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(57) OmuceIBatOTCS HOBBIE APOMATHUYSCKHE aMHIUHOBBIE IPOU3BOIHBIE 001eit popmyisl 1, rie Ry,
- aToOM BOJIOPOJa WJIM HU3IIAs alIKOKCUTpymmna; Rz - aToM Bopopoja, Hu3IIAs alKHIbHAs TPyIIa,
HU3MIas aJTKOKCUTPYyIIa, KapOOKCWUJIbHAs TpyIla, KapOOKCHAIKWIbHAs Tpymmna ¢ 2-5 aTtoMamu
yriepoja WM alKOKCHMKapOOHWIIbHAs rpynmna ¢ 2-5 aromamm yriepona; Rz - arom Bomopona,
KapOOKCHIIbHAsI ~ Tpymma, KapOOKCHANKWIbHAas rpynma ¢ 2-5  aromamu  yriepoja,
ATKOKCUKapOOHWIATKMIbHAS TpyIa ¢ 3-6 aTomamMu yriiepoJia, KapOOKCHAITKOKCHIIbHAS TpyIa ¢ 2-
5 aTomamu yriepona M alKOKCHKapOOHMIAIKOKCHIBHAs rpynmna ¢ 3-6 aromamu yriepona; Ra -
aTOM BOJIOPOJIa, THIPOKCHIIbHAS TPYIITa WM HU3IIas ankokeurpynmna; N =0, 1, 2; A - ankuneHoBas
rpynna ¢ 1-4 aromamu yriepojaa, KOTopas MOXET OBITh 3aMelleHa OJHUM WIH JBYMS
3aMECTHTEIISIMH, BBIODAHHBIMH W3 THAPOKCHAIKHIBLHOW Tpymmbel ¢ 1-4 aromamu yriepona,
KapOOKcHIIa, ANKOKCUKAapOOHWIBHOM Tpynmbl ¢ 2-5 aToMamMu yriepoia U KapOOKCHAIKHILHOM
rpynnel ¢ 2-5 aromamu yriepoga; X — TpPOCTasl CBsi3b, aTOM KHCJIOPOJa WIIA CEPhl WU
KapOOHWIbHAsT Tpymnma; Y - HACBHIIICHHBIA WJIM HEHACBHINICHHBIH 5- WM G-4IeHHBII
TeTePOIMKITHYSCKAN (PparMeHT, UMCIOIIUKA OJWH WJIM JBa T'eTepoaroMa, BHIOpaHHBIX W3 aTOMOB



a30Ta, KUCJIOPOJa, CEpbl, WIM IUKIMYECKUH YTJIEBOAOPOIHBIM (parMeHT, KOTOpPble MOTYT OBITh
3aMeIeHbl UMUHOTPYIINOH, KapOaMOUIIOM, MOHO- WU JHAIKHIKAPOAMOUIIOM,

ATKAaHOWMHUJIOWIIOM, HHU3IIUM  QJIKWJIOM, HH3IIUM aJKaHOWIOM, aJKOKCHKApOOHUIMMHHOM,
OCH3WIMMHUIOWIIOM, AIKAaHOUJIAMHUHO, aJIKUJIAMUHOM; HACHIIIICHHBIN UM HEHACBIIEHHBIA 5- uimu 6-
YICHHBIM [UKIUYECKUA  yTJICBOMOPOJHBIA  (parMeHT, KOTOpPbIE MOTYT OBITh 3aMEIICHBI
AMUHOAJKUJIBHOW TpPyNIONH WM aQJIKAaHOWIAMUHOAQIKWIBHOM rpymmoi, wmm Y  sBiseTcs
AMUHOTPYIIIOM, KOTOpas MOXET ObITh 3aMellleHa MUPPOJUIUHIIBHON WIM MNHPUIMHUILHOM
rpymnmoi; u rpymnma gopmynsl |l sBaseTcs rpymnmoi, BEIOpaHHON W3 WHAOMWIA, OeH30(]ypaHuIa,
OcH30THEHWIA, OeH30ThazoiuiIa, HadTmia, TeTparuapoHadTHia, OCH3MMUIA30/IMIIA, WM €ro
dapmalneBTUYECKH MpuemiieMasl coib. LleneBbie mpoayKThl 00JaAal0T CIIOCOOHOCTHIO K CHIIBHOMY
AHTUKOATyJIUPYIOIIEMY JIEHCTBUIO MOCPEICTBOM OOpPATUMOTO HMHTHOMPOBAHHS AKTHBUPOBAHHOTO
daxTopa cBepthiBanus KpoBu ("FXA"). OnuchiBacTCs Tak)Ke aHTUKOATYJIMPYIOIIas KOMITO3HUIIHS Ha
ocHoBe coequaenuit popmyst (1). 11 ¢. u 1 3.11. ¢-ibr, STadm.

X—(CHz)n-Y(I)

N300peTeHne OTHOCUTCS K apOMaTHYECKUM aMHIMHOBBIM TIPOU3BOIHBIM U UX COJISIM, KOTOpBIE
007a1al0T  CHOCOOHOCTBIO K CHJIBHOMY aHTHKOAryJHUpYIOIIEMy JEHCTBHIO IOCPEICTBOM
00paTUMOro MHTMOMPOBaHUS aKTHUBHPOBAHHOIO (pakTopa CBEPThIBaHMS KpoBH, ¢akropa X (najnee
ob6o3Hagaemoro "FXA"), u koropble MOTyT ObITh BBEJEHBI NepopasibHO. HacTosiee nzodpereHue
TaKXKe OTHOCUTCS K (hapMaleBTHUECKOW KOMIO3MIIMM Ha HUX OCHOBE, NpEAHA3HAYEHHOM ais
JeYeHHUsT WIN TpenynpexIeHus TpoMmOo3a WIM SMOOIMH, W COJEpKallleMy apoMaTHYecKoe
aMHJIMHOBOE MPOU3BOJAHOE UJIH €r0 COJIb B KaYeCTBE aKTUBHOI'O MHIPEHEHTA.

Jlo HacTosIIero BpeMeH! ObUIH MPeIPUHATHI MOMBITKH pa3padoTaTh aHTUTPOMOUH B KauecTBe
AHTUTPOMOOTHYECKOTO cpeacTBa. OJHAKO HM3BECTHO, YTO TAKOE€ AHTUTPOMOOTHYECKOE CPEICTBO
MOYKET BBI3BIBATH KPOBOTEUCHHS W CO3[AeT TPYAHOCTH IS OCTAHOBKM JTOTO KpPOBOTEYEHUS,
MOCKOJIBKY OHO HWHTHOHMpYeT CBEpThIBAHWE KPOBHM, a TaKKe arperamuio TPOMOOIMTOB,
WHIYIIUPOBAHHYIO TpOMOWHOM. Jl7si pemieHust 3TOH MpoOJieMbl OBUIM TPEANPHHSTHI MOMBITKH
HOJYYUTh aHTHKOATYJIHMPYIOILIUE CPE/ICTBA HE IMyTeM WHTMOMpPOBaHMUSA TPOMOMHA, a MOCPEACTBOM
JPyroro MHrUOMPYIOLIEro MexaHu3Ma. B pesyibrare MpoBEIEHHBIX HCCIEJOBAHUM OBLI MOJTy4YeH
1,2- 6uc(5-amununo-2-6enzodypanun)-stan (nanee oboznadaembiii "DABE"), kotopsiii mmeer
NpE/ICTaBICHHYI0 HWKe (Gopmyiny (2), U aHTUKOAryJIUpyrollee JIeWCTBHE KOTOPOTO OCHOBAaHO Ha
FXa-unrn6uposanuu (Thrombosis Research, vol. 19, pp. 339-34, 1980):
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rae Ri1 npencrasisier co00i aToM BOIOPOAA WM HU3IIYIO AIKOKCUTPYIIITY;

R2 mpencrasinsier cobo0it aToM BOI0pO/1a, HU3IIYIO AKWIBHYIO TPYIITY, HU3MIYIO AIKOKCUTPYIIITY,
KapOOKCWJIbHYIO TpyHIy, KapOOKCHANKWIBHYIO Tpymmy ¢ 2-5 aroMamMu yriepoia WM
QIKOKCUKapOOHUIIBHYIO TPYIINY ¢ 2-5 aTOMaMH yriiepoja;

Rs npeacrasiser co0oil aToM BO10po/ia, KAPOOKCUIIBHYIO TPy, KapOOKCHAIKWIBHYIO TPYIITY
¢ 2-5 aromamH YIJIepoJa, alKOKCHUKapOOHMUIAIKWIBHYIO Tpynmy c¢ 3-6 aromamu Yriepoja,
KapOOKCHAJIKOKCWIIBHYIO TpyHIy ¢ 2-5 aToMaMu YIJIEpoja, aJKOKCHKapOOHUIIAIKOKCHIIBHYIO
rpynmy ¢ 3-6 aromamu yriiepoja Wi aIKOKCHKapOOHIIILHYIO TPYIITY ¢ 2-5 aToMaMu yriiepona;

Onnako coegumnenne DABE wmmeer Te HemocTaTKd, 4TO OHO OO0JIaZaeT WHTHOMPYIOIIUMH
NeMCTBUSAMHU Kak B OTHOImEHWHM FXa, Tak M B OTHOIIEHWH TPOMOHWHA, KOTOpHIE HE MOTYT OBITH
JOCTAaTOYHO OTIEJNEHBI JApPYr OT Jpyra; KpoMe TOro, OHO oO0JajaeT OYeHb HU3KOM
BOJIOPACTBOPUMOCTBIO U HE IMpPOSBISET AHTUKOATyJUPYIOIIEro JeHCTBUS NpU MNEepOopalbHOM
BBeZieHHU. [lo3ToMy, /Ui MOMy4eHUs aHTUKOAryJIHPYIOIIEro CpeJCTBa ¢ XOPOUIMM KIMHUYECKUM
3ppeKToM 0coOble yCHIIUS HEOOXOOMMO HAampaBUTh Ha pa3pabOTKy JIEKapCTBEHHOIO Cpe/CTBa,
o0JaaroIero BrICOKOCTIeN(UYECKOr U cuiabHOM FXa- MHrubupyronie akTUBHOCTBIO, XOPOLIEi
BOJIOPACTBOPHMOCTBIO, U SIBIISTIONMIETOCS A (EKTUBHBIM TP TIEPOPATLHOM BBEACHUH.

Hcxons w3 BblIIEyKa3aHHBIX COOOpa)XEHHM, aBTOpAaMU HACTOSILEro HM300peTeHHs] ObLIN
NPOBEICHBl WHTCHCHUBHBIC HCCIIEOBAaHUS, OTHOCAIIMECS K CHHTE3y pa3IMYHbIX THUIIOB
apOMAaTUYECKUX aMHUJIOBBIX MPOM3BOJIHBIX, M K OIEHKE HX (HapMaKOJIOTHIECKUX CBOWCTB. B
pe3yJbTare 3TUX HCCeloBaHUN ObLIO OOHApPYKEHO, YTO apOMAaTHYEeCKOe aMH0BOE MPOM3BOIHOE,
npefcraBieHHoe  obmieir  ¢opmynoir (), wmiam ero  comb, oOnagaer  MpPEKpPacHOM
BOJIOPACTBOPUMOCTBIO, ~CHJIBHBIM ~ aHTHUKOAryJHPYIOIIUM  JAEeWCTBUEM, OOYCIOBICHHBIM  €ro
BhICOKOCTIEIIU(HUECKO U oOparumoil FXa- HMHruOupyromed akTUBHOCTBIO, Jaxe B clydae
NEpOPAILHOTO BBEIEHUS, M IMO3TOMY MOXET OBITh HCIHOJB30BAHO B KadeCTBE JIEKAPCTBEHHOTO
CpeAcTBa JUTSl TPEAYNPEKIACHUS U JICUCHHS Pa3IMYHBIX 3a00JeBaHNH, CBA3aHHBIX C TPOMOO30OM H
smbOonmeli. Ha ocHOBe BBINIEYKa3aHHBIX HCCIENOBAaHUNA W OBLIO pa3paboTaHO HACTOAIIEe
n300peTeHue.

Takum o0Opa3om, HacTosimee H300pETEHHWE OTHOCHTCA K apOMaTHUYECKOMY aMHUJIMHOBOMY
NPOM3BOJICTBY, UMEOIEeMy 0011yt0 popmyy (I):

R4 mpencrasnseT aToM BOJIOpOJia, THAPOKCUIBHYIO TPYIITY WM HU3IIYIO aJIKOKCUTPYIIILY;



n=0,1,2;

A sBIIeTCS aTKUIICHOBOU rpynmoi ¢ 1-4 atomamu yriaepojaa, KOTopas MOXET OBITh 3aMelieHa
OJIHMM WJIM JIByMsI 3aMECTUTEIISIMU, BHIOPAaHHBIMH U3 THAPOKCHAIIKWIBHOU rpymnmbl ¢ 1-4 atomamu
yriaepoga, KapOOKCWiIa, alKOKCHMKapOOHWJIBHOW TIpymmel ¢ 2-5 aroMaMu yriepojga |
KapOOKCHAIIKWIBHOM IPpyMIIbI ¢ 2-5 aToMaMu yriepoaa;

X sIBISIETCS MPOCTOH CBSI3bIO, ATOMOM KHCIIOPO/1a WIIH Cepbl, MM KapOOHWIBHOH TPYIIIOii;

Y sBisercs HACBHIUICHHBIM WM HEHACHIIIEHHBIM 5- WM 6-4ICHHBIM TIeTEePOLUKINYECKIM
dbparMeHTOM, UMEIOIIMM OJMH WM JBa T€TepoaToMa, BHIOPAaHHBIX U3 aTOMOB a30Ta, KUCIOPOAA,
Cepbl, WM LUKINYECKUM YTIEBOJOPOAHBIM (ParMEeHTOM, KOTOpble MOTYT OBITH 3aMEIlEHBI
UMUHOTPYIITION, KapOaMOWIOM, MOHO- WM JUATKUIKApOAMOMIIOM, aTKAaHOMMHIOWIOM, HU3IIUM
QIKWIOM, HU3IIUK aKaHOWIIOM, ATKOKCHUKApOOHWIMMUHOM, OCH3WIMMUIOUIOM, AIKAHOWJIAMHHO,
QIKWIAMUHOM; TJ€ HACBIIICHHBIA WM HCHACBINICHHBIA 5- WM G-WICHHBIH IUKINYCCKHMA
VTJICBOJOPOAHBIA (PparMEHT TakkKe MOXKET OBITh 3aMeleH AaMUHOAIKHWIBHOW TPYNIOW WITH
ANKAaHOUJIAMUHOAJKUIBHON TpPyNmnon; uiau Y SBISIETCS aMUHOTPYIIOH, KOTOpask MOXET ObITh
3aMelleHa MUPPOIUIMHUIBHON WM NUPUAUHUIBHONU TPYIIION;

rpynna Gopmyisi |

SIBJIICTCS TPYIION, BEIOpAaHHOW M3 MHIOMIIA, OeH30(dypaHuiIa, OCH30THEHIIIA, OEH30THA30IIMIIA,
HaTUIa, TeTparuapoHadThiIa, OCH3UMUAA30JWIA; WM K ero (apMmaleBTHUYECKH MPUEMIIEMOM
COJIH.

Hacrosimee n3o0pereHune Takke OTHOCUTCS K (apMaleBTUYECKOH KOMITO3UIMH, 00jajaromieit
AQHTHKOAryJIMPYIOLIUM JIEUCTBUEM, coJepiKaliell coequHenne obei popmyssl (1) mim ero cosip B
KayecTBE aKTUBHOT'O Hayasa U IeJIeBbIE I00aBKU.

B coemuHeHMH HACTOSIIEro W300peTeHus, npeacTaBieHHOM obrieir Gopmymoi (1), mobas
npsiMasi, pa3BETBIICHHAS WM IIMKIINYECKasl alIkuiIbHast rpymma ¢ 1-6 atomamu yriepoja MOXeT ObITh
HCIIOJIb30BaHA B KayeCTBE HU3IIEH AJKWIBHOW Tpynnbl. [Ipumepamu TakoW ajakWIBbHON TPYIIIBI
MOTYT CIYXUTh METHWJ, STHII, POTHJII, U30MPOIUI, OYTHI, BTOP- WU TPET-OyTUI, IEHTUI, TEKCHJI,
[UKIIOTPOTIHI, [IMKJIOOYTHII, IUKIOMEHTH, IUKIOTeKCUI, U T. T. HU3mas alikoKCH-TpyInna MOXET
uMeTh 1-6 aTtomoB yriepona. Ilpumepamu Takoil TpyINIbl MOTYT CIY>KUTh METOKCH- 3TOKCHU-
IOPOMOKCH-  U3OMPOINOKCH-  OyTOKCH-, BTOp-  WJIM  TpeTOyTOKcH-Tpymma W T. I
AJKOKCUKapOOHMIIbHAS, ATKOKCUKApOOHUTAIKMITHHAS, KapOOKCHATKOKCHIIbHAS,
ATKOKCUKapOOHMIIAIKOKCHIIbHAS M THAPOKCHAIKIIBHAS TPYNIBl MMEIOT TPEANOYTUTENbHO 1-6
aTOMOB  yriiepojga, u Oosnee mnpeamoututensHo 1-4 aromoB yriaepoxa. Ilpumepamu
AITKOKCUKAapOOHUITLHOM TpYTIITBI SIBIISTFOTCS METOKCHKapOOHMII, ATOKCUKapOOHMII,
IPOMOKCUKApOOHUI, OyTOKCUKAapOOHMI U T. 1. [IpruMepaMu kKapOOKCHATKUIBHOMN TPYIIIBI SBISIOTCS
KapOOKCHUMETHII, KapOOKCHITHII, KapOOKCUITPONWII U T. 1. [IpuMepaMu ankoKkcuKapOOHUIATKUIBHOM
TPYNIbI SBISIOTCS METOKCHKApOOHWIMETHJI, 3TOKCHUKapOOHWJIMETHJI, MPOMOKCHUKApOOHMUIMETHII,
METOKCUKapOOHUIIITHUIL, STOKCUKAapOOHUIII T, METOKCUKapOOHUIIPOITUIL,
TOKCUKapOOHWmponwi, ©u T. A. llpumepamu  KapOOKCHAIKOKCH-TPYNIBI  SIBIISIOTCS
KapOOKCHMETOKCH-, KapOOKCHATOKCH- KapOOKCHUIPONOKCHU-TPYNNIBl H T. 1. [Ipumepamu



ATKOKCHKAapOOHMITATKOKCH-TPYTIITBI SBIISIOTCS METOKCHKapOOHUIMETOKCH,
ATOKCUKAapOOHUIIMETOKCH, MPONOKCUKApOOHUIIMETOKCH, METOKCUKapOOHHUIIITOKCH,
ATOKCUKApOOHMUIATOKCUTPYNNBI ¥ T. 1. [lpuMepaMu THAPOKCHAIKUIBHON TPYIIBI SBISIOTCS
THJIPOKCUMETHII, THAPOKCHUITHI, THAPOKCUIIPONHI, THUAPOKCHOYTMI W T. 1. llpumepamu
IKUJICHOBOM TpyYIIBI, MMeromiei 1-4 aToMOB yriepoa U MpeaCcTaBIeHHON A, SIBIISIOTCS METHIICH,
STHJICH, TPUMETHJICH, TETPAMETHJICH U T. II.

HachpimeHHbIi WM HEHACHIIEHHBIH TeTePOLUKINYECKUI GparMeHT ¢ 5 wiu 6 4yjgeHaMu MOXKeT
CoepKaTh, MPEANOYTUTEIbHO, OJMH MM J[Ba TeTepoaToMa, BBIOPAHHBIX W3 aTOMOB a30Ta,
Kuciopoza, cepsl. [IpuMepamu reTepONMKIMYECKUX KOJIE[ TAKOTO THIMA SIBISIOTCS MHUPPOJIHINH,
NUMNEPUINH, WMHIA30JIMH, THIEPA3HH, TeTparuapodypaH, TeKCaruApONUPUMUINH, MTUPPOI,
UMHJIa30JI, THPa3uH, [HUPPOIUAWHOH, NHUINEPUAWHOH, MopdoauH u T. 1. Haubonee
NPENOYTUTEILHBIMU SBIISIOTCS TUPPOIUINH U MUIEPUINH, COJEpKAIIE B KAYECTBE reTepoaToMa
oaMH aToM a3ora. [IpuMepaMy HaCBIIIEHHON WJIM HEHACBIIEHHON LMKIMYECKOW YTIE€BOAOPOIHOU
YaCTH MOTYT CIY)KUTh HMKJIONEHTHJI, IUKIOTeKCHI U T. 1. [IpuMepaMu aMUHOQIKMIBHOW TPYIIIBI
SBJISIFOTCS. aMHHOMETHJI, aMHHOSTHJI, aMHHONponua W T. m. [lpumepamm 3amectureneit mmns
BBILICYKA3aHHBIX TETCPOLMUKINYECKUX KOJEL W LUKINYECKUX YIJICBOAOPOIHBIX KOJEL MOTYT
CIy)KUTh TIPEIINOYTUTEIBHO HHU3IIUA alKWI, HU3MIMK alKaHOWI, KapOaMOWJI, MOHO- WM
JTUATTKAIKApOaMOmII, aJIKaHOMMHUJOWI, OCH3MMHUIOWI, AJKHIAMHUHO, AalKaHOWJIAMHHO, WMUHO,
AIKOKCUKapOOHUIMMHHO, a 0oJiee MPEANOYTUTENbHO, akaHonMuaou. [Ipumepamu 3amectureneit
JUTS BBIIIEYKA3aHHBIX aMHUHOTPYIII M aMUHOYACTEH aMUHOAIKHIIBHBIX TPYIII SIBIISTFOTCS TTAPUIHHIT
WUTA TTUPPOITATTHHIIL.

Coenunenus popmyisl (1) HacTosIEero H300peTEHNsT MOTYT OBITH ONTUYCCKUMH M30MEPaMU UITH
cTepeonzomMepamMu Oyarofapsi TNPUCYTCTBHIO aCUMMETpHUYEcKoro artoMa yriepoaa. OObem
HACTOSILEro M300peTeHHs BKJIOYaeT B ceOs ONTUYECKHE HU30MEphl, CTEPEOM30MEPHl COEAMHEHU
HACTOSILEro U300peTeH s, U X CMECH.

Conu coenunenust Gopmynsl (1) Hacrosinero M300peTeHUsT MOTYT OBITH JIFOOOW MPUPOIBI, C
OJTHUM JIMIIb OTPaHUYEHHEM, a MMEHHO: OHH JOJDKHBI OBITh (papManeBTUYECKH MPHEMIIEMBIMH.
[TpumepaMu MOAXOIAIMNX COJEH MOTYT CIYXKHTh: COJM HEOPTaHWYECKHUX KHCJIOT, Takue, Kak
TUAPOXJIOPHUA, TUuIpoOpomMua, Tuaponoaun, Gocdar, HuTpar, cyabdar u T. M.; COTU OPraHUUYEKOU
CYTb(POKHCIIOTHI, TaKHe, KaK METaHCYIb(OHAT, 2- THAPOKCHITAHCYIb(OHAT, p-TOIyOJICyIb(oHAT
T. II. ; COJIU OPraHNYECKOil KapOOHOBOM KUCIIOTHI, TaKKe, KaK alleTaT, IpolaHoar, OKcaiaT, Majoar,
CYKIIMHAT, [JIyTapar, alunar, Taprapar, MajieaT, MajiaT, MaHaenar, 1 T. 1.

Hwke mnpuBomsTcss mnpumepbl HauOojee NPEANOYTUTENBHBIX COEIMHEHUN HACTOSILEro
U300pETEeHUs, KOTOPBIE MOTYT OBITH TpesicTaBieHbl (opmyoi (1):

2-[4[(1-aneTraruMuI0MII-3-TUPPOITHAMHII ) OKCH | bennn] -3-(7-amuuHO- 2-
Ha(TII)TPOITMOHOBAS KUCIIOTA WK €€ COJIb;

(+)-2-[4-[[((33)-1-auetumunonn-3-nuppoiuauamn)okcu]  -penwn] - 3-(7-  amuauHO-2-
)HATUI)IPOMTMOHOBAS KHCIIOTA WJIH €€ COJIb;

(2S)-2-[4-[(3S)-1-anetumupomn-3-nmuppoiauauaun)okcu]  -¢penwn] -3-  (7-  amMuauHO-2-
Ha(THUIT)IPOITMOHOBASI KMCIIOTA UITH €€ COJIb;

(2R)-2-[4-[((BR)-1-anetumuaonn-3-nuppoauauamn)okcu]|  -pernn] -3- (7- amMuauHO-2-
Ha(THUIT)IPOITMOHOBASI KMCIIOTA UITH €€ COJIb;



2-[4-[(1-aneTumMumoMIT-2-TUPPOTHIUHII )MeTOKCH | -perna] -3- (5-ammuauHoOen3o[b] Tuen-2-
WJI)IIPOITMOHOBAS KMCJIOTA UIIU €€ COJIb!

(+)-2-[4-[((2S)-1-aneTumunonn-2-nuppoiauauaui)metokcu| -hpenmwi] -3- (5-amuaunoden3o[b]
THEH-2-HJI)[TPOIIMOHOBAsI KHCJIOTA WIIH €€ COJIb;

2-[4-[(1-anerumugomi-4-nunepuanHm)okcu |-perni] -3- (7-aMuauHO-2- HaQTHII)IPOITHOHOBAS
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(H)-2-[4-[(  l-aunerumumonn-4-unepuanHun)okcu|  -¢enmwn]  -3-  (7-amuamHO-  2-

Ha(THUIT)IPOITMOHOBASI KMCIIOTA UITH €€ COJb;

nenraruapar ruapoxiopuna (2S)-2-(4-[((3S)-1-auetumumons-3- MUPPOITUANHIIT)OKCH | -eHwMI |-
3-(7-amuiuHO-2-HaQTHI)IPOTTIMOHOBOI KHCIIOTHI.
B ocHoBHOM, coemumHenue ¢opmynbl (I) HacTosimiero u300peTeHHsT MOXET OBITh MMOJYYEHO,
HalpuMep, B COOTBETCTBUU C HIDKENPUBEIACHHBIMUA PEAKIMOHHBIMU (GOpMyTaMH. A WMEHHO,
HUTPUIIOBOE coenuHeHne (opmyisl (3) momsepraroT BzaumoseicTsuio co cruprom (R° OH) B
NPUCYTCTBUH TaJlOT€HBOJOpoja. [lomydeHHBIH B pe3ynbrare MMUAAT (4) MoABEpraroT peakiuu C
aMMMAKOM C MOJyYEeHHEM apOMaTHYECKOr0 aMUIMHOBOTO MPOU3BOAHOTO (1a).

B npuBeneHHsIxX BhIlIE PopMyax RL,R?, R3S RYn A, X,Yu

SIBJISIFOTCSl TaKUMH, KaKk OHU OBLIM OIpEJeNeHbl Bbie, a R sBIsSeTcs HHU3LICH aKUIBHON
TPYIIION.

Hwxe npuBogutcss moapoOHOE ONMUCAHUE BBINICYKa3aHHOW PEaKIMOHHON cXembl. Peakius
auTpunosoro coeaunenns (3) co crmuprom (R® OH) MoxeT OBITH OCyIIECTBIEHA, HATIPHMED,



MOCPEICTBOM B3aMMOJICHCTBUS HUTpWiIa (3) ¢ SKBUMOJSPHBIM WM H30BITOYHBIM KOJHUYECTBOM
crupra (R5 OH), umeromero ot 1 10 6 aTOMOB yriepoaa, TaKoro, Kak METaHOJI, 3TAHOJI, TPOIAHOII,
U T. . , B IPUCYTCTBUU TAJIOT€HBOIOPO/Ia, TAKOTO, KaK XJIOPOBOAOPO, OpoMoBoaopoa u T. 1. Eciu
HEOO0XOJIMMO, MOXXET OBITh HCIIOJB30BaH PACTBOPHUTEb, KOTOPBIM BBIOMPAIOT, HAIpUMeEp, U3
ann(paTHUECKuX MPOCTHIX 3(UPOB, TAKUX, KaK TUATWIOBBIA 3QUp W T. M. ; TaJOrC€HUPOBAHHBIX
YTJIEBOJIOPOAOB, TAKUX, KaK XJIOpO(hOpM, AUXIOPMETAH U T. II.; AlPOTOHHBIX PaCTBOPUTENICH, TAKUX,
KakK O€H30J1 U T. 1., U X cMeceil. B OCHOBHOM, peakius mpoTekaeT mpu temiieparype ot -20 mo 60°
C B Teuenue ot 3 g0 220 yacos. IlpennoututenpHo, eciiv yKa3aHHAs peaklMsl MPOTEKaeT IMpH
temriepatype oT -8 mo 30° C B TeyeHue nepuona BpeMenu oT 10 go 96 dacoB, B mpuCyTCTBUHU
U30BITOYHOTO KOJIMYECTBA METAaHOJA WM 3TaHOJAa, W TaJOr€HUPOBAHHOTO YTIEBOAOPOIHOTO
pacTBOpPUTEIS, TAKOTO, KaK XJI0pOPOPM UM TUXIOPMETaH.

Peaxius noiydeHHOTo TakuMm 00pa3oMm mmupata (4) ¢ aMMHAaKOM MOKET ObITh OCYILECTBICHA
HIOCPEICTBOM B3aUMOJICUCTBHS YKa3aHHOTO MMHUaTa (4) ¢ aMMHaKoOM B PaCTBOPUTENIC HIIH B CMECH
pacTBOpHUTelNel, BHIOpAHHBIX W3 CHUPTOB, UMeroHMX 1-4 aToMOB yriaepojaa, TakuX, Kak 3TaHOI,
MPOMAaHOJ, U T. M. ; amu(aTHUYECKUX MPOCTHIX 3(PHUPOB, TAKUX, KaK JUITUIOBBIA 3up u T. 1.;
raJIOTeHUPOBAHHBIX YTJIEBOJOPOIOB, TAKUX, KaK XJIOPO(OPM U T. M. ; alPOTOHHBIX PACTBOPHUTEINEH,
Takux, Kak 0enzon u T. 1. ; u N, N’- numerundopmamuna u aumeruncyibhokrcuaa. Peakius moxer
ObITh TpoBeneHa npu temneparype ot -10 mo 140° C B Teuenue nepuoaa Bpemenu ot 0,5 mo 200
4acoB, a MPEIIOYTUTENIBHO, Tpu Temmepatype ot -8° C 1o 30° C B Teuenue nepuoaa Bpemeru ot 10
10 96 gacoB B 3TaHoOIIE.

Ecnu ucnone3yemoe B KadeCcTBE MCXOIHOIO MaTepualia HUTPUIOBOE coenuHeHue (3) mmeer
KapOOKCUIIBHYIO TPYMIy WIH alKOKCUKapOOHUJIBHYIO TPYIIy, TO 3Ty KapOOKCHIBHYIO WJIH
QIKOKCUKapOOHUIIBHYIO TPYIITY MOJBEPraroT 3CTepUPUKALMH [TOCPEICTBOM PEAKIIUU 00pa30BaHUS
UMHJlaTa, WIK TOCPEACTBOM IepesTepuuKaluy IMpU B3aUMOJEHCTBUU CIIOKHOTO 3dupa co
cruprom (R® OH). B pesymbTate 3TOro, mockonbKy KapOOKCHIbHas Tpynmna B coeauHenuu (1a),
MOJYYEHHOM C IOMOIIBIO ATOH peakiuu, sBIsSeTcs 3cTepuUUUpoBaHHOM, TO coeauHeHue (la)
HEOOXOMMO THAPOJHM30BaTh, €CIU TMOJYYar0T AapOMAaTHYECKOe AaMHUIMHOBOE IPOU3BOIHOE,
UMeEIOIIee CBOOOHYIO THAPOKCHIIBHYIO TPYIIITY.

Peaxius runponnsa MOXKET OBITh OCYIIIECTBIIEHA MMyTeM 00paboTKu coeauHeHus (1a) B BogHOM
pacTBOpe HEOPTaHWYECKON KHCIOTHI, TAKOW, KaK COJISIHAs KHCJIOTa, CepHasl KUCJIOTAa U T. M. , WK
OpPraHMYeCcKOl KHCIOTHI, TAKOM, KaK TOMWICYIb(OKHUCIOTA U T. M., IpU Temmeparype ot -10° C no
TeMIIepaTypbl MEPEroHKU, a MPEANOUTUTENbHO OT -5° C 10 TemmepaTypbl NEpPEeroHKH, B TEUEHUE
nepuoja Bpemeru ot 0,5 1o 550 yacos, a mpeanoyrurensHo, ot 0,5 1o 350 yacos.

Ecnu coenunenue (1a) conepuT rpymniy, BOCIPUUMYHMBYIO K THAPOIU3Y C CHIBHOM KHCIOTOM,
TO JIO TMIPOBEACHUS PEAKIINY THIPOJIN3a MPEIIOYTUTEIEHO OJIOKHPOBATh AMUMHOTPYIIITY 3aIUTHOM
IpyNIoi, Takod, Kak TpeT-OyTOKCMKApOOHWI WM aHAJIOTMYHOM TpYIIoil, TMocie 4Yero
OCYIIECTBIISIIOT ~ THUAPOJIU3  CIOXKHOTO dGUpa B OCHOBHBIX YCIOBUSAX C TIOCIEIYIOUIIM
pa30IoKupOBaHUEM. 3alUTa aMUIWHOTPYIITEI MOXKET OBITH OCYIIECTBIIEHA C TIOMOIIBIO PEaKIIuH
coequnenuss (la) c 2-(TpeT-0yTOKCHMKapOOHMIOKCUMMHUHO)-2-(DEeHII-alleTOHUTPUIIOM B  BOJIE,
METaHoJIe, 3TaHoJje, TeTparuapodypaHe, AUOKCaHE, AlleTOHE WM B MX CMECH, B IPUCYTCTBUH
OCHOBaHMS, TaKoro, kak 1,8-nmuazabunukio[5.4.0] -7-yHaenueH uiay T. M. 3Ta peakuus MOXKeT ObITh



ocymiectBiaeHa npu temmneparype ot 0° C go 50° C, a mpeanoututensHo ot 5° C mo 30° C, B
TedeHue nepuonaa Bpemenu ot 0,5 1o 48 yacos, a npeanodTuTesnsHO OT 1 10 24 Yacos.

CnoxxHOX(UPHBIA TUAPOIN3 3AIMIIEHHOTO TaKUM O0pa3oM COCAMHCHHSI H IOCIICIYOIee
pa30JIOKUPOBAHUE MOXET OBITh OCYIIECTBICHO MyTeM OOpPa0OTKH 3alIUIIEHHOTO COCIWHEHUS
BOJIHBIM PacTBOPOM THIPOKCHA HATPUS WIHM THUAPOKCUAA KallMs, a 3aTEM COJISTHOW KHCIIOTOH, B
BOJIC WJIH B BOJO-COJEPIKAIIEM pPACTBOPHUTENE, TAaKOM, KaK 3TaHOJ, METaHOJ, TeTparuapodypa,
JMOKCaH WX T. . Peakuus ruiponmsa caoxHOro 3pupa MOXKET ObITh MIPOBEICHA ITPH TEMIIEpaType
ot 0° C o 50° C, a npeanoururensHo, oT 5° C go 30° C, B TeueHue nepuoaa Bpemenn ot 0,5 no 48
YacoB, a MPEANOYTUTENbHO, OT 1 10 24 wyacoB. Peaknus pa30I0KHpOBaHUS MOXKET OBITh
ocymectsieHa npu temneparype ot 0° C go 60° C, npennoururensHo npu 25° C, B TeueHue
nepuosa Bpemenu ot 0,5 10 24 gacos, a npeanouTuTensHo ot 1 10 6 yacos.

Ecim B rpynme A coenunenus (la) nBe aaKOKCHKapOOHWIIBHBIC T'PYIIIBI CBS3aHBI C OJHUM
aTOMOM YTJIEpOJia, TO THIPOIN3 M JEKapOOKCHIMPOBAHIE MOTYT OBITH OCYIIECTBICHBI B OJHO U TO
JKe BPEMsI COTJIACHO CIICIYIOIIEH PEaKIMOHHON CXeMe:

2

R 5 R3
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> (CH ) —C—(CH ) X-(CH ) -Y (1b)
H N 21 | 52 m 2 n
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B npuBenennbix Boimie Gopmynax kaxapii u3 I,m =0 wmm 1, a R, R? R% R* R°n, X,Y u

ABIISIOTCS TAKUMHU, KaK OHU ObUIH OMPEJIENICHBI BBIIIE.

Ota peakiusi MOXXET ObITh OCYIIECTBJIIEHAa B BOJAHOM pacTBOpPEe HEOPraHMYECKOW KHCIOTHI,
TaKOM, KaK COJIsiHasi KHUCJIOTa, CEpHas KUCIIOTa, U T. I. , UJIM OPraHUYECKOM KUCIOTHI, TAKOM, KaK
TONMWICYIb(OKHUCIOTAa WIK T. I. , NpU Temreparype oT -20° C no Temmeparypbl NEperoHKH, a



PEANOYTUTENLHO OT -5° C 10 Temreparypbl IEpEroHKH, B TedeHue nepuoaa Bpemern ot 0,5 1o
550 gacoB, a npeanoututensHo ot 0,5 mo 350 wacos.

Ecnu B kauecTBe coeiHEHMs HACTOsIIero u3oopereHus Gopmyisl (1) moayyaroT coequHEeHNE
(1e), mmeromee B cBOEH rpymnmne MMUAIOWIBHYIO TPYIIIY, TO OHO MOXET OBITh IOJIy4Y€HO C TIOMOIIBIO
peakiuu coequaenus (1d), nmeroniero NepBUYHYIO WM BTOPHYHYIO aMUHOTPYIIITY B CBOCH IpyIIIe
Y, ¢ umugaToM coeantenus (5) cormacHo clieayromel peakiinOHHOM cxeMe:

R2 3
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H Rl
N A X-(CH ) -Y' (1d)
HN 2 n
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R4
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R

B npuBeneHHbIX Bbime (opmynax Y! mpencrapiseT coGoil psa BHILIEYNIOMAHYTBIX rpymm Y,

R (5)

MMEIONIUX B KAUecTBE 3aMECTHTENs MEePBUYHYIO MM BTOPUUYHYIO AMUHOTPYMIy, Y2 Hpe/CTaBiIseT
co0oi1 Apyroil psii BRILIEYNIOMSHYTHIX TPy Y, HMEIOLIUX B KAUE€CTBE 3aMECTUTENS] UMUAOUIBHYIO
rpyniy; kaxastit u3 R® u R’ mpeacrasnser co6oii aToM BO0pOa, HU3MIYIO alKHIBHYIO FPYIITY MK

dermmbHyI0 rpynmy, R® sBIseTCS HU3MIEH ANKUIBEHOM TPYIIOH MM GeH3MIBHOM rpymmoi, a RY, R?,
R: R n, A Xu

7/

SBJISIIOTCS] TAKUMHU, KaK OHU OBLITN ONpPEEICHbI BBIIIIE.

Ora peaknust MOXET OBIThb OCYLIECTBIIEHA, HAlpuMep, MOCPEACTBOM B3aUMOAECUCTBUS
coenuHenns (1d) ¢ SKBUMOJSIPHBIM MM U30BITOYHBIM KosmuecTBOM uMuaata (5) B MpUCYTCTBUH
OCHOBaHU$, TAKOTO, KaK TPUITUIIAMHUH, TUAPOKCUI HATPUS, TUIPOKCUI KaIusl WU T. 1. , B BOJIE WIH
pacTBOpHUTENIE WJIM CMECH pPacTBOpPUTENEH, BHIOpaHHBIX, HallpUMep, U3 CIHMPTOB, MMeromux 1-4
aTOMOB yTIJIepojia, TAKUX, KaK 3TaHOJI, TPOIMAHOJI U T. 1. , all(aTUYECKUX IPOCTHIX IPUPOB, TAKUX,
KaK JIUATUJIOBBIA 3(Up U T. 1. , TAJIOTEHUPOBAHHBIX YTJIEBOJIOPOIOB, TAKUX, KaK XJI0pohopM H T. II.,
u N, N- numerundopmamua U AUMETHICYIb(GOKCHIA. DTa peaklusi MOXKET ObITh OCYyIIECTBICHA
npu Temnepatype oT -20° C mo 70° C B TeueHue nepuona BpemeHHT oT 1 muH a0 168 yacos, a
HpeAnoYTUTENBbHO MpH Temrneparype oT -10° C no 40° C B TeueHue nepuoaa BpeMeHH OT 1 MHUH 110
72 gacos.



Korma wmumounsHas ¢opma (le) wuMeeT alKOKCHKApOOHWIIBHYIO —TpYITy, JJTaHHAs
AITKOKCUKapOOHMIIbHAS TPYTIa MOXKET THAPOIN30BATHCS B KAPOOKCUIIBHYIO TPYIIITY.

Peaknust ruaposinza MOKET TMPOBOAMTHCS C MOMOIIBIO 00paboTKu coeawHenus (le) B BOAHOM
pacTBOpe HEOPraHMUECKOM KUCIIOTHI, TAKOH, KaK COJISTHAsi KUCIIOTA, CEpHAsi KUCIIOTa, WM T. I. , K
OpPTaHMYECKON KUCIIOTBI, TAKOW, KaK TONWICYIH(POKUCIOTA UM T. 1. , pU Temreparype oT -10° C
JI0 TeMIIepaTyphbl MEPEroOHKH, a MPEANOYTUTENHHO OT -5° C A0 TeMIieparypbl IEPEroHKU, B TEUCHUE
nepuoaa Bpemenu ot 0,5 10 550 wacos, a npeamoututensHo, oT 0,5 1o 350 vacos.

B cooTBeTcTBUUM ¢ HACTOALIUM M300PETEHUEM, €CITU UCXOJIHOE COCIMHEHUE UMEET 3aMECTHUTEIb,
TaKoH, KaKk KapOOKCUJIbHAS TpyIIa, aMUHOTPYIINa, WIH T. . , TO IEpe] OCYIIECTBICHUEM HYKHBIX
peaKkuil MPeIMOUYTUTEIILHO 3alIUTUTh TaKyl (PYHKIMOHAIBHYIO TPYIMILY, MOCIE Yero 3allUTHYIO
rpynny ynamsaoor. C apyroid CTOPOHBI, peakius oOpa3oBaHHas aMHIUHA, peakius oOpa30BaHUS
UMHUJATa ¥ AHAIOTMYHBIC pPEAaKIHH MOTYT OBITh TPOBEICHBI 0€3 OJIOKMPOBAHHS TaKOM
¢yHKUMOHAIbHOW Trpymnmbl. B 3Tom ciiydae, OJOKMpOBaHHE NIEPBUYHOM WM BTOPUYHOM
AMUHOTPYIIIIBI MOXET OBITh OCYIIECTBJICHO C UCIOJIb30BAHUEM 3AIUTHOMN TPYMIIbI, TAKOM, KaK TPeT-
OyTOKCUKapOOHWI, OEH3UITOKCUKAPOOHIII, P-HUTPOOSH3UIOKCUKAPOOHMII, TPU(PEHUIMETHII, WU T.
.

Kpome Toro, ankokcukapOOHUI-3aMEIIEHHOE COSAMHEHNE MOKET ObITh MOJYy4YeHO, HAIpUMeEp, B
COOTBETCTBUU C HIDKEIPUBEICHHOW PEaKIIMOHHONH CXEMOM, IMOCPEJICTBOM IPOBEICHUS THUIPOIH3a
CIIO)KHOTO 3¢upa TOCIe peakuuu OoO0pa3oBaHHWS aMUAWHA WM HMHUAATa, C TOCIETYIONIEH
nepescrepudukanuei, ecim 3To He0OX0UMO:

O(CH,) coor’
NC“(CH ) -@ -(CH.) -Y (B)
2 2 n
1) R°oH/H'
2) OH
O(CH,) COOH
E\S
. (CH,), X-(CH)) -Y (7)
R°0
NH
3
O(CH,) COOH
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(CH,), X-(CH,)) -Y (1g)
HN



B BblmenpuseneHnbix Gopmysax R sBaseTcs aToMoM BOAOpOAa MM HUBIIMN aNKHJIBHOM
rpynmoii, RY sBnsercs nusnieit ankunbpHOM rpymoi, p ABiseTcs neibiM uncioM 1w 2, a R®, n,
XY

SIBJIAIOTCS] TAKMMH, KaK OHU OBUIH OIPE/IEIICHBI BBILIE.

To ecTs, HUTpHIOBOE coenuHenne dopmyns (6) moaseprator peakuuu co cruprom (R° OH) B
IPUCYTCTBUM TaJIOTEHBOAOPOJA, M IIOJYyUYEHHOE B DPE3YyJbTaTe COECJUHEHHE "MMUIAT, CIIOKHBIN
a¢up" THIPOIUIYIOT IMyTeM 00pPaOOTKH OCHOBAHUEM, MMOTyYasi POU3BOAHOE "UMHUAT * KAPOOHOBOM
kuciotel" (7), KOTOpOE 3aTeM IOJBEPraloT PEakiMd C aMMHAKOM, B PE3YJIbTaTe Yero MOIy4aroT
amuauHo3aMenennoe apomatuueckoe coenurenue (If). ITyrem ascrepudukanmu coemunenus (If)
nosy4arot coeaunenue (1g).

Peakuus Hutpuinosoro coeauHenus (6) co cmuprom (R® OH) MoxkeT OBITH OCYyLIECTBIEHA
MOCPEICTBOM B3aMMOJICHCTBUS YKA3aHHOTO HUTPHUJIOBOTO COeIUHEHHUS (6) ¢ SKBUMOJIAPHBIM HITH
130bITOYHEIM KonudecTBom crupTta (R® OH), mmetomero 1-6 aTomMoB yriepona, Takoro, Kak
METaHOJ, ATaHOJ, MpPONAaHOJ WM T. I. , B MPUCYTCTBUU TaJOr€HBOJOPOJAA, TAKOro, Kak
XJIOPOBOZOPOA, OpOMOBOIOPOX U T. 1. Eciit He0OX01uMO, MOXKET OBITh UCIIOJIB30BaH PACTBOPHUTED
WIA CMECh PacTBOPUTENEH, KOTOPBIE BBIOMPAIOT, HAIPUMED, U3 AMU(ATHUECKUX MPOCTHIX F(PHUPOB,
TaKWX, KaK JTUITUIIOBBIA 3(Up U T. II. , TAJIOTEHUPOBAHHBIX yIIIEBOJAOPOIOB, TAKHX, KaK XJI0podopm,
JTUXJIOPMETaH | T. M., aPOTOHHBIX PACTBOPHUTENEH, TAKUX, KaK OCH30J. DTa peaklus MOXKET ObITh
npoBeeHa mpu temneparype ot -10° C go 60° C B Teyenue nepuoaa Bpemenu ot 3 10 120 yacos.
[TpenmoutuTensbHO, €ciaM peakuus nporekaer npu temmneparype or -8° C go 30° C B TedyeHue
nepuojia BpeMeHu ot 10 10 96 yacoB B raJloreHUPOBAHHOM YIJIEBOJJOPOTHOM PACTBOPUTENIE, TAKOM,
KaKk xJIopoopM WIM JAUXJIOPMETaH, B MPHUCYTCTBHUH H30BITOYHOIO KOJMYECTBA METaHOJa WU
staHoia. [locie KOHIIEHTPUPOBAHUS U OCYIIKH NOJyYEHHONW PEaKIIMOHHOM CMECH, TBEPABIA OCTaTOK
00pabaThIBalOT KOHIIEHTPUPOBAHHBIM IIEJIOYHBIM PACTBOPOM JUJISl OCYIIECTBICHUS! HENTpaIu3auu
U CJI0KHO3(UPHOr0 TUAPOIIN3A, B pE3yJbTaTe Yero MOay4yaroT MPOU3BOIHOE "UMUAAT * KapOOHOBOM
KUCTOTHI" popmyIibl (7). DTa peakist MOXKET ObITh MPOBECHA, B OCHOBHOM, IIPU TEMIIEpaType OT -
10° C mo 60° C B Teuenue mepuoaa BpemeHu oT 0,2 1m0 5 4YacoB, MPEAMOYTHTETHHO MPH
temneparype ot 0 1o 25° C B teueHue nepuoaa Bpemeru ot 0,5 10 2 yacoB, B BOJHOM pacTBOpE
THJIPOKCUA HATPUS WU THAPOKCUIA KaTUsl.

Peakuust modydeHHOro TakuM o00pa3oM MPOU3BOJHOrO "HMUIAT KapOOHOBOM KHCIOTHI',
umetroniero dopmyny (7), ¢ aMMHAKOM MOET OBITh OCYIIECTBJIEHA, HAMPUMEpP, MOCPEICTBOM
B3aUMOJICHCTBUSL YKa3aHHOTO MPOU3BOMHOTO (7) ¢ XJOpUAOM aMMOHUS, aMMHaKOM, WIH C HX
CMECBHIO, B paCTBOPUTEJIE UJIM B CMECH PACTBOPHUTEIIEH, KOTOPbIE BEIOMPAIOT, HAPUMED, U3 CITUPTOB,
umeromux 1-4 atoMoB yriepoja, TakuX, Kak 3TaHOJI, MPOMAHON U T. II. ; anupaTHUECKUX 3(PHUPOB,
TaKuX, KaK TUITUIOBBIA 3(Up U T. 1. ; FTAJIOTCHUPOBAHHBIX YIJIEBOAOPOIOB, TAKUX KaK XJIOPOohopM
U T. . ; alPOTOHHBIX PACTBOPHUTENEH, TaKUX, Kak 0eH3oa u T. 1., © N, N- numerundopmamuia u
JUMeTUICyIb(okcuia. OTa peakius oObIYHO MpoTekaeT npu temneparype ot -10° C mo 140° C B
TedyeHue nepuoja spemeru ot 0,5 1o 200 yacos, a mpeANOYTUTENBHO NPH TemnepaType oT -8° C 110
30° C B Teuenwue neproaa Bpemenu ot 10 1o 96 wacos, B aTaHOIIC.



Dcrepudukarms amuanHo-coenuHenus: Gopmyssl (If) Moxer ObITH OCyIlIECTBIICHA, HAIPUMED, C
nomonipto peakimu coeauneHus (If) ¢ TmonmranuaOM, TaKMM Kak THOHWJIXJIOPH]I, THOHHIOPOMH,T
U T. 1. , B cnupTe ¢ 1-4 aTomMamu yriepoja, TakoM, KaK 3TaHOJ, MPOIMAHON U T. M. DTy PEaKIHio
OCYILECTBIISIIOT, B OCHOBHOM, mpu Temneparype ot 0°C 1o TemmepaTypbl NEpPEeroHKH B TEUEHUE
nepuoaa Bpemenu ot 10 mun 1o 36 yacos, npeanoururenbHo mpu Temmeparype ot 10° C go 60° C B
TeueHue neproa Bpemenu ot 10 Mmun 10 24 yacos.

Kpucramumsamus coemurenust ¢dopmynsl (1)  Hacrosimiero u300peTeHHs MOXKET OBbITh
OCYILIECTBIICHA, HapUMep, ImyTeM 00paboTKH PEaKklMOHHOTO pacTBOpa MOCIE 3aBEpPIICHUS PeaKINH
cuibHOOCHOBHOM (OH-THIa) MOHOOOMEHHOW CMOJIOH, WUIM THAPOKCHIIOM HATPHsl, THAPOKCHIOM
Kamusi, ¥ T. I. , JUIsSl IOBEJICHUS 4YHClia JOOABICHHBIX coyiel mpennodrutesibHo a0 1. IomydenHsbrit
pactBop obOpabareiBatoT npu Temmneparype ot -10° C go 30° C, a nmpennourutensao ot 0° C o 25°
C, B BOZICe HJTM PAaCTBOPHUTENIE, TAKOM, KaK METAHOJI, TAHOJI, U30TPOIIAHOJI, alleTOH | T. I., HJIH B UX
CMecCH, MPEANIOYTUTETHHO B CMECH BOJIBI M 9TAHOJA.

[Mosy4eHHOE TakuM 00pa3oM apoMaTHYECKOe aMUAWHOBOE mpou3BoaHoe (hopmyisl () win ero
colib 00Ja/aeT MpeKpacHou u crenuduyeckoil CrocOOHOCThI0O K MHTHOMpOBaHUIO FXa U MOXeT
OBITh HCIOJIB30BAHO B KayecTBE AHTHUKOATYIUPYIOLIETO CpPEACTBA, a TaKKe B KauyecTBe
JICKapCTBEHHOTO CpEACTBA ANl NpOQUIAKTUKA U JiedeHHs TpomOo3a u 3MmOomuu. [lockonmbky
coeaunenue Gopmysbl (1) sBISETCS aKTHUBHBIM Ja)e MPH MEPOPaTLHOM BBEJACHHUU, TO OHO MOYXET
OBITh BBEICHO, KaK IMEPOpPaIbHO, TaK M HapeHTepaibHOo. CoelnHEHHE HACTOALIETO H300pETEHHS
MOYeET OBITh BBEJICHO B Pa3IMYHBIX 033X B 3aBUCUMOCTH OT CUMIITOMOB, BO3pacTa, Beca IMalueHTa
U npyrux ¢aktopoB. B ciydae mepopaibHOro BBeneHHs, OOBIYHAS 1032 YKA3aHHOTO COEIMHEHHS
coctapiseT oT 5 10 1000 mMr B neHb 711 B3pOCIIOTo YenoBeka, a npeanoururesbHo oT 10 mo 500 mr
B JICHb JUIsI B3pOCJIOro 4enoBeka. [IpumepaMu CTaHAAapTHBIX JEKAPCTBEHHBIX (POPM BBOJUMOTO
CpeICTBA SABIAIOTCS TaONETKH, KArlcCyibl, MOPOIIKH, TPaHyJdbl M T. M. , KOTOPhIE MOTYT OBIThH
W3TOTOBJICHBl C HUCIOJIB30BAHUEM OOBIUHO TMPUMEHSEMBIX J00aBOK, TaKUX, KaK HAMOJHHUTEIH,
3aMacIUBaTeN|, CBA3YIOIIME BEIIeCTBA U T. M. B cinyyae mapeHTepaabHOTO BBEACHHMSI, COCIUHEHUS
HACTOSIIETO W300pPETeHHUST MOTYT OBITh BBEJCHBI IyTEM IOJKOXHBIX WHBEKIUH, BHYTPHBCHHBIX
WHBCKIIUN WM BHYTPUBEHHBIX KalleIbHBIX BIMBaHUHN B 103ax, cocTaBisromux ot 0,1 mo 100 mr B
JieHb, a peanouruteibio ot 0,5 10 30 Mr B ICHB JUIsl B3POCIIOTO YEIIOBEKA.

[TockobKy CcOenMHEHHE HACTOAIIETO0 M300peTeHHs O00JIaZaeT BBHICOKUM aHTHKOATYJIHPYIOIIUM
NEeCTBHEM, OCHOBAaHHBIM Ha €ro mnpekpacHoi FXa- MHruOHpyromei akTHUBHOCTH, TO OHO HeE
OKa3bIBAeT BJIMSHHUS HAa TPOMOOILIUTHI, & MOXET OBITh HCIIOJNIB30BAHO IS JICYCHHS PA3IUYHBIX
3a00JeBaHN, BBI3BAHHBIX TPOMOO30OM WJIM 3SMOONMEH, TakuX, Kak IepeOpabHbIi HHQAapKT,
nepeOpabHblii  TpoM003, 1epeOpanbHast HSMOONUS, MPEXOoJdllee HapylIeHHE MO3TOBOTO
kpoBooOparenuss (TIA), wHbapkT MuOKapaa, HecTaOWIbHAsS CTEHOKapAus, WH(APKT JIETKHX,
SMOONMsT  JIETOYHOW apTepuu, cuUHApoM beprepa, TpoM003 TiayOOKMX BEH, CHHIPOM
JTUCCEMHUHHPOBAHHOTO BHYTPHUCOCYTUCTOTO CBEPTHIBAHUS WA TeHEepaTM30BAHHBIH
TPOMOOTEMOpParuuecKuil CHHAPOM, TPOMOOOOpa3oBaHHWE TOCIIC XHUPYPTHUYECKON oOleparuu Ha
COCyJax, BBEICHHE HCKYCCTBEHHOTO KJIallaHa, Ype3KOoXHas TpaHCIIOMUHAJIbHAs KOpOHapHas
aaruorutactuka (PTCA), wnu upe3kokHas TpaHCIIOMHUHAIbHAS KOpOHApHAas peKaHAIU3aIlHs
(PTCP), 3akymopka mocie TepeluBaHUs KpOBU, TPOMOOOOpa3OBaHHWE TMPU HCKYCCTBEHHOM
KPOBOOOPAIIIEHUH U T. II.



Jlis Gonee MOMHOM WIUIIOCTPALIMKM HACTOSILIETO HM300pETEeHUs HUXKE MPUBOASTCS CCHUIOYHBIE
PUMEPBI, TIPUMEPBI, WUTIOCTPUPYIOLIME HACTOAIEe M300peTeHHEe, W WCHBITATEIbHBIE MPUMEPHI.
OpHako, mpu 3TOM, HEOOXOAUMO MUMETh B BUJY, UYTO yKa3aHHBIC MPUMEPHI MPEICTABICHBI JIHUIIb C
[ENbI0 WITIOCTPAIlMK HACTOSIIET0 M300pETeHUs, HO HU B KOEM CiIy4ae He OrPaHHYMBAIOT €ro
o0bema.

CchL10YHBII npuMep 1. [Tomyuenue (5-umano-3-meTHia-2-
o6enzodypanmn)MeTunTprdeHuahochoOHUNXIOpUIA.

a) 13,31 r 2-anerun-4-6pomodenona, 11,0 r stunbpomoanerona u 9,7 6e3BogHOr0 KapOoHaTa
KaJusi HarpeBaii ¢ OOpaTHBIM XoJNOoAWJIbHMKOM B /70 M ameroHa B TedyeHHWE 2 YacoB.
HepacTBopuBmnecss BemiecTBa yAasuld MyTeM (QUIbTpanuM, a TOJXYYeHHBIH QUIbTpAT
KOHIIGHTPUPOBAIH M ocymanu. OCTaToK pacTBOPSUIM B XJOpodopMe, IPOMBIBAIM BOJOH, a 3aTeM
ocymanud s yganeHus pactBoputens. OOpaOoTaHHBIA TakuM 00pa3oM OCTAaTOK IPOMBIBAJIH
CMEIIAaHHBIM PACTBOPHUTEIEM, COCTOSALIMM W3 J3TaHOJIa M H- TeKcaHa, a HEePaCTBOPHBIIUECS
KPUCTAIIJIBI BBIACISUIN MyTeM (uibTpauuu. B pe3ynpraTe onucanHoM npouenypsl noiayyanu 16,82 r
9TUN 2-anetun-4-6poModeHns oKkcralerara B Biae OSCIBETHBIX MIACTUHYATHIX KPUCTAUIOB. T. T
66-68° C.

b) 16,8 r stun (2-auetun-4-6pomModeHuT)OKCHaIIETaTa, TOJYYSHHOTO COTJIACHO MPOIEAypa,
onucaHHOH B ctaauu (a), pactBopsui B 100 Mt 6€3BOHOTO 3TaHOJa, B KOTOPOM IPEIBAPUTEIBHO
pactBopsi 1,2 T MeTalNTM4ecKOro HaTpusl, ¥ MOJYYCHHBIH pacTBOP Pa3MEUIMBAIN MTPH KOMHATHON
temneparype B Teuenue 1,5 waca. PeakumoHHBI pacTBOp BBUIMBAIH B BOJAY W IKCTPArHpPOBAIH
STUJIALIETATOM, a IOJYYEHHBIM OPraHUYECKUM CIIOM MPOMBIBAIM BOJOM M 3ateM ocymanu. Ilocie
OTTOHKH PACTBOPUTENS, OCAXACHHBIE KPHUCTAUIBI COOMpanu myTeM (QUIbTpaluu U MPOMBIBAIH
ATAHOJIOM, B Pe3yJIbTaTe Yero Mmojydyauu 5,3 T 3Tui 5-6pomo-3-meTni-2-6eH3odypankapOokcunaTa
B BU/Ie OECIIBETHBIX TOHKMX MIOJIbYAThIX KpucTauioB. T. mi. 96-97° C.

'H-AMP (CDCl3) &: 1,44 (3H, 1, J = 8 I'n); 2,54 (3H, c); 4,45 (2H, k8. , J = 8 T'n); 7,43 (2H);
7,73 (1H, ¢).

c) B motoke azora, 4,9 r 3Tni-5-6pomo-3-metni-2- 6eH3opypankapOOKcHUIaTa, HOIYYEHHOTO B
COOTBETCTBUH C Tporeaypoid, onucanHoi B craguu (D), 2,0 r uuaHuaa mMeam ¥ KaTaTUTHYSCKU
s dekTuBHOE KOMMYeCcTBO cyibdara memau pasmemuBaad B 40 mu N-MeTwi- 2-muppoiuaoHa B
tederne 6 gacoB mpu 200° C. Iocie oxmakaeHUs, PEaKIMOHHBIA PacTBOP BBUIMBAIM B BOIY, a
HEpaCTBOPHMBIEC BEUIECTBA ynasuIu myTeM (uibrpanmn. [lomydeHHbI GuiabTpaT SKCTparupoBam
ATUJIAIETATOM, & OPTAHUYECKUIN CIION MPOMBIBAIM BOAOU, KOHIICHTPUPOBAIH, OCYIIATN U COOMpau
OCaXkJIeHHbIE KpUCTaJUIBl. B pe3yibrare 310l mponenypsl nonydaiu 3,16 r stun-5-uuano-3-meTun-
2- OeH3odypaHkapOOKcHiIaTa B BUJE cIerka KOpUYHeBaThIX kpucTtayuioB. T, mi. 156-158° C.

'H-AMP (CDCl3) . § 1,45 (3H, T, J= 8,0 I'm), 2,60 (3H, c); 4,45 (2H, 8. , J = 8 T'm); 7,67 (2H),
7,99 (1H, c¢).

d) 3,1 r otun 5-mano-3-mMeTHI-2-0eH30(pypaHKapOOKCHIIaTa, TOIYYEHHOTO B COOTBETCTBUH C
Ipolelypoid, ONMcaHHOM B ctaauu (c), pactBopsuid B 60 mi terparuapodypana. K momyueHHOMY
pacTtBOpy JM00aBIsUIM, OXJIaxaas Npu 3ToM JbaoMm, 2,1 r wmomuma kameius (4H 0), 0,63 r
Ooporuapusa HaTpuss W KaTaguTHuecku >S(PQexkTUBHOE KOIMYEeCTBO OuKapOoHaTa HaTpusl.
[Tony4yeHHYI0 CMech pa3MelIMBaIM TMPH KOMHATHOH Temrieparype B TedeHne 18 dacoB, 3aTem



no6apmsum emie 2,1 r noguaa kanenus (4H20) u 0,63 r 6oporuapuia HaTpUs, ¥ pa3MEIINBAINA TIPU
KOMHATHOU Temrnepatype eme 18 gacos.

[Tonmy4yeHHBI peakMOHHBIA PACTBOP pa30aBIIsIM STHIIALETATOM, MPOMBIBAIM BOJOH, a 3aTeM
OCyllalyd TyTeM yJaieHusi pactBoputess. [lomydeHHBIH TakuM 00pa3oM OCTaTOK MOABEPraju
KOJIOHOYHOM Xpomarorpaguu Ha CHIUKareie, sioupys xiopodopmom. B pesynbrare 31O
MIPOIIe Y PHI MOJTy YT 1,96 r OUYHILIEHHOT'O 2-TUAPOKCUMETHIT-3-METHII-5-
O0eH3o0(hypaHkapOOHHUTpHIIA.

H-IMP (CDCls) 6 : 1,8 (1H, mmp. ¢); 2,28 (3H, c; 4,78 (2H,¢);7,52(2H),7,82(1H,c).

e) 1,92 r 2-ruapoxcumernii-3-MeTHII-5-0eH30(pypaHKapOOHUTPHIIA, TOJTYYEHHOTO COTJIACHO
nporeaype, onucanuoi B craauu (d), modasmsum k 50 M auaTHIIOBOTO 3(hUpa, a 3aTeM J00aBIISIH
3 Kamu nupuauHa U 1,65 M1 THOHWIXJIOpHIA, OXJIaXkAas IPU STOM JIbJOM, U MOJIyYEHHYIO CMECh
pa3MermMBalid MPU KOMHATHON TemmepaType B TeueHue 4,5 dyacoB. PeakuuoHHBIH pacTBOp
BBUTMBAIIM B JICJSHYIO BOJYy M SKCTPArHpOBAIU XJIOPOPOPMOM, a MOTYyUYSHHBIH OpPraHUYECKH CIIOH
MIPOMBIBAIA TIOCTICIOBATEIHPHO BOJIOHN, HACKHIIIEHHBIM BOIAHBIM PacTBOpPOM OWKapOOHATa HATpUs U
BOJIOM, a 3aTeM KOHIIEHTPUPOBAIX M ocymanu. B pesymnbrate 310l mponenypsl noixyvanu 1,68 r 2-
XJIOPOMETHII-3-METHII-5- OeH30(ypaHKapOOHUTPHIIA.

f) 168 r 2-xmopomerni-3-meTui-5-6eH30(ypaHKapOOHUTPHUIA, MMOJYYEHHOTO COIJIaCHO
npoueaype, omnucaHHod B craguu (e), u 3 T TpudenundochuHa HarpeBalii ¢ OOpPaTHBIM
XOJIOMMJIBHUKOM B KCHJIOJIE B TeueHue 5 yacoB. [locne oxmaxxaeHus, OCaKICHHbIE KPUCTAILIbI
coOupanu nyteMm (GUIbTpAllMM, ¥ MOTydanu B pe3ynpraTe 3,63 r meneBoro coeauHeHws. T. mi.
>270° C.

H-IMP (CDCls) & : 2,0(1,5H, ¢); 2,04 (1,5 H, c); 6,09 (2H, x, J = 16 T'n); 7,7 (18H, m).

Ccputounsii  mpumep 2. Ilomyuenue (5-umano-3-6eH30dypanun)meTHaTpudeHuIpochoHms
Oopomuia

a) 12,15 1 otun 5-mmano-3-MeTwi-2-0eH30dypaHkapOOKCcHiIaTa, IMOJYYCHHOTO COTJIACHO
nporeype, OMMcaHHON B craauu (c), ccbutoyHoro mpumepa 1, pactBopsuin B 60 M sTanona, a
3areM a00aBmsud 5 T ruapokcuna Hatpus W 100 Ma BomBI, mMocie Yero IMONydeHHYI0 CMECh
pazmermBanu npu 30-40° C B Teuenue 2 yacoB. [locne oxmaxaenust mpaoM, pH peakImoHHOTO
pacTBOpa JOBOAWIM 10 2 ¢ momolnsio paszdasinennoir HCl, u ocaxkiaeHHble TakuM 00pa3om
KPUCTAIJIBI cOOMpany myTeM (QUIbTpaIK U ocyland. B pe3ynbraTe 3TON mpolexypbl MOTydain
10,6 r S5-umano-3-metun- 2-6eH30pypaHKapOOHOBOW KHUCIOTBI B  BHUAE OECIBETHBIX
pu3MO00pa3HbIX KpuctaiwioB. T. I : (cyomumarus nipu 275-285° C).

'H-IMP (CDCls) & : 2,54 (3H, c), 7,88 (2H); 8,44 (1H).

b) 10,64 r 5-umaHO-3-mMeTHI-2-0€H30(pYpPaHKapOOHOBOH KHCIIOTHI, TOJYYEHHOW COTIACHO
IporeAype, OMMCAHHON B cTanuu (a), U 2,5 © MEJHOTO TOpOoITKa J00aBISUTA K 65 MJI XHHOJIMHA, U
nosydeHHyro cMech pasmemuBam 30 muayT Tipu 210° C. Tlocie oxiaxkaeHus JIASTHOW BOJOW U
nosenennss pH 1o 1 ¢ momomnipio HCI, peakimoHHYI0 CMECh 3KCTparupoBaiid XJIOpOopopMoM, a
OpraHUYECKUN CJION OCyIIaNy IpU MOHMKEHHOM JAaBiieHuu. [lomydeHHbIN TakiuM 00pa3oM OCTaToOK
MOJIBEpraju XxpoMarorpaduu Ha KOJOHKE C CHIIMKAreJieM, dIIIOUpYs ToIyolloM. B pe3ynbrate 3T0it
nporexypsl noiayyanu 6,89 r ounmeHHoro 6ecuseTHoro 3-metui-5-6ensodypankapbonurpuna. T.
1. 73° C.

LH-IMP (CDCl3) & : 2,26 3H, 1, J = 1,5 I'm), 7,53(3H);7,85(1H,c).



¢) 7,28 v 3-merun-5-6en3o0dypankapOOHUTPHUIIA, TTOJIYYSHHOTO COTJACHO OMHCAHHWIO B CTAIUH
(b), pactBopsiii B 50 M1 TeTpaxjopMeTaHa U HarpeBalid ¢ OOPATHBIM XOJIOIMILHUKOM B YCIIOBHSIX
cBeTOBOro obiryueHus. K mosyueHHOMY peakiMOHHOMY PAacTBOPY MOCTENEHHO J00aBIsUIM CMECH,
cocrosimyto u3 8,25 r N-Opomocykimaumuaa u 160 r 2,2-a3o0uc-uzobyrmionutpuna. Ilocie
HarpeBaHusi ¢ OOpaTHBIM XOJOAMJIBHHUKOM B TE€YEHHE 3 YAcOB, OCAXKIECHHBIH MaTephall YIS
nyteM (GuUIbTpaluu, a MOJyYeHHbIM (uiabTpar ocymanu. OCyIIEHHBI OCTaTOK OYHWIIAIU C
MOMOIIBI0 XpOMaTorpaguu Ha KOJIOHKE C CHJIMKAreJieM, UCIONb3ysl B Ka4eCTBE AJIIOEHTA TOIYOJ, U
nojay4yaad TakuMm obOpazom 8,65 r cmecu (2: 5) mcxogHoro marepuaia U 3-OpoMOMETHI-5-
oenzodypankapoonutpuia. 8,65 r MOIYy4EeHHOTO TakuM OOpa3oM CHIPOro OPOMOMETHIIOBOTO
COCIMHEHUS PACTBOPSUIM B KCHJIONE, 3aTeM K TOJIy4eHHOMY pacTBopy noOaBmumn 10 T
tpudenmndocduna, u nomyyeHnyro cMmech HarpeBanu B TeueHne 20 munuyt. Ilocne oxnaxmeHus
0CaJIOK coOMpay myTeM (PIIIBTpAIAH, B pe3ysibTaTe 4ero noiydanu 14,73 r meaeBoro CoOeuHEHUS
B BUjIe OeCIBETHBIX KpUCTaLIOB. T. . >290° C.

H-IMP (CDCls) & : 5,88 (2H, 1, J = 16 '), 7,0 - 8,0(19H,m).

Ccbuio4HbII npuMep 3. [lonyuenue (5-tmano-7-MeToKCH-2-
OoceH30ypaHmI)METIIITPUPEHIIIHOCHOHHITXTOPHIA.

a) 10,0 r 5-6pomo-2-ruapokcu-3-meTokcuOeH3anpaeruaa pactopsiiy B 39 mum N, N -
numeTuiopmMaMuia, a MoxydeHHbI pacTBop cMemmmBaiu ¢ 11,9 r 6e3BogHOro kapboHaTa Kajaus u
pa3MelMBalid MPU KOMHATHOM Temriiepatrype. 3ateM, IpHU TOH ke TemmepaType, K MOIy4YeHHOMY
PEaKIMOHHOMY pacTBOpPY Mo Karuie go6asisuiu 5,0 T xjopameroHa, U pa3MeIInBaliy eile OJUH Yac
npu nosbimieHHoN Temnepatype 80° C. IlomydenHslil pacTBOp pasz0aBisiiv sTuianeratomM u pH
JIOBOJIMJIM TI0 2 C TTOMOIIBI0 KOHIIEHTPHUPOBAHHOM COJITHOM KHCIIOTHI, 8 MTOJTYYCHHBIH OpraHMYeCKUM
cloi coOupanu. DTOT OpraHMYecKHil ClION ocyllaau IMyTeM OTTOHKM PAaCTBOPUTENS, a OCaJ0K
OUYMINAIA C TOMOIINBIO XpoMmarorpaguu Ha CWIMKareie, B pesyiprare dero nomyuywiu 4,0 r 2-
aneTni-5-6pomo-7-merokcudenzodypana. T. . 107-109° C.

'H-IMP (CDCls ) 5: 2,62 (3H, c); 3,83 (3H, ¢); 7,02 (1H), 7,39 (2H).

b) K 107,6 mut 5 H BogHOTO pacTBOpa THAPOKCHIA HATPHSI MO Karute gobasisuim 26,8 r 6poma mpu
temneparype -5° C unu Huxke. 3aTeM, K 3TOMY pacTBOpPY MeajeHHO mo Karie no6asmsau 100 mn
pacTBopa  guokcaHa, comepxkamero 150 r  2-metmn-5-Opomo-7-MeTokcu-6enzodypana,
MOJYYeHHOTO COTJIACHO TMIpOleaypa, omucaHHoi B cramuu (a). [locnme 3aBepmieHust 3TOTO
00aBJICHHS, TEMIIEPATYPy PEAKIIMOHHOTO pacTBOpa MocTerneHHo moBwimanu g0 60° C, u 3ateM
pasmemmBanu B TeueHne 30 munyT. [locne oxmaxaeHus: pH momy4eHHOro peakImOHHOTO pacTBoOpa
JIOBOJMIM J0 2 C MOMOUIbIO KOHIIEHTPUPOBAHHON COJISHOM KHCIIOTBHI, @ 3aTe€M SKCTParupoBaJIH
sTrnaneraToM. [lomydeHHbI OpraHndecKuil ClIoi KOHIIEHTPUPOBAIH 10CYXa, U OCAXKIEHHBIE TAKUM
0o0pa3oM KpHCTaIbl coOupanu myTeM (uiabTpanuu, B pe3yjbTaTe 4ero mojyyaau S-Opomo-7-
METOKCH-2-0eH30(hypaHKapOOHOBYIO KHCIOTY. DTH KpUCTAIUIbI cycrienaupoBanu B 200 mi sTaHoNa,
U pa3MelInBas MpPH KOMHATHOM TeMIiepatype, K STOW cycmeH3uu mo Karuie mobaBmsuin 10
THOHWJIXJIOpUA. PeakIMOHHBIN pacTBOp HAarpeBajid ¢ OOpPaTHBIM XOJOAMJIBHHKOM B TEYCHUE 2
gacoB. [locie oxmaxkneHus, 3TOT PEaKIMOHHBIA PacTBOp HEWTPATM30BaJIM HACHIIIEHHBIM BOJIHBIM
pacTBopoM OmkapOOHATa HATPHSs, 3aTEM CMEIIMBAJIH C BOJIOW, U OCAXJICHHBIE KPUCTAJITBI COOUpAITH
nyteM QuibTpanun. [lomydeHHbIE KPUCTAUTBI OYWIIATM Ha XPOMAaTOrpadUvecKoil KOJOHKE C



CUJIMKaresiaeMm, JSJoupys xiopodopmoMm, W moiaydanu B pesyiabrare 11,33 r stun 5-6pomo-7-
MeTOKCH-2-0eH30(ypaHkapOOKcHiaTa.

'H-IMP (CDCls) §: 1,41 (3H, 1, J = 7,10 I'y); 4,00 (3H, ¢); 4,43 (2H, k8. , J =7 I';y); 7,02 (1H,
n); 7,39 (1H, n); 7,42 (1H, c).

c) cmech, cocrosimas u3 2,0 r stun 5-6pomo-7-meTokcu-2- OeHzodypaHkapOOKcuiara,
HOJIY4E€HHOTO B COOTBETCTBHU C MpOLeypo, onucanHoi B ctaauu (b), 1,26 r unanuna meau, 100
M1 M-MeTHI-2-IUppONIUJOHAa M KaTaIuTHUecKu 3(dexkTuBHOro komuyecrta cynbdara menu,
pasmemuBayin B TedeHue 2 dvaca npu 180-190° C B motoke aprona. Ilocie oxnmaxiaeHus, K
PEaKIIMOHHOMY PacTBOPY J00aBJsLTH CMech Toiyosia u stuianerara (1: 1) u Boxy mjist yAajaeHus
HEPACTBOPHBILETOCS MaTepHaia, a MOJyYeHHBIH OPraHUYEeCKUN CIIOW MPOMBIBAIM BOJOH, M 3aTEM
ocymanu. [locie OTTOHKH pacTBOPUTEINIS, OCAXKICHHBIC KPUCTAILTBI COOUpaTH myTeM (UIbTPAIINH,
NPOMBIBAIA OATAHOJIOM M TOdy4aidn B pesyabrare 1,2 T 93Twi 5- 1MaHO-7-METOKCH-
OceH3odypaHkapOoOKcuiIara.

'H-IMP (CDCI) 6: 1,43 (3H, 1, J = 4,06 (3H, ¢); 4,46 2H, 1, J = 7,0 T'n); 7,10 (1H, 1, J = 1,0
I'n); 7,53 (1H, c¢); 7,64 (1H, n).

d) 8,55 r oatmm 5-nmaHo-7-mMeTokcH-2-0eH30(ypaHKapOOKCcHiIaTa, MOJAYYSHHOTO COTJIACHO
poLeaype, OMUCAHHOH B cTaauu (¢), pactBopsiu B 250 M rerparuapodypana. [Ipu oxnaxaeHUH B
JensHOW OaHe, MOJy4YeHHBIH pacTBop cmemuBaiu ¢ 13,74 r wommpma xameims (4H 0), 2,12 r
Ooporuapuia HATPUS U KATATUTHYECKH S((EKTUBHBIM KOJUYECTBOM OWKapOOHATa HATPHUS, H
MOJYYCHHYIO0 CMECh pa3MEIIMBaIM MPH KOMHATHOM Temneparype 1,5 ywaca, mocie yero noGaBiisiiu
13,74 r womuaa kampius (4H20) m 2,12 r OGoporuapuma HaTpus, W TOJYYCHHYIO CMECh
pa3MelBalii TP KOMHATHOM TemIieparype emie oauH 4yac. [Ipu oxnaxneHuu B jeasHol Oane, pH
PEAKIIMOHHOI'O PacTBOpa JAOBOAMWIM J0 2 C MOMOIIBIO KOHIIEHTPUPOBAHHOW COJSTHOM KHCIIOTHI, a
PacTBOPUTEINb yAAISUTH MyTeM TUCTHIUIAIUU. OCTaTOK SKCTPArHpOBaIN XJI0PO(hOPMOM, IIPOMBIBAIIN
BOJIOM, ¥ OCYIIIAJIi MyTeM OTTOHKU pacTBopuTeis. [lomyueHHbI TakuM 00pa3oM OCTaTOK OYHINAIN
C TIOMOIIBIO KOJIOHOYHOW XpomMaTtorpaduu Ha CHIIMKAarele, UCMOJb3Ysl, B Ka4eCTBE DIIIOEHTa CMEChH
xyjopoopMa W ITaHONA, W TONy4Yaan B pesynbrate 1,96 r 2-THAPOKCHMMETHII-7-METOKCH-5-
OeH3odypaHkapOOHUTpHUIIA.

T.m. 149-150° C.

'H-AMP (CDCl3 ) & : 2,17 (1H, 1, J = 6,1 T';r); 4,02 (3H, c); 4,80 (2H, 1, J = 6,1 I'm); 6,71 (1H,
¢); 6,99 (1H, n, J=1,3Tm); 7,50 (1H, n, J = 1,3 I'y).

e) 50 r 2-ruapokcuMeTHiI-7/-MEeTOKCH-5-0eH30()ypaHKapOOHUTpUIIA, TOJYYEHHOIO B
COOTBETCTBHUH C Tpoleaypol, onucanHoi B cramuu (d), pactBopsuin B 100 mut quatunoBoro s¢wupa,
a 3areM J00aBIIsIM HECKOJIBbKO Kamnenb nupuanHa. Oxyax/jas Ha JelssHol O0aHe u pa3MemuBas npu
ATOM, K TIOJYYEeHHOMY pacTBOpY Mo Karuie nodasisii 5,86 T tnonmmxmopuna. [locne nobasienus,
TEMIIepaTypy MOJIYYSHHOTO pAcTBOpa ITOCTEIIEHHO ITOBBIIIATHN J0 KOMHATHOW TeMIepaTypbl, H
MIPOJIOJDKAIT Pa3MENIMBaTh IPU KOMHATHOW Temreparype eme 1 gac. [Ipu oxnakaeHnn Ha JeAsTHOI
0aHe, K PEAaKIMOHHOMY pacTBOPY A00aBISUIM BOAY, W OOPA30BABIIMICS OPTaHUYECKUHA CIION
coOMpany, NpOMbBIBAIN BOJIOW, @ 3aT€M OCYIIAIN MyTeM YJaJeHHUsI paCTBOPUTEIIS, B PE3yJIbTaTe Yero
HOJy4alnu 2-XJIOPOMETHII-/-MeTOKCU-5-0eH30¢ypankapooHuTpui. [lonmydyeHHoe TakuM o0pa3zom
XJIOpOMETHIIOBOE coenHenue u 9,67 r tpudenmnpocduna HarpeBaau ¢ 0OpaTHBIM XOJIOIUIBHUKOM



B 50 Mn kcunona B Teuenwe 18 wacom. [locnme oxmaxkaeHus, OCaXJACHHBIE TaKUM OOpa3oM
KPHUCTAJIBI COOMpAH MyTeM (pUIbTpally U Nody4ain B pesyibrare 10,54 T reneBoro coeuHeHuUsI.

'H-AMP (IMCO-d ) ¢ : 3,89 (3H, c); 5,6-6,0 (2H, mmp. c).

Ccputounsiii npumep 4. Ilonyuenne (5-umano6enso [b] tuen-2- uwnm)merunrpudennndochonns
XJIOpUA.

a) 8,13 r 5-6pomocanununansaeruaa pacrsopsuii B 100 mur anerona, a 3arem gobasisu 6,7 T
0e3BojiHOrO KapOoHaTa Kanmus. Pa3MemmuBas Tpu KOMHATHOW TeMmImepaType, K IOIyYCHHOMY
pactBopy moGaBmsii 5,0 T N, N- muamerunTHokapOaMOWIXJIOpHAA, TOCIE YEro MpOoa0oDKaIn
pa3MemuBarh eme JBa Yaca. [lomy4eHHBId peakIMOHHBIA PacTBOP BBUIMBAIM B JICJSHYIO BOAY, a
OCaXKJICHHBIC TAaKUM 00pa3oM KPHCTAILIBI cOOMpany myTeM (puiabTparmu, OCylIaan U MOJydalld B
pesyabtare 9,2 r 5-6pomo-2-[N, N - tumeTHITHOKapOAMOMIT)OKCH | OEH3alIbAerH A,

T.mn. 141-143° C.

UK(KBr): 1690, 1596, 1546, 1470, 1396cm™

'H-IMP (CDCls) & : 3,42 (3H, ¢); 3,47 (3H, ¢); 7,03(1H, 1 J = 8,3T'w); 7,72 (14, 11, J=8,3 1 2,2
I'm); 8,01 (1H, 1, J = 2,2 T').

b) 9,0 r 5-6pomo-2-[(N, N-gumermnTHOKapOamMoOMI)oKCcH| -OCH3AIbACTHAA, MOIYYCHHOTO
COTJIACHO OITMCAHUWIO B CTAJIMU a), PACIUIABJUIA IIyTeM ero HarpeBanus B TedeHue 10 MuHYT Ha
macissHol Oane mpu 210-220° C. IMomydeHHBI MPOAYKT pacTBopsuii B 1 Mil Toiyosa, a 3aTeMm
nobapisii 6 M MeraHosa. OCaXACHHBIE TaKMM O0pa3oM KPHCTALIBI COOMpAIM IyTeM
bunpTpanuu, u nomydand 4,0 © ceiporo  5-6pomo-2-[(N, N- guMeTHiIKapOaMOMII)THO |
OeH3aIbIErUAA.

T.mn. 118-120° C.

UK(KBr); 1677, 1365, 1185 cmt

'H-IMP (CDCls) & : 3,09 (6H, c); 7,31 (1H, 1, J = 9,6 I'n); 7,70 (1H, a1, J=9,6 u 1,8 I'y); 8,14
(1H, n, J=1,8 I'm), 10,25 (1H, c).

c) 21,0 r 5-6pomo-2-[(N, N-mumeruikapdbamownn)Tro] OeH3aibaeruaa pactBopstiii B 50 mu
meTmiopropopmara. [lomydennsiii pactBop cmemmBaim ¢ 1,0 ¢ p-TomyoncynbdoHara, a 3aTeMm
HarpeBaiu ¢ oOpaTHbBIM XonoawibHuKOM 50 mMunHyT. [locie oxiaxkaeHus, peaKIIMOHHBIA PacTBOP
BBUIMBAJIM B HACBIICHHBIA pacTBOp OWKapOOHATa HATPHUS M OKCTPATHPOBAIA  OCH30JIOM.
ITomy4yeHHBIM OPraHUYECKUH CIION OCYIIAIH IyTeM ylaajaeHus pacTBopurels. [lomydeHHsli ocanok
pactBopsuii B 100 Mn MeTaHoMa, mocie yero 7o0aBsuid 37 MI 2H TUAPOKCH/IA HATPUS U HarpeBalu
¢ 00paTHBIM XOJOJUJIBHUKOM B MOTOKE a30Ta B TeueHue 1 vaca. [locie oxmakaeHus, MOIyIeHHBIH
PEaKIMOHHBIN PAcTBOP KOPPEKTUPOBAIM A0 moiydeHus pH 1 ¢ mOMOIIbI0 KOHIEHTPUPOBAHHOMN
COJITHOM KHUCIJIOTBI, AKCTPAarupoBaid OEH30JI0M, a 3aTeM OCyIIadd C YAalleHHEM pPacTBOPUTEIIS.
Ocayok pactBopsutt B 20 MJI arieToHa, W IO Karuie Jo00aBJsUM MPH KOMHATHOHM TemIiepaTrype, K
pa3MeIrIaHHoN cMecH, cocTosmei u3 6,74 T xmopoarerona, 22,1 r 6e3BoHOTO KapOOHATa KaHs, U
150 mn amerona. [locie 30- MHHYTHOTO pa3MeNIMBaHUS, PEAKIIMOHHYIO CMECh HarpeBad C
oOpaTHBIM XoJMOAWILHUKOM B TedeHne 30 muuyT. Ilocnme oXmaxkIeHUs HEPaCTBOPHUBITUECS
MaTepHaibl YOI TMyTeM (QUIbTpAIMU, W TONYYECHHBIH (QUIBTPAT KOHIICHTPUPOBAIHM JOCYyXa.
OcTaToK OuHIIallv C MOMOIIBI0 KOJOHOYHOW XpoMmaTtorpaduu Ha CUIMKArele, SIIUPYs TOIYOJIOM,
Y TIOMyYEHHBINH MPOIYKT MEePEKPUCTAIUTM30BBIBATIN M3 ITAHONA, B Pe3yJbTaTe yero moaydaiu /7,5 T
2-aretnin-5-6pomo6en3o o Tuodena. T. mi. 120- 121° C. UK (KBr): 1668, 1512, 1326, 1266 emL.



L H-sIMP (CDCls) s : 2,67 (3H, c); 7,54 (1H, an, J = 8,8 u 1,8 I'n); 7,75 (1H, 1, J = 8,8 I'n); 7,85
(1H, ¢); 8,03 (1H, n, J = 1,8 I'y).

d) PasmermBas, 54 mi Opoma mo Karuie J00aBIsIM K 5 H BOJHOMY pPacTBOPY THAPOKCHIA
HaTpUs, KOTOpBIH ObLT oxJtaxaeH 10 -5-0° C. K aToMy pactBopy, Iipu temmneparype -5° C niu Huxe,
no kamie no6apmsuii 50 MI JMOKCaHOBOTO pacTBopa 2-aretuii-5-0pomobenso /b/ tuodena,
MOJTy4EHHOTO COTJIACHO omucanuio B craguu (c). [lomydernyto cMech pa3memuBanu B TeueHue 30
MHUHYT Ipd KOMHATHOH Temmeparype, a 3ateM B Tedenune 30 munyt nipu 50° C. Ilpu oxmaxaeHuu
JapI0M, pH peakiroHHOrO pacTBOpa IOBOIMIN JO 2 C TOMOIIBI KOHIIEHTPUPOBAHHON COJISTHOM
KHCJIOTBI, @ OC&XICHHbIC KPUCTAUIBI COOMpayd IyTeM (QWIBTPAlMM W TPOMBIBAINA BOJOM.
[Tony4yeHHbIE TakuM O0pa30M KPHUCTALUIBI PACTBOPSUIM B JTWJIALIETATe, W PACTBOP OCYIIAIN H
KOHIICHTpUpOBaIH. (OCaXICHHbIC KpPUCTAJUIBI COOHMpald TyTeM QHIBTPAUd ¥ MPOMBIBAJIH
TOJIYOJIOM, B pe3yJibTare uero mnojy4danu 6,6 r 5-6pomobenso[b] tnoden-2-kap6oHoBoit kuciots. T.
. 238-241°C.

UK (KBr); 1671, 1554, 1518, 1443 cmt

'H-IMP (CDCls) & : 7,57 (1H, nn, J = 8,6 u 1,8 T'y); 7,82 (1H, 1, J = 8,6 I'); 8,00 (1H, c); 8,07
(1H, o, J = 1,8 I'm).

e) 6,4 r 5-Opomoben3o[b] THOdeH-2-KapOOHOBOW KHUCIOTHI, monydeHHOW B craauu (d),
cycnennupoBanu B 250 mi stanona. Oxnaxjas Ha JeIIHOW OaHe W pa3MelnBas, K MOJYyYSHHOM
cycrneH3uu Mo kKame no0apmsuin 4,45 T THOHMIXJIOpUIA, a 3aTeM HarpeBald C OOpaTHBIM
XOJOAWILHUKOM B TeueHue 1 vaca. [locie 4ero k mojsydeHHON CMECH, OXJIaKIasi IPU 3TOM JIbJIOM,
no karuie no6aBisuim 8,15 T THOHMIXJIOpHIA, a 3aTeM HAarpeBald C OOPaTHBIM XOJOIMILHHUKOM B
TedyeHue 2 yacoB. [loy4eHHBI PeaKIMOHHBIM PACTBOP KOHIEHTpUpOBaU, a pH moBommmm 10 9 ¢
MOMOIIBIO HACHIIIEHHOTO BOJHOTO pacTBopa OukapOoHata HaTpusi. OcaxJA€HHbIE KpPUCTAJLUIBI
cobupam myteM (uiabTpanuu, ocymanu W momydanu 7,0 T 3TWI-5-0poMoOeH30 o THOodeH-2-
kapOokcmiaTa. YacTh MONYYEHHOTO TakKMM OOpa3oM COEIMHEHHS IepPEeKpUCTAJUITM30BBIBATIN W3
METaHOJIa H MOJTyJalld UTrojib4aTeie Kpuctamisl. T. it 94-95° C.

'H-IMP (CDCls) 6 : 1,42 (3H,1,J=7,0Tn); 441 (2H, k8., J=7,0T1); 7,54 (1H, a1, ) = 8,8 u
1,8 T'm); 7,73 (1H, 1, J = 8,8 I'm); 7,96 (1H, c); 8,01 (1H, m).

f) 7,0 r stun-5-6pomobenso[b] TrodeH-2-kapbokcunara, monydeHHoro B craauu (a), u 54 r
nuanuaa mMeau cycrnenaupoBanu B 70 Ma N-MeTui-2- mupposMaoHa, U MOJYYEHHYIO CYCIIEH3HIO
pa3MermBaliv B TeYeHHe 2 4acoB pu HarpeBanuu npu Temmepatype 200° C B motoke azora. [locne
OXJIQX/ICHUS, PEAKIMOHHYI0 CMeCh pa30aBiisiM AITUJIALETaTOM, HEPACTBOPHUBIIMECS BEIECTBA
yAaIsUTd TyTeM (QUIbTpaluy, W MOJyYeHHBIH (UIBTPAT MPOMBIBAIM BOJIOW M ocymanu. [locie
OTTOHKH PACTBOPUTENS, OCAXKICHHBIE KPHUCTAUIBI COOMpanu myTeM (QUIbTpald U MPOMBIBAIH
9TAHOJIOM, B pe3ynbrare 4ero noiaydanmu 5,02 T 5-auanoOeH30 o TnodeH-2- kapOoKcuiara B BUIC
kpuctamios. T. rur. 138-139° C.

UK (KBr): 2232, 1728, 1262 cm™

'H-IMP (CDCls) & : 1,43 (3H, 1,3 = 7,0 I'n); 4,45 (2H, xB. , J = 7,0 T'y); 7,70 (1H, a1, J =9,0 m
1,8 '), 8,04 (1H, n, J = 9,0 I'); 8,08 (1H), 8,20 (1H)

g) K 150 mn terparmapodypana mobasmsin 4,92 r stun S-nmanHoOenso[b] tuoden-2-
kapOokcuiata, nomyuennoro B craauu (f), a 3arem mo6asmsmm 3,33 T moamna kaneuus (4H20).
Oxnaxnaas IbJOM M pa3MeIlnBas, K MOIydeHHO cmecu aobasmsiu 1,0 r Goporuapuaa HATpUs H



KaTauTUYeCKH 3(P(HEKTUBHOE KOJIMYECTBO OMKapOOHATa HATPHs, MOCIE YEro CMECh Pa3MElInBaIn
npyu KOMHAaTHOM Temmeparype B TedeHue 1 yaca. 3atem mobaBmsum emie 3,33 T HOAMIA KaJbIHS
(4H20), 1 K TOy4EeHHOW CMECH, KOTOPYIO OXJIaXKIadu Ha JICASHOW OaHe, pa3MelmBasi IpU 3TOM,
nobasmsin 1,0 r OGoporuapuaa HaTpus, IOCIE YEro CMECh pa3MENIMBAIM TNPH KOMHATHON
temneparype. Ilocne pasmemuBanust B Tedenue 1 gaca, k cmecu omsth qo6asisum 3,33 T HOAMIA
kanbius (4H20), a K oMy4eHHOW CMeCH, KOTOPYIO pa3MeIIuBas, OXJaXJIald Ha JIeAsHOW OaHe,
nob6asisiu eme 1,0 r Goporuapuia HaTpusi, MOCIE YEro CMECh pa3MEIIMBAIM IPU KOMHATHOM
temneparype eme 1 yac. [loaydeHHbIH TakuM 00pa3oM peakMOHHBIH pacTBOP pa30aBisuld BOJOH,
9KCTPAarupoBajIM ATUJIALIETATOM M OCYIIAIW JUIsl yJNAJEHUS PacTBOPUTEINA. 3aTeM OCaKJICHHbIE
KPUCTAIBI COOMpanu myTeM QUIbTPAMM W TPOMBIBAIIM CMEChIO OCH30J1a W H-TEKCaHa, B
pe3yabTare dero noiydanu 4,0 r 2-ruapokcumerunoensolb] tuoden-5-kapobonurpuia. T. mi. 78- 79°
C.

UK (KBr); 3496, 2236, 1026 cm™

'H-AMP (CDCls) & : 4,97 (2H, ¢); 7,26 (1H), 7,51 (1H, a1, J=8,3 u 1,8 I'n); 7,90 (1H, 1, J = 8,3
I'n); 8,03 (1H).

h) 4,0 r 2-ruppokcumermiioenso[b] THodeHn-5-kapOoHUTpHIa, TONydYeHHOro B cramuu (Q),
pactBopsuii B 100 mn austuioBoro a¢upa ¢ nocnenyromum godasienrem 0,1 mun nupununa. [lpu
OXJIQX/IEHUH JIbJOM UM pa3MELINBaHUU, K OJTYYEHHOMY pacTBOPY J00aBIsUIN S MII JU3TUII(UPHOTO
pacTBopa 5,5 THOHMIXJIOPUAA, U 3Ty CMECh pa3MEIUBaIN IPY KOMHATHON TeMIlepaType B TEUEHHUE
2 yacoB. [losyueHHBIN peakIMOHHBIA PACTBOP BBUIMBAIM B JICASHYIO BOJLY M 3KCTparupoBallu
O6enszonom. OpraHuveckuil CIIOM NPOMBIBAIM HACHIIIEHHBIM BOJHBIM pPacTBOPOM OuKapOOHaTa
HATpUS ¥ KOHLEHTPUPOBAIM Aocyxa. [lomydeHHbIH TakuMm 00pazom ocanok pacteopsuin B 100 mu
KCWJIONa, W pacTBop cmemmBanu ¢ /7,2 T TpudeHmnpochuHa, m HarpeBamd ¢ OOpaTHBIM
xonogmipHUKOM B TedeHune 10 wacos. Ilocie 3TOro ocakJaeHHbIE KPUCTALIBI COOMpAN ITyTeM
¢uibTpanuu 1 noayvanu 6,3 r neneBoro coequHenus. T. . 271-274°C (pa3nox.)

'H-AMP (CDCls) 6 : 6,70 (2H, x, J = 15,1 I'n); 7,30- 8,10 (19H,m).

Ccputounsiii mpumep 5. [Tonyuenue (7-1uano-2-wadtun) Metuiarpudenuapochorus Gpomuaa

a) 11,0 r 7-mermn-2-HaQTaaMHKaApOOHOBOM KHUCIOTBHI, MOJYYEHHOM B COOTBETCTBUU C
nporeaypoii, onucanuoi B Australian Journal of Chemistry (r. 18, ctp. 1351-1364, 1965),
cmemuBaiu ¢ 70 MJI THOHMIIXJIOPHJIA M HarpeBaJld ¢ OOPaTHBIM XOJIOJWIBHUKOM B T€UEeHUE 4 4acoB.
PeakimonHblli  pacTBOp  KOHLEHTpupoBanu jocyxa. K ocrarky goGasmsimm 300 M
KOHIICHTPUPOBAHHOTO BOJHOTO aMMHaKa, OXJaxaas mpu 3ToM. CMech pa3MemuBaid 3 Yaca MpH
KOMHATHOW TeMIlepaType, a 3aTeéM »JKCTparupoBaay HTwianeratoM. OpraHudeckuil Cion
POMBIBAIN BOJIOM, a 3aTeM HACHIIIEHHBIM BOJIHBIM PACTBOPOM XJIOPHIA HATPHS, ITOCIE YETrO 3TOT
CJIOM OCYIIAJIM ¥ PACTBOPHUTENH YAAISIN. B pe3ynbrare 3Toi mporeaypsl monydanu 8,5 r 7-MeTu-
2-HadranrHKapOOKcaMuia B BUie OECIBETHBIX UTOJIbYATHIX KprcTamios. T. . 210 - 212° C.

H-IMP (JIMCO-dg) ¢ : 2,50 (3H, c.); 7,4 - 8,5 (6H, m).

b) 8,0 r 7-meTnn-2-nadranuHkapOoOKcamMu/Ia, MOIyUYEHHOTO B ctaanu (a), cycrnenauposainu B 200
MII TeTparuapodypaHa, K KOTOpOMY 3aTeM JI00aBisid Mpu KoMHaTHOH Temmeparype 100 min
pacTBOpa TeTpaxJopMeTaHa, cojepxaimiero 22,66 r tpudenundocpuna. IlomydeHnyro cmech
pasMelnBali IpU KOMHATHOH TeMiiepatype B TeueHne 30 MunyT, a 3atem npu 60° C B Teuenue 40
yacoB. [locie oxmaxaeHust 10 KOMHaTHOM TemIeparypbl, HEpaCTBOPUBIINECS MaTepHalIbl YIS



nyTeM (pUIBTpAIMH, a TOJYYCHHBIH (WIBTPAT KOHIEHTPUPOBAIN TIPU TMOHMKCHHOM aBJICHUH.
28,35 I MOoIy4eHHOT0 OCTaTKa XpoMaTorpadupoBaIy Ha KOJIOHKE C CHIIMKArelieM, SJI0UPYsI CMEChIO
H-T€KCaHa M STHIAIEeTaTa, W MOJydalu B pe3ynbTare 5,73 r 7-MeTui-2-HadTalmHKapOOHUTpUIA B
Buze OecuBeTHBIX Kpuctamios. T. . 134 - 136° C.

'H-AMP (CDCls) & : 2,54 (4H, ¢); 7,4 - 8,2 (6H, m).

¢) 5,7 r 7-metun-2-nadranuHkapOooHUTpUIIa, TIOTyueHHOro B ctanuu (D), cycnenauposanu B 100
M TeTpaxiiopmerana. K atoit cycnen3uun nobapnsumm 6,37 r N-Opomocyknmanmuga u 30 mr 2,2-
azobuc-m3o0yTmwonuTpuia. [lociae 2-x yacoBOro HarpeBaHHsi € OOpPaTHBIM XOJIOIWUJIBHUKOM,
PEaKIIMOHHBIN PacTBOP pa30aBIsLIM ITUXJIOPMETAHOM, NPOMBIBAIM BOJIOH, a 3aTeM HACHIICHHBIM
BOJIHBIM PacTBOPOM XJIOpUAA HATpHsl, u ocymanu. [locne oTroHku pactBopurens, monydanu 8,34 v
7-6poMoMeTrI-2-Ha TATMHKApOOHUTPHIIA B BUIE OJICTHO-)KEITHIX UTOJIbYAThIX KPUCTALIOB. T. I
110-116°C.

'H-IMP (CDCls) & : 4,65 (2H, ¢); 7,55 - 8,25 (6H, m).

d) 8,34 r 7-6pomomeTII-2-HadTATHHKAPOOHUTPHUIIA, TTOJYYCHHOTO B CTaauu (C), pacTBOPSUTH B
200 mur kcumiona, 3aTteM pactBop cMmemmBaiy ¢ 11,6 r tpudenmndochrna, U MOTYICHHYIO CMEChH
HarpeBajy ¢ OOpaTHBIM XOJOMWIBHUKOM B TeueHue 16 wacoB. K peaknmmoHHOMY pacTBOpY
NO0ABIISITH JUATUIIOBBINA AU, U OCAXKACHHBIE KPUCTAIIIB COOMpain (GUIbTpaLneil, BEICYIINBAIH, U
nosrydaiu B pesynbrare 12,10 r rieneBoro coetuHeHMS.

'H-IMP (CDCls) 6 : 5,96 (3H, 1, J = 15,3 T'm); 7,1 - 8,0 (2H, m).

Ccputounsiii pumep 6. [lonyuenne (6-mano-1-metnn-2- uagonmn) metuaTpudenumidochonus
Opomua.

a) 1,5 r metun 6-umano-2-uHI0IKApOOKCHIIATa, MOJIYYEHHOTO B COOTBETCTBUU C MPOLEIYPOil,
omucannoir B Liebigs Annalen der Chemie (1986, crp. 438 - 455), pactBopsiiu B 20 mim N-
mumetundopmamuaa. 320 mr 60% ruapuna HaTpus A00aBIAIM K TOJYyYEHHOMY pacTBODY,
OXJIaKJask MPH ITOM JIBJOM U pa3MEIINBasi, U MOJYYCHHYIO CMECh Pa3MENINBAIM MPU KOMHATHOM
temneparype B tedenne 10 mmuyT. K 3TOM cMmecH, 3atem, mobaBisumm 0,47 MuI METHIMOIUAA, W
pa3MeImuBaIy NP KOMHATHOW TeMIieparype B TedeHue 2 dacoB. K moimydeHHOMY peakmOHHOMY
pacTBopy H00aBIISUTM HACBHIIICHHBIM BOJHBIA PACTBOpP XJIOPWAA aMMOHHS, W OCAKIACHHBIE TaKUM
00pa3oM KpHCTAIBl COOMpanyd TyTeM QUIbTPAIlMH, W TPOMBIBAIM METaHOJOM. I[IpoMbITHIe
KPUCTAIIIBl TEPEKPUCTAJUTM30BBIBATIM W3 CMECH [AUXJIOpPMETaHa M METaHolla U TMOJy4ald B
pesynbrate 1,4 r metun 6- nuano-1-meTui-2-uHaoakapookcuara.

'H-IMP (CDCls) ¢ : 3,92 (3H, c.); 4,10 (3H, ¢.); 7,42 (1H, ¢); 7,52 (1H, an): 7,98 (1H, 1x1); 8,38
(1H, mup.).

b) 5,7 r MmeTun 6-11MaHO-1-MeTHII-2-UHI0JIKAPOOKCUIIATA, TTOJYUYEHHOTO B CTAIHH (), PACTBOPSUIIN
B 120 mn rerparugpodypana. Oxnaxkmas Ha JeAdHOM OaHe M pa3MemuBas IpU 3TOM, K
MOJyYeHHOMY pacTBOpPY MJ00aBIsUIM KaTAIUTHYeCKH H(G(EeKTUBHOE KOIUYEeCTBO OukapOoHaTa
HaTpus, 5,6 T woauma kanenus U 1,8 © Goporuapuaa HATPHUS, IMOCIIE Yero CMECh Pa3MENTUBAIHM 5
4acoB. PeaklIMOHHBIN pacTBOpP CMEIIMBAIIN C JIEASTHOW BOJIOM M YKCYCHOM KHMCIIOTOM, 3aTEM U3 CMECH
OTTOHSUTH TETParuApoypaH, ¥ IMONyUYEeHHBIH BOAHBIN PAacTBOP AKCTPATMPOBAIM ITHIIAICTATOM, a
3aTeM ocymainu. [lociie OTTOHKH pacTBOPUTEIS, OCTAaTOK pacTBopsuik B 50 M auxiopomerana. [Ipu
OXJIOKJEHUH JIHJIOM U Pa3MEIIMBaHUM, K PEAKIIMOHHOMY pacTBOpy Mo karuie nobapmsu 10 mm
pacTBOopa AMXJIOpMeTaHa, cojepxamero 1 mia Tpubpomuaa Qocdopa, U MOTYyYESHHYIO CMEChH



pa3MemmBallv MIPH TOH ke TeMIepaType 2 4aca, a 3aTeM ele 2 yaca Mpu KOMHATHON TeMIieparype.
OO6paboTaHHbIl TAKUM 00pPa30M PEAKLIMOHHBIA PaCTBOP CMELIMBAIHU C JICASHON BOJIOH, IPOMBIBAIIH
BOJIHBIM PAacTBOPOM KapOoHaTa HaTpus M ocymann. OpraHuyecKuil Coil KOHIEHTPUPOBAIH IPH
NOHMKCHHOM JIaBJICHMHM JI0 yMEHbIIeHUs o0bemMa B 2 pasa, 3areM cmemmBaid ¢ 15 T
tpudenmndochuna u HarpeBaau ¢ oOpaTHBIM XOJOIMWIBHUKOM 12 wyacoB. Ilocie 3toro ocamgok
cobupanu nyteMm GuibTpanuu u noxydanu 10,5 r meneBoro coeuHeHUs.

'H-AMP (IMCO-ds) & : / (3H, ¢); 5,55 (2H, n); 6,26 (1H, c); 7,20- 8,10 (18H, m).

CoeMHEeHHS CCHUTOYHBIX TIPUMEPOB 7 U 8 TOIyYaar B COOTBETCTBUU C TPOIICIYPOH, OITMCAHHOM
B CpaBHHUTEIBHOM ITpuMeEpe 6.

Ccoutounsiii mpumep 7. (6-unano-1-3tua-2-uHaoamnn) Metruatpudermidhochoruss GpomMus

H-IMP (JIMCO-ds) & : 1,01 (3H, T1); 3,83 (2H); 5,57 (2H, n); 6,26 (1H, ¢); 7,39 (1H, n); 7,59
(1H, n); 7,70- 8,00(16H,m).

Ccoutounbiii mpumep 8. [1-(2-x0pomeTin)-6-1ipano-2-uHaonuia] MetuaTpudenumidhochHonuns
OpoMHI.

H-IMP (IMCO-ds) ¢ : 3,40 - 3,80 (2H); 4,30 - 4,60 (2H); 5,60 (2H, n); 6,25 (1H, c); 7,10 -
8,00 (18H, m).

Ccobutounsiit npumep 9. [lonydyenne 2-6poMoMeTHII-5- GEH30THA30IKAPOOHUTPHUIIA

a) 28,0 T 5-6pomo-2-meTmiioen3oTrazona pacteopsuid B 200 M N-metwin- 2-nmuppoiuaoHa, u
MOJTyYeHHBIM pacTBOp cMmemmBanu ¢ 13,8 © mmaHmma mMenu M KaTaIMTHYCCKH 3(PPEKTUBHBIM
KOJIMYECTBOM CyJb(ara MeIu, IMocie 4Yero CMech pa3MemmMBain 4 dYaca C HarpeBaHuEM IpH
temneparype 180 - 190° C B motoxke a3ora. [lomydeHHBIN peakIMOHHBIA pacTBOP BEUIMBAIN B BOAY,
U HEPaCTBOPHBINKECS MaTepUalibl CcOOMpaiu MyTeM (QHIbTpalu. OTOT HEPACTBOPHBIIUICS
MaTepuajl CMELIMBAJIM CO CMEChlO, cojepxauied 22 mu stuiaeHauamuHa u 50 Mul BOABI, H
NOJYYEHHYIO CMeCh THIaTelbHO nepememuBaiu. [Tocie skcTparupoBaHus O€H30JI0M OpraHUYECKUit
CJION MPOMBIBAJIM BOJAOH, U OCYyIIANIM MyTEeM OTrOHKM OeH3oiya. 3aTeM oOpa30BaBIIMKCSA OCTaTOK
IPOMBIBAIN dTaHOJNIOM H monydanu 10,22 r 2- metnin-5-6er3oTna3zonkapOOHUTPUIIA B BHIIE CIIETKa
KOPUYHEBATHIX KpUcTayuIoB, T. mi. 158- 160° C.

'H-MP (CDCls) & : 2,90 (3H, ¢); 7,60 (1H, x); 7,95 (1H,1); 8,25 (1H,x).

b) 7,46 r 2-meTHi-5-0eH30THA30IKAPOOHUTPHIIA, ITOJYUYECHHOTO B cTaauu (a), pactBopsuin B 250
MJI T€TPaxJIOPMETaHa, ¥ PAaCTBOP HArpeBaJM C OOPAaTHBIM XOJOJAUIHLHUKOM B YCIOBHSIX CBETOBOTO
obOmyuenusi. K TOIydeHHOMY pEakIMOHHOMY pacTBOPY TIIOCTETIEHHO JIOOaBISUIM  CMECH,
comepxkamnyro 7,62 v N-Opomocyknmmuma u 150 mr 2,2-a300uc-M300yTHIOHHUTPHIIA, a 3aTeM
HarpeBaju c oOpaTHBIM XonoauiabHUkoM 20 wacoB. Ilocie oxnakaeHHs, HEPaCTBOPHBILUECS
MaTepuanbl yAamsuid MyTeM (UIBTpallUd, a PacTBOPHUTENs OTTOHsUM. OOpa30BaBIIMKCS TaKUM
00pa3oM OCTaTOK OYMINAIM C TMOMOIIbI0 KOJOHOYHOW Xpomarorpaduu Ha CHIIMKAareie, 3IIOHpYs
TOJYOJIOM, W TOJy4Yaldu B pe3yibrate 2,18 r 1eneBoro coeiMHEHHs B BHUJE CBETJIO-XKEJITBIX
npr3Moo0pa3HbIX Kpuctawios. T. mr. 185 - 186° C.

'H-IMP (CDCls) 6 : 4,83 (2H, ¢); 7,67 (1H, n); 8,02 (1H,1); 8,34 (1H, x).

Ccpui04HbII puMep 10. ITonyuenune (6-tmano-1,2,3,4-terparuapo- 2-
Hap T )MeTUITpUGeHmIpochoHMs p-TOIYyo cynb(oHaTa.

a) 10,0 r meTmin 6-ruaporcumMeTI-5,6,7,8-TeTparuapo-2- HadramuaKapOoKcHIaTa 100aBISITH K
3,82 r 2,3-muruaponupana. 3areM JOOABIISIN 5 Kamellb KOHIICHTPUPOBAHHOW CEPHON KUCIOTHI U



MOJIyYEHHYI0 CMeCh pasMmemuBaiii B TedueHne 1 waca. K atoit cmecm mobGasmsum 1,00 r 2,3-
JUTUAPOINIMpPaHa U 3 KU KOHIICHTPUPOBAHHOW CEPHOM KHCIOTHI, IOCJIE YeTr0 CMECh pPa3MEIINBAIH
5 dacos. [lomyueHnnyro peakimoHHyo cMmech cmemmuBanu ¢ 100 mi qudTHIIOBOTO 3UpPa, U CMECH
NPOMBIBAIM HACHIIIEHHBIM BOJHBIM pacTBOpoM OukapOoHAaTa HATpHs, 3aTeM BOJOW, a 3aTeM
HACBHIIIEHHBIM BOJIHBIM PAacTBOPOM XJIOpUZA HATpPHUs, MOCIE Yero cMech ocymanu. Ilocie oTroHku
pactBoputens, monydand 13,72 r wmetun 6- [(2-terparmaponupanui)okcumerni] -5,6,7,8-
TeTparuapo-2- HadraauHKapOOKCUIaTa B BUJIE KEITOr0 MAaCISIHUCTOTO BEIIECTRA.

'H-AMP (CDSI) &: 1,50 - 3,00 (13H, m); 3,30 - 4,10 (4H, m); 3,86 (3H, c); 4,60 (1H, mmup. );
7,10 (1H,n); 7,80- 7,90 (2H, m).

b) 13,72 r wMetun 6-[(2-rerparuapodypanun)okcumermia]  -5,6,7,8-  Terparumpo-2-
HadTamuHKapOOKcHUIaTa, MoJiydeHHOro B cramuu (a), pactBopsuii B 180 mn meranoma. Ilocne
nobaBneHus pactBopa 2,96 r runpokcuna HaTpus B 60 M1 BOJBI, MOJIYYEHHYIO CMECh HArpeBallu C
0o0paTHBIM XOJIONWJIBHUKOM B TeueHue 3 dacoB. llocme oxmaxxaeHusi, peakIHMOHHBIA pPacTBOP
KOHIICHTPUPOBAIH TPH TOHMKEHHOM JaBJICHHH, 3aTE€M CMELIMBAIU C XJOPO(OPMOM U BOJAOH H
HEUTPAIM30BAIM YKCYCHOMW KHUCIOTOM. lloiydeHHBI OpPraHM4YecKwii CIIOM IPOMBIBAIM BOJIOW, a
3aTeéM HAaCHIIIEHHBIM BOJIHBIM pPAacTBOPOM XJIOpUZa HaTpus, W ocymand. Ilocine OTroHKH
pacTBOPUTENS, MOJYyUYEHHBIH OCTAaTOK KPHCTAJUIM30BAIH B W30MPOMUIOBOM 3QHpe U MOIydaad B
pesymbrare 10,51 r  6-[(2- rterparmapomnupanmi)okcumerwi|  -5,6,7,8-terparuapo-2-
HadTaTMHKApOOHOBOM KUCIIOTHI.

'H-AMP (CDCls) & : 1,50- 3,00 (13H, m); 3,30 - 4,00 (4H, m); 4,60 (1H, mup.); 7,16 (1H, n);
7,80 - 7,90 (2H, m).

¢) 12,0 r 6-[(2-terparuaponupanmi)okcumerui]-5,6,7,8- Terparuapo-2- HadTaIMHKapOOHOBOM
KUCIOTBI, monmyueHHod B cramuu (D), mw 4,1 r TtpwdTMnammua pactBopsiii B 100 wmn
terparuapodypana, U TMOJYYEHHBIM pacTBOp oxjiaxnanu go -15° C. 3atrem Kk 3TOMY pacTBOpPY
NO0ABISIIN, pa3MelnBas MpU 3ToM, 5,64 T M300yTHIOBOTO 3(Hpa XIOPMYpaBEUHOW KHCIOTHI.
[Tonmy4yeHHBIH peakMOHHBIN pacTBOp pasmemmBainy 20 MHHYT IpPH TOH K€ TEMIIeparype, a 3aTeM
BputBai B 200 MJT OXJTQXKIEHHOTO JIbJOM 3TaHOja, coiepxkariero 14% (macc. /00. ) ammuaka.
[Tocne ynaneHus: HEpACTBOPUBIIUXCS MaT€PUAIOB MyTeM (QHUIbTpAIMM, MOJYYCHHBIH (UIbTpaT
OCylIalli TpHU TOHWKEHHOM JaBieHuH. OCTaTOK OYHMIIANK C TOMOIIbI XpomaTorpadguu Ha
CUJIMKAareJe, SJII0UPYs CMEChIO H-TeKCaHa U TUIIalleTaTa, U OYUIIEHHBIA MPOIYKT KPUCTAIIN30BaIH
B M30mponmwioBoM  3dupe, B  pesyiprare 4ero momywanu 7,20 r  6-[(2-
TETparupOIHPaHII )OKCUMETHI | -5,6,7,8-TeTparuapo-2- HapTamuHKapOOKCaMHUIa.

'H-IMP (CDCl3) 6 : 1,40 - 3,00 (13H, m); 3,30 - 4,00 (4H, m); 4,60 (1H, mup. ); 6,10 (2H, mmp.
); 7,20 (1H, n); 7,50 - 7,70 (2H, m).

b) 15,0 r 6-[(2-TeTparuaponupaHIT)OKCUMETHI | -5,6,7,8- TETParuapo-2-
HaTATMHKapOOKCaMK/Ia, TTOJIyIeHHOTO B cTaanu (c¢), cycnenaupoBai B 60 mur nuokcana. Ilocie
nobasnenus 8,35 mur mupuInHa, CycnieH3uto oxiaxamu o0 -8° C - 0° C.

3areM, K 3TOH CYCIIEH3WH, pa3MelIuBas MPH ITOM, 1o Karwie nobaBisum 7,89 mMi 0e3BOIHOTO
TpudToparerara. [lonydeHHslil peakiinoHHBINA pacTBop pazmemuBanu 30 MunyT mpu -5° C, 3ateM 2
yaca Tpu KOMHATHOW Ttemrmeparype. OOpabOTaHHBIM TakuM OOpa3oM pPEAKIIMOHHBIM PacTBOP
pa3baBisii  XJI0pOoOpPMOM U TIOCIIEOBATEIBLHO TMPOMBIBATM BOJON U HACHIIICHHBIM BOIHBIM
pacTBopoM xyiopuaa HaTpus. [lomyueHHBIN OpraHuvYecKuil CIoi OcyIIanu, pacTBOPUTETh OTTOHSLIIH,



U noiaydanu B pesynbrate 9,78 r 6-[(2-TeTparmaponupanuin)okcuMeTi-5,6,7,8-retparuapo- 2-
HaTaTMHKApOOHUTPHUIIA B BHJI€ MACTSTHUCTOTO MPOAYKTA.

'H-SIMP (CDCls) ¢ : 1,50-3,00 (13H, m), 3,30 - 4,40 (4H, m); 4,61 (1H, mup); 7,05- 7,50 (3H,
M).

e) 9,78 r 6-[(2-Terparuaponupanui)okcumerni]-5,6,7,8-rerparuapo- 2-
HapTammakapOonutpmwia pactBopsuim B 100 mn sranona. Ilocme mpoGasmenus 100 mr p-
TOJIyOJICYIH()OHOBOM KHCIOTHI, MOJTYYEHHYIO CMECh pasMemuBaiu 15 WacoB mpu KOMHATHOM
TeMmreparype. 3areM TOJYy4YeHHBId pEaKIMOHHBIA pacTBOp HEUTPAIM30BaIM C I[OMOUIBIO
HACHIIIIEHHOTO BOJHOTO pacTBOpa OMKapOOHATa HATPUS, C MOCIEAYIONIMM yIaJICHUEM PACTBOPHTEIIS
nyTeM AUCTWLISIHA. [1oydeHHbIH TakuM 00pa3oM OCTaTOK PacTBOPSUIH B XJIOpPOhopMe, a pacTBOP
NPOMBIBAIA BOJIOM, @ 3aTE€M HACBHIIICHHBIM BOJHBIM PAacTBOPOM XJiopHjaa Hatpus. OpraHMYecKHi
CJIOM OCyIIaJH, a pacTBOPHUTEIb OTrOHsUTH. [locie KpucTaumM3aluu U3 M30MPOMNAHOJA TOTYYaIH
5,26 v 6- ruapokcumerwi-5,6,7,8-TeTparuapo-2-nadraTuHKapOOHUTPUIIA B BHJE OCCIBETHBIX
kpuctamios. T. rur. 83-85° C.

'H-IMP (CDCls) & : 1,30 - 3,00 (7H, m): 3,64 (2H, 1, J = 6,0 T'y); 7,05 - 7,50 (3H, m).

f) 15,0 r 6-rumpokcumeTHi-5,6,7,8-reTparunpo-2-HapTaIMHKapOOHUTPHIIA, MOJIYYEHHOTO B
craauu (e), u 3,50 r p-ToxyoscynbGoHMIXIOpUAa pacTBOPsIH B 150 M1 mupuanMHA, U MTOJTYYCHHBIN
pacTBOp pa3MelIMBaJId INpU KOMHATHOW Temmeparype 15 uacoB. IlosrydeHHBIM peaklMOHHBIN
pacTBOp BBUIMBAIU B JICASHYIO BOJY, U OCAXKICHHBIC KPUCTAIUIBI COOMpaiu myTeM (uibTparmy,
POMBIBAJIN BOJIOM, & 3aTeM M30IPOIIAHOJIOM, U OCYyIIalid. B pe3ynbTare 3TOM mpoueayphl MoTyvain
24,72 't  OecusetrHoro  5,6,7,8-  Terparunpo-6-[(p-Toayoncynb(pOHUT)OKCUMETUI]| — -2-
HadTaTMHKaApOOHUTPHIIA.

T. mn. 100 - 102° C.

'H-AMP (CDCls) §: 1,20 - 3,80 (7H, m); 2,47 (3H, ¢); 4,00 (2H, 1, J = 6,0 I'n), 7,10 (1H, 1, J =
9,0 '), 7,30 - 7,50 (4H, m); 7,80 (2H, n).

q) 24,00 r 5,6,7,8-Terparuapo-6-[(p-ronyoncynbhoHmT )-OKCUMETHIT | -2-HadTaTnHKapOOHUTPUIIA
u 18,38 r rpudenmndochrna cmemmBay, a 3areM HarpeBaim 15 gacos npu temmneparype 130-140°
C B TepMETHYHO 3aKpHITOM cocyne. [lomydeHHBI peakMOHHBIA MPOAYKT KPUCTAIUTM30BAIH W3
CMECH alleTOHa M H-TEeKCaHa, B pe3yJIbTaTe 4ero moiydanu 23,3 T IeJIeBOr0 COSAMHEHUS B BHUJIC
CBETJIO-XKEITOr0 MOPOIIIKa.

'H-AMP (CDCls) & : 1,40 - 2,90 (7H, m); 2,27 (3H, ¢); 3,60 - 3,90 (2H, m); 6,80 - 7,30 (5H, m);
7,40- 8,00 (17H, m).

Ccputounsiit mpumep 11. ITonyuenne (6-umano-2- Hadrun) Metunrpudenmpochonus Gpomua

a) 6,11 r 6-merun-2-nadranuHkapbonuTpuia pactBopsuin B 100 mi TerpaxiopmeraHa, H
NOJy4YeHHbIH pacTBop cmemmBamn ¢ 6,63 1 N-Opomcykumnumuna u 30 1 2,2-a300uc-
u300yTunonutpuia. [locne 4-x 4acoBOro HarpeBaHus ¢ OOPaTHBIM XOJOAMIBHUKOM, PEaKIIMOHHBIH
pacTBOp CMEMUBAIN C XJOPOGOPMOM, TPOMBIBAIM BOIOW, a 3aTeM ocymaid. [locie OTroHKH
pactBopuTels momydainu 7,07 T 6ecBeTHOTO 6-0poMoMeTHII-2-Hap TAIMHKApOOHUTPHIIA.

T. mn. 134-137° C.

'H-AMP (CDCls) & : 4,65 (2H, ¢); 7,60 - 7,80 (2H, m); 7,80 - 8,00 (3H, m); 8,22 (1H, c).

b) 2,0 r 0-Opomomerni-2-HadTaTHHKAPOOHUTPHUIIA, TOJYYSHHOro B crajauu (a), u 2,77 T
tpudenmidochuna pacrpopsut B 50 mur kemnona. Ilocne 18- wacoBoro HarpeBaHus ¢ 0OpaTHBIM



XOJIOAWIBHUKOM, OCaXIACHHBIC KPHUCTAIBI coOMpanu myTtem QuibTpauuu U nomaydamm 3,31 T
neneBoro coegquHenus. T. . > 270° C.

'H-AMP (CDCLs) 6 : 5,93 (2H, x, J = 15,2 I'n); 7,40- 8,00 (21H, m).

Ccoutounsiit mpumep 12. IMonyuenue (3)-(+)-3-ruapokcurerparuapodypana.

0,23 r p-tonyoncyinbpoHOBON KuCIOTH Ao0OaBmsim Kk 25 1 (8)-(-)-1,2,4- Oyrantpuosa, u
NOJy4YeHHYI0 cMech pasMermBaiy npu 100° C 5 munyT, a 3arem npu 180-200° C 10 munyT. D1y
PEAKIMOHHYIO0 CMECh MOJBEprajii AUCTIILISAINU, 1 cobupanu ¢pakuuio npu 95-100 C/300 mwm pr.
CT., TIOJIy4ast TeM caMbIM 16,2 T 11e51IeBOro COCMHEHUS B BUJIC MACISTHICTOTO MaTepraia.

'H-IMP (CDCls) 5 : 1,80 - 2,20 (2H, m); 3,76 (2H, n); 3,70 - 4,10 (2H, m); 4,40 - 4,60 (1H, m).

Ccputounbii mpumep 13. Tlomyuenme ot 2-[4-[((3S)-1 -tper- OyrokcukapOOH wMIi-3-
NUPPOITHIUHII OKCH | peHm| -2-okcoanerara.

B 40 mi terparuapodypana pactopsuia 1,8 1 ot 2-(4-ruppokcudenun)- 2-okcoarerara, 1,74
r (3R)-1-tper-0yToKcukapOoHI-3- TuApoKcunuppoauuaa u 2,92 r tpudenundocduna. K sromy
pacTBOpy, MpH KOMHATHOM Temmepatype, aobamsmu 1,94 r audtunazokapOokcuiara, u
NOJYYCHHYIO cMech pa3MemmmrBaiy 18 gacos. [locie OTTOHKM pacTBOPUTEINS, OCTaTOK PACTBOPSIIN B
JTHJIAIleTaTe, W PACTBOpP NIPOMBIBAIM BOJOH, a 3areM ocymanu. [locie 3Toro pacTBOpHTENb
OTTOHSUTM, a TOJYYCHHBIH OCTAaTOK OYHMINAIM C IOMOIIBI0 KOJOHOYHOH Xpomarorpaduu Ha
CUWJIMKArese, 3JIOUPYys CMEChIO TOJyona W Xjopodopma, B pe3yibTaTe 4dero moiaydaimm 2,53 T
IEJIEBOTO COCIMHECHUS B BUJIC BA3KOTO )KEITOI0 MACSIHUCTOTO BEIIECTBA.

'H-AMP (CDCls) §: 1,41 3H, 1, J = 7,0 I'm), 1,46 (9H, c); 2,00 - 2,40 (2H, m); 3,00 - 3,75 (4H,
m); 4,43 (2H, k8., J =7,0 I'n); 5,00 (1H, wmp. ); 6,93 (2H J =9,0 I'm); 8,00 (2H, a1, J = 9,0 I'm).

CoenuHeHHs, IPEJCTABICHHBIC B CCHUIOYHBIX MprMepax 14-25, ObutH MOTy4eHbI B COOTBETCTBUH
C MpoLEeAypol, ONMCaHHON B CChUIOYHOM IpuMepe 13.

Ccputounsiii mpumep 14. Metun-2-[4-[((3S)-TpeT-0yTokcukapOOHMII-3- MUPPOTUINHII)OKCH] -
benun] -2- okcoalerar, BA3KOE )KeITOe MACISIHUCTOE BEILECTBO.

Ccoutounsiii mpumep 15. Dtun-2-[4-[((3R)-1-Tper-0yTOKCHKapOOHUII-3- TUPPOIIUANHILIT )OKCH |
(denm] -2-0KcoarerarT, BI3KOe KeITOe MACISTHICTOE BEIIECTBO.

'H-IMP (CDCls) 6 : 1,40 (3H, T, J = 7,0 I'm); 1,46 (9H, c); 2,00 -2,35 (2H, m); 3,45 - 3,75 (4H,
m); 4,90 2H, k8., J = 7,0 I'n); 4,9 - 5,1 (1H, wwup.); 4,9 - 5,1 (1H, wwup. ); 6,95 (2H, a1, J = 9,0 I');
8,00 (2H, x, J =9,0 I').

Ccputounbii  mpumep 16. Ot 2-[4-[((2S-1-TpeT-OyTOKCUKAPOOHUI-2- TTHUPPOITHIUHII))-
METOKCH ]| (DeHMII | -2- OKCOAIETaT, BA3KOE )KEITOEC MACISTHICTOE BEIIECTBO.

'H-AMP (CDCls) ¢: 1,41 (3H, 1); 1,47 (9H, ¢); 2,0 (4H, mmp. ), 3,37 (2H, mmp.); 4,20 (3H,
wmp. ): 4,43 (2H, k8.), 7,0 (2H, 1), 7,95 (2H, n).

Ccputounsii mpumep 17. Ortun 2-[4-[((2S, 4S)-1-tper-OyToKcukapOOHMI-2- KapOamoui-4-
OUPPOIUIUHUI)OKCH | peHmt| -2- oKcoareTar, BI3Koe KeJITOe MacIsTHIUCTOE BELIECTBO.

'H-AMP (CDCls) 6: 1,42 (3H, 1, J = 7,0 T'm); 1,48 (9H, ¢); 2,20 - 2,90 (2H, mmp.); 3,64 - 3,90
(2H, wwmp. ); 4,30 - 4,60 (1H, wmmp.); 4,42 (2H, 8. , J = 7,0 I'n); 5,60 (1H, wwup.); 6,97 2H, 1, J =
9,0 T'm); 8,07 (2H, n, J =9,0 I'm).

Ccpinounblit npumep 18. Orun-2-[4-[((2S, 4S)-1-tper-OyTOKCHKapOOHMII-2-
JTMMETHIIKApOaMOMI-4-TUPPOTUINHII )OKCH | (DeHMII| -2-0KCOaleTaT, BA3KOE JKEJITOE MAaCISHHCTOE
BEIIECTRBO.



'H-AMP (CDCls) ¢ : 1,37- 1,50 (12H, m); 1,96 - 2,30 (1H, m); 2,50 - 2,82 (1H, m); 2,90 - 3,15
(6H, mmp. ); 3,70 (1H, on, J = 10,8 u 5,1 I'y); 3,90 - 4,16 (1H, m); 4,46 (2H, k8. , J = 7,0 I'y); 4,60 -
5,14 (2H, m); 7,00 (2H, n, J = 9,4 T'n); 8,08 (2H, 1, J = 9,4 T'w).

Ccputounbii  nmpumep  19.  Drtun  2-[4-[2-(TpeT-OyTOKCHKapOOHMIOAMHHO)-1-  (TpeT-
OyTOKCUKapOOHMJIAMHHOMETHI) 3TOKCH]| (eHms| -2-OKCoaleTar, BS3KOE JKEITOe MAacisSHHCTOE
BEIIIECTBO.

'H-SIMP (CDCls) & : 1,00 - 1,70 (21H, mmp.); 2,80 - 3,80 (4H, m); 4,20 - 4,60 (3H, m); 7,10 (2H,
n,J=8,3TIm), 7,98 (2H, n, J = 8,3 I'n).

Ccputounsiii pumep 20. Dtun 2-[4-[(1-TpeT-OyTOKCHKapOOHMI-4- TUIIEPUAMHIII)OKCH | (HeHMI]
-2-0KCOAaLeTaT, BA3KOE JKEJITOe MACIISTHUCTOE BEIIECTBO.

'H-AMP (CDCl3) §: 1,35 (3H, T, J = 6 I'm); 1,49 (9H, ¢); 1,8 - 2,0 (4H, m), 3,2 - 4,0 (4H, m);
4,46 (2H, kB.,J=6T1); 4,6 - 4,8 (1H, m); 7,01 (2H, 0, J =9 I'm); 8,04 (2H, 1, J =9 I'm).

Ccbutounbii  mpumep 21, Drtun  2-[4-(2-TpeT-OyTOKCMKApOOHUIAMUHOATOKCH) (eHm]| -2-
OKCOAIIeTaT, BSI3KOE KEJITOE MACITHUCTOE BEIIECTBO.

'H-AMP (CDCls) 6 : 1,42 (3H, J = 7,0 I'm); 1,46 (9H, c); 3,56 (2H, xB. , J = 5,4 T'n); 4,12 (2H,
kBuHTET, J = 5,4 I'nm); 4,44 (2H, xB. , J = 7,0 I'n); 5,04 (1H, mmp.); 6,98 (2H, x, J = 9,0 I'm); 8,00
(2H, o, J =9,0 I'm).

Ccoutounbiii mpumep 22. Dtun  2-[4-[(1-Tper-OyToKcHKapOOHMI-4- MHUICPHIAHNAT)METOKCH |
benu] -2- okcoalerat, BA3KOE )KEITOe MAaCISIHUCTOE BEILECTBO.

'H-MP (CDCI) 6:1,2 1,3 (2H, m); 1,42 (3H, 1, J = 7,1 Tn); 1,47 (9H, ¢); 1,65 - 1,80 (2H, m);
3,89 (2H, n); 4,10 - 4,25 (2H, m); 4,43 (2H, kB. ,J = 7,1 T'y); 6,95 (2H, 1, J = 8,8 I'n); 7,99 (2H, 7, J
=8,8I'n).

Ccputounbii  npumep 23. Ortun  2-[4-[((2S)-1-Tper-OyTOKCHKapOOHMI-5-0KCO-  2-0KCO-2-
NUPPOIHINH) METOKCH | heHmIT| -2-0KcoareTar, BAI3KOe JKEJITOe MaCIITHUCTOE BEIIECTBO.

'H-AMP (CDCls) 6 : 1,35 (3H, 1); 1,41 (9H); 1,80 - 2,20 (2H, m); 2,47 (2H, 1); 4,05 (2H, mmp. );
4,41 (2H, k8.); 4,70 - 5,00 (1H, m); 6,98 (2H, n); 8,00 (2H, n).

Ccputounbii  mpumep 24, Ortun  2-[4-[(2R, 4S)-1-tper-OyTokcukapOOHMI-2-  MeTHI-4-
MUPPOTHIUHII )OKCH | peHmIT| - 2-0KcoareTar, BI3KOe KeJITOe MacIsTHICTOE BEIIECTBO.

'H-AMP (CDCls) & : 1,20 — 1,42 (6H, m); 1,47 (9H, ¢); 2,90 - 2,60 (1H, m); 3,50 - 3,80 (2H, m);
3,90 - 4,22 (1H, m); 4,42 (2H, xB.); 4,90 - 5,10 (1H, m); 6,95 (2H, n); 8,00 (2H, n).

Ccputounbii mpumep 25. Metun 2-okco-2-[4-[((3R)-terparuapo-3- dypanumn)okcu]| GeHun]
areTaT, BSI3KOE KeJITOe MACISTHICTOE BEIIECTBO.

Ccpinounblit puMep 26. OTun 2-[4-[((3S)-1-TpeT-OyTOKCHMKApOOHMI-3-
NUPPOIUIUHUIOKCH(peHMIT| -2-3TOKCUKapOOHHIIAIeTaT.

a) 27,7 r >tun 4-mMetokcudenunaneratr u 34 mn amdtuikapbonara pacrsopsuit B 150 mi N, N-
auMeTwipopMaMuia, M TOJTYYEHHBIH pacTBOp HarpeBajd ¢ OOpaTHBIM  XOJOAMIBHHUKOM,
MOCTEIIeHHO, B TeueHue 1 gyaca 1o0aBisas 6,5 T ruapumaa HaTpus. 3aTeM MPOJIOJDKAIM HarpeBaTh C
00paTHBIM XOJIOAWJIPHUKOM ele 2 Yaca, IMOCJIe Yer0 PEaKIHOHHBIM pacTBOP BBUIMBAIA B CMECH
JEASTHOM BOJBI M COJITHOW KHUCIIOTBI M DKCTPAarupoBaiu dtuianeraToM. IlomydeHHslii opraHnaeckui
CJION TPOMBIBATIM BOJOM, OCyIIalu C OTTOHKOM pactBoputens. [lomyueHHBIH TakuM oOpa3zom
OCTaTOK OYMIIIAIH C MOMOIIBIO KOJOHOYHON XpoMaTorpaduu Ha CHIIMKAresne, SII0Mpysl TOJYyO0JIOM, B



pesyibpTaTe 4yero momydanu 26,7 T 3THI 2-3TOKCUKapOOHWI-2-4-MeTOKCH(EHUT arerara B BHIIE
CBETII0-)KEITOr0 MAaCSTHIUCTOTO BEUIECTBA.

'H-AMP (CDCls) 6 : 1,25 (6H, 1, J = 7,0 I'm); 3,79 (3H, ¢); 4,20 (4H, k8. , J = 7,0 T'my); 4,55 (1H,
¢); 6,88 (2H, n, J=8,0 I'n); 7,32 (2H, x, J = 8,0 I'y).

b) 58 r stun 2-3rokcukapOOHMI-2-4-MeTOKCH(EHMIT aleTaTa, MOJYYEHHOrO0 B CTaauu (a),
pactBopsutt B 70 mu1 amxiopmeraHa, W pactBop oxuaxaanu go -40° C. K atomy pactBopy,
pa3MeruBas, mpy dTOM, MO KaruisiM J100aBisuu 6,2 it Tpubpommuia 6opa, paCTBOPEHHOTO B S5 MIT
nuxiopMerana. [locie 3aBepiieHns 100aBICHHS, pAaCTBOP HArPEBalId 10 KOMHATHOM TEMIIEpaTyphI
u pazmemmBaiy 30 MuHyT. [loy4eHHBIN peaKIIMOHHBIN PACTBOP BHUIMBAIN B CMECh JICJSTHON BOJIBI
U COJITHOW KHCJIOTHI, TOCIE YEero SKCTParupoBaiid XiopodopmoM. [loydeHHBIH OpraHHYeCKUid
CJIOM OCyHIaJId IMyTeM OTTOHKH PACTBOPHTENS, a OCTATOK OYHUINAIH C IOMOIIbIO KOJOHOYHOM
Xpomarorpaduu Ha CHIIMKAresie, dJIUpys XJIOpoGopMoM, B pe3ylibTaTe 4yero monydaid 4,7 T 3T
2-3TOKCUKapOOHMIT-2-4-THIPOKCH(EHIIT arleTaTa B BUJe OECIIBETHOTO MACIISTHUCTOTO MPOIYKTA.

'H-IMP (CDCls) 5 : 1,27(6H, 1, J = 7,0 I'n); 4,22 (4H, k8. , J = 7,0 I'n); 4,55 (1H, c); 5,66 (1H,
wmp. ); 6,76 (2H, 1, ,J = 8,0 T'u); 7,25 ((2H, n, J = 8,0 I'm).

c) B 150 wmn Tterparuapodypana pactBopsuin 4,7 T 93THI-2- 3TOKCHKapOOHWII-2-(4-
rugpokcudenun)anerata, noiydenHoro B craauu (b); 6,58 r tpudpennndochuna u 4,7 r (3R)-1-
TpeT-OyToKcuKapOOHMI-3- TUAPOKCHITUppoauanHa. K moiydyeHHOMY TakuM 00pa3oM pacTBOpY,
pa3MemmBas mpy 3ToM, 100aBisum 4,37 T AUATHIIA30IMKAPOOKCHIIATA, U TIPOJIOJDKAIN Pa3MEIIUBaTh
B TeueHue 18 uwacos. [locie OTrOHKM pacTBOPUTENS, OJYUYCHHBIH OCTATOK OYHUINAIH C ITOMOIIBIO
KOJIOHOYHOH XpomaTtorpaduu Ha CHJIMKareyie, JSJIIHPYs CMEChIO TOJyoJla W OSTWialeTara, B
pesyabrare 4yero monydaid 4,0 T IENEBOr0 COCAMHEHUS B BHJE OCCIIBETHOTO MACISTHHCTOTO
BEIIIECTBA.

'H-IMP (CDCls) §: 1,25 (6H, 1, J = 7,0 T'y); 1,46 (9H, c); 2,1 (2H, mmp. ); 3,55 (4H, mmp. );
4,20 (4H, k8., J = 7,0 T'); 4,52 (1H, ¢); 4,82 (1H, wwup. ); 6,82 (2H, 1, J = 8,0 T'n); 7,28 2H, 1, J =
8,0 I'm).

Ccputounbii  mpumep 27. Ortun  2-[4-[(2R)-1-TpeT-OyTOKCHKApOOHHUI-2-  MTUPPOIIUIUHII )-
METOKCH | (DeHMIT | -2-3TOKCHKapOOHMIIAIIETAT.

DT0 coeAMHEHHE OBLJIO TOJMYYEHO COTJIACHO MPOIEAYPE, ONMUCAHHON B CCBUIOYHOM Tpumepe 26,
BSI3KOE€ MACIISTHHCTOE BELIECTBO.

'H-IMP (CDCls) §: 1,25 (6H, 1, J = 7,0 T'y); 1,47 (9H, ¢); 2,0 (4H, mmp. ); 3,40 (2H, mmp. );
3,9 (1H); 4,20 (6H); 4,54 (1H, ¢); 6,82 (2H, n, J = 8,0 I'n); 7,28 (2H, 1, J = 8,0 I'y).

Ccbutounbiii mpumep 28. Dtuin  2-3TOKcUKapOOHMI-2-[4-[(2- uMHIa30MH-2- HIT)METOKCH |
dbenumnamnerar.

a) k 150 mn anterona go6asmsmu 14,58 r stmimTokcukapboHmn-2-4- ruapokcudennn amerara, 8,8
r OpomoarietonuTpmina u 9,6 r 6e3BogHOr0 kapOonara kamus. [locrme 5-uacoBoro HarpeBaHHsI C
00paTHBIM XOJIOAMIBLHAKOM HEPACTBOPHBIIUECS MaTepUaNbl YIAISUIM IMyTeM (WIbTpalud, a
MOJTYYCHHBIH (PUIBTPAT KOHIEHTPHUPOBAIH Jocyxa. OCTaTOK OYHINAIM C TIOMOIIBIO0 KOJOHOYHOM
xpoMatorpaduu, OSIIOUPYsS TOJIYOJIOM, W TMoiay4aau B pesynbrare 14,2 1 oTun-2-[4-
(umaHoMeTOKcH)(eHMI | -2-3TOKCUKapOOHMIIaneTaTa B Buie OECIBETHOTO MACISTHICTOTO BENIECTBA.

'H-AMP (CDCl3) 6 : 1,26 ((6H, T, J = 8,0 I'm); 4,22 (4H, k8., J = 8,0 I'm); 4,58 (1H, c); 4,75 (2H,
¢); 7,02 2H, n, J=9,0 I'); 7,36 (2H, 1, J = 9,0 I').



b) 14,2 r stun 2-4-1imanoMeTokCH(pEeHMIT-2-3TOKCUKapOOHMIaIeTaTa, MOJyYeHHOTO B CTaanu (a),
pacTBOpsuiH B cMecH, cocrosimeit u3 20 mut stanona u 150 M nustusnosoro s¢upa. [TomyyeHHbIi
pacTBOp pa3MeUIMBaly NMPU KOMHATHOM TeMIlepaType B TeueHue 18 yacoB, oxyaxjas Mpu 3TOM
JBIOM, B MOTOKE XxyopBojaopona. Ilocme orronku pactBoputens, nomydann 16,9 r stwmn-2-
ITOKCHKAPOOHMII-2-[4-(2-3TOKCH-2-MMUHOATOKCH )()eHMIT| aleTara TUAPOXJIOpUa B BUAE TBEPAOTO
BEIIICCTBA.

¢) [lpu oxnaxkneHun Jb10M U pazmeruBanuu, 40 M1 3TaHOIOBOTO pacTBOpa, cojepkarero 3,6 T
STHII 2-3TOKCUKAPOOHUI-2-[4-(2-3TOKCH-2-UMUHOATOKCH | ()eHMII] aleTara, MOJy4eHHOrO B CTaJIuu
(b), mo karze pobamisn kK 10 M 3TaHOIOBOTO pacTBopa, coiep:kamiero 0,6 T sTHIEHANAMHUHA, U
NOJYYCHHYIO CMECh pasMeIIBaJId MPH KOMHATHOM Temreparype B TeueHue 1,5 yacos, mocie 4ero
CMECh HarpeBalu ¢ OOpaTHBIM XOJOoAWIBHUKOM B TeueHue 0,5 wacom. Ilocne oxmaxknenus, pH
MOJYYEHHOTO PEaKIIMOHHOTO PacTBOpa JOBOJAWIM IO KUCIOTHOTO 3HAYEHUS C TIOMOIIBIO ATAaHOJIA,
conepxamiero 13% (macC./00. ) CONSHYIO KHCIIOTY, a 3aTe€M CMECh KOHICHTPHPOBAIH J0CYyXa.
OcTaToK pacTBOPSUIM B BOJE M MPOMBIBATIHM JUATHIOBBIM 3¢dupom. [Tocie storo pH momydeHHOrO
BOJIHOTO ciosi jgoBoawin a0 9 - 10 ¢ momMomipio pa30aBICHHOrO0 BOJAHOTO PAacTBOpA THIPOKCHUIA
HATpUS, & OCAKJCHHBIC KPUCTAUIBI coOupanu nmyteM (unbTparuu. B pesynbrare 3T0# mporeaypsl
nonydanu 1,83 r neneBoro coequHeHus B BUJe OECIBETHBIX KPUCTAJLIOB.

T. . 72 - 110° C mnocrenenHoe cmaunBanue FAB-MC (macc- crIeKTpocKOmHs IyTeM
GoMOapMpOBKH ObICTpbIMU aToMaMu) (M/z): 335 (M™ +1).

'H-AMP (CDCls) 6 : 1,23 (6H, T, J = 8,0 I'n); 3,62 (4H, c); 4,10 (4H, xs. , J = 8,0 I';y); 5,52 (1H,
c); 4,68 (2H, ¢); 6,94 (2H, 1, J =10 I'u); 7,26 (2H, 1, J = 10 I').

Ccoutounbii  mpumep  29.  IMonyuenme ostun  2-{4-[((3S)-1-tper-OyTokcukapOoHmI-3-
nupponuauHui)okcu| Gpenu| -3-(5- nuano-2-0eH30dypaHui)IponuoHaTa

a)  3,12ratun2-[4-[((3S)-1-tperOyTOoKCHKapOOHMI-3-  MHUPPOIUIUHWI)OKCH]  GeHmn]  -2-
okcoarierata pactBopsiin B 100 mn terparuznpodypana, a 3atem pob6asnsii 4,65 r S-nimano-2-
6en3o¢ypanun Metmitpudenmipoconus xinopuaa. K nomyuernomy pacrsopy nobasmsian 400 mr
60% rugpuna Hatpus. K sToif cmecu, pa3memmBas, MO Kamiie J00aBIsIM 3 M JTaHONA, |
MOJYYEHHYI0 CMECh pa3MEIIMBAIM OJUH Yac NMPH KOMHATHOU TemnepaType. PeaklinoHHbIH pacTBOp
HelTpamm3oBamm ¢ momomplo  10%  pacTBOpOM  JIMMOHHOW — KHCIOTHI, OKCTParupOBaH
ATHJIAIETATOM, ©  OCYIIaJd IyTeM OTIOHKH  pacTBopuTens. llomydeHHBIH  OCTaTOK
XpomarorpadupoBai Ha KOJOHKE C CHIIMKArelieM, JJIOMPYS CMECHhIO TONyOoJla W JTWialeTara, B
pesyapTare  uero  moimydanu 3,1 r  otmn  2-[4-[((3S)-1-TpeT-OyTOoKCcHKapOOHIMII-3-
OUPPOIUIUHUI)OKCH]  deHun] -3-5-nmaHo-2-OeH3odypaHmsl  akpuwiara B BHJIE  BS3KOTO
MacIsSHUCTOTO MpPOAYKTa, MpeJcTaBistomero coboit cmecb E- u Z- ¢opm. HacTh moaydeHHOTo
TaKuM 00pa3oM COeTUHEeHHUs pa3nessii Ha E- u Z- popmel,

E-dopma (Menee nonsipaas):

'H-AMP (CDCls) 6 : 1,32 (3H, 1, J = 7,6 I'm); 1,49 (9H, ¢); 1,70-2,40 (2H, m); 3,30-3,80 (4H, m);
4,30 (2H, xB., J = 7,6 T'm); 4,92 (1H, mmp. ); 6,62 (1H, ¢); 6,94 (2H, 1, J = 9,0 T'y); 7,24 2H, 1, J =
9,0T'm); 7,38 (1H, o, J =8,6 I'm); 7,56 (1H, n, J = 8,6 I'm); 7,74 (1H, ¢); 7,77 (1H, ¢);

Z-popma:



'H-IMP (CDCls) § : 1,10-1,60 (12H, m); 2,00 - 2,30 (2H, m); 3,30-3,80 (4H, m); 4,50 (3H, ks., J
= 7,2 T'n); 4,92 (1H, mwp. ), 6,76 (1H, c); 6,81 (1H, ¢); 6,88 (2H, n, J = 8,75 I'n); 7,88 (2H, n, J =
8,75 I'm); 7,31-7,60 (2H), 7,85 (1H, c).

b) 3,1 r stun 2-[4-[((3S)-1-Tper-OyTrokcukapOonmi-3-5-nuano-2- OeH3odypaHui| akpuiara,
MOJTy4EHHOTO B CTaauu (a), pacTBOpsu B cMmecH, cocrosimed u3 100 M terparuapodypana u 100
w1 3tanona. K monydernomy pactBopy no6asmsuii 700 mr okucu mamtanust 1H2O cynbdata 6apus,
HOJIY4EHHOTO COTJIaCHO mpoleaype, onucanHoit B Angewandte Chemie (vol. 67, crp. 785, 1955).
[Tocne 6-4acoBOTO KaTaJIUTUYECKOTO THIAPUPOBAHHS TPU HOPMAIBLHOM [ABJICHUH, KaTalU3aTOP
YIS TyTeM (QHIbTPAIMK, a MOJYYCHHBIH QuibTpar KoHIeHTpupoBain. [locie 3Toro, ocraTok
XpomarorpadupoBaiu Ha KOJOHKE C CHIIMKArelieM, JJIIOMPYS CMEChIO TONyOJla W JTWIialeTara, B
pe3yJbTare uero noxydand 1,9 r neneBoro coeIMHEHUs B BHJIE BI3KOTO MACIISTHUCTOTO BEIIECTBA.

'H-AMP (CDCls) & : 1,00-1,40 (3H, m); 1,46 (9H, .c); 2,00-2,30 (2H, m); 3,16 (1H, ax, J = 14,4
u 7,2 I'n); 3,40-3,80 (5H, m); 3,90-4,30 (3H, m); 4,94 (1H, mwmp.); 6,40 (1H, c); 6,80 (2H, 1, J = 8,7
I'm); 7,25 (2H, o, J = 8,7 I'm); 7,46 (2H, ¢); 7,76 (1H, ¢).

Ccoutounnii  mpumep 30.  Ilomyuenue st 2-[4-[((3S)-1-Tper- OyTokcukapOOHHII-3-
nupposuauHuI)okcu| Gpenu] - 3-(7-1uano-2-Had T ) IPOIMOHATA.

a) 8,40 r (7-umano-2-nadrun)merunrpudpenmindochonns 6pomuaa u 5,0 r artun 2-[4-[((3S)-1-
TPEeT-0yTOKCUKAPOOHWI-3-IIUPPOTUANHII)OKCH| (QeHmIT| -2- OKcoameraTta W CyCICHIUPOBAIU B
cmecu 100 mn Terparuapodypana u 100 mn stanoma. K momyueHHOW cycrneH3uW A00aBIIsIIH,
pa3memmmBas npu 3toMm, 2,51 r 1,8-anazobunukio[5.4.0] -7-yHaenena, a 3aTeM MepeMelnBain 3
Jaca Mpy KOMHATHOM Temmeparype. [lociie OTTOHKH pacTBOPUTENS, OCTATOK XpOMaTorpapupoBaIu
Ha KOJIOHKE C CHJIMKAarelieM, JJIIOUPYsS CMEChI0 H- T'eKCaHa M JdTHIIAIeTaTa, B PE3YJIbTAaTe Yero
nony4danu 6,06 v atun 2-[4-[((3S)- 1-Tper-OyToKCHKapOOHUI-3-MTUPPOTUANHII)OKCH ]| - GeHu] -3-
(7-umano-2- HadTmi)akpuiata B Buae cMecH E- u Z-popM. YacTh MOMYy4EeHHOrO TaKUM 00pa3oM
coeuHeHus pasnensuin Ha E- u Z-popm.

E-dopma: 1. ut. 104-106° C kpuctammuzaus B STaHOJE

'H-IMP (CDCls) 6 : 1,35 (3H, 1, J = 7,3 T'm); 1,48 (9H, c); 2,05-2,30 (2H, m); 3,45-3,70 (4H, m);
4,31 (2H, k8., J = 7,3 I'n); 4,92 (1H, mmp.); 6,86 (2H, n, J = 8,8 I'm); 7,16 (2H, x, J = 8,8 I'); 7,20
(1H, nn, J =8,8wu 1,5 T'm); 7,56 (1H, nn, J = 8,3 u 1,5 'm); 7,62 (1H, n, J = 8,8 I'); 7,73 (1H, c);
7,80 (1H, 1, J = 8,3 T'm); 7,93 (1H, c); 8,07 (1H, ¢);

Z-hopma:

'H-AMP (CDCls) &: 1,19(3H,J = 7,3 T'm); 1,48 (9H, c); 2,05-2,30 (2H, m); 3,45-3,70 (4H, m);
4,29 (2H, k8., J = 7,3 T'n); 4,93 (1H, wup.); 6,90 2H, 1, J = 8,8 T'm); 7,09 (1H, ¢); 7,44 (2H, n); 7,60
(1H, on, J =8,3mu 1,5 T'); 7,63 (1H, ¢); 7,90 (1H, n, J = 8,3 I'); 8,18 (1H, c).

b) 6,06 r stun 2-[4-[((3S)-1-Tper-OyTokcukapOonun-3-mupponuaunun)okcu| ¢denwmn] -3-(7-
1uaHo-2-HaTum)akpunara, moixydeHHoro B Buae cmecu E- u Z- ¢opm B craaum (a) (CM. BHIIIE),
pacTBopsutH B cMecH, coctosmed u3 80 mur terparuapodypana u 80 M sranona. K momydeHHOMY
pactBopy mobasmsuin 2,0 T okucu mamwtagus * 1H20 cymbdara Gapus. [locne karanmuTudeckoit
THJIPOTCHU3AIUN TIPY HOPMAJILHOM JIaBJICHHH B TEUEHHE 3,5 YacoB, KaTaaW3aTOp yIALIIH IyTeM
GWIbTpalui, a pacTBOPUTENb OTrOHSUM. [loydeHHBI OCTAaTOK MOABEPralid KOJOHOYHOW
Xpomarorpaduu Ha CHIIMKAreyie, UCIONb3ys B KAUeCTBE AJIFOCHTA CMECh H-TeKCaHa M dTHIIAIeTaTa, B
pe3ylbTaTe 4yero noxydaiu 6,24 r 1eneBoro CoOeIMHEHUs] B YaCTUYHO OTBEPKACHHOHN dopme.



'H-AMP (CDCls) §: 1,11 (3H, 1, J = 7,3 T'y); 1,47 (9H, c); 2,00-2,33 (2H, m); 3,18 (1H, ax, J =
14,2 u 6,8 I'n); 3,40-3,65 (5H, m); 3,88 (1H, T, J = 7,5 T'm); 4,06 (2H, xB. , J = 7,3 T'm); 4,85 (1H,
ummp.): 6,80 (2H, o, J =8,8 I'n); 7,24 (2H, n); 7,42 (1H, an, J=8,8 u 1,5 T'); 7,54 (1H, nn, J =8,3 u
1,5Tm); 7,62 (1H, ¢); 7,77 (1H, o, J = 8,8 I'm); 7,85 (1H, 1, J= 8,3 I'y); 8,13 (1H, ¢).

CoenuHeHHs, MpeNCTaBICHHBIE B CCHUIOYHBIX MpuMmepax 31-39, momyyanu B COOTBETCTBHH C
IpOIIeTypOid, OMUCAHHON B cchutouHOM mpumepe 30.

CchUIOYHBII npuMep 31. Otun 2-[4-[((3R)-1-tpeT-OyTOoKCHKApOOHHII-3-
MUPPOTHIUHI )OKCcUubeHm | -3- (7-unaHo-2-HadTHI)IPOITHOHAT.

'H-AMP (CDCls) §; 1,11 (3H, 1, J = 7,3 T'y); 1,47 (9H, c¢); 2,00-2,35 (2H, m); 3,18 (1H, ax, J =
14,2 u 6,8 I'n); 3,40-3,70 (5H, m); 3,38 (1H, mmp.); 4,06 (2H, kB. , J = 7,3 I'n); 4,85 (1H, wwup. );
6,80 (2H, n, J = 8,8 I'); 7,24 (2H); 7,42 (1H, nn, J = 8,8 Ty m 1,5 'n); 7,54 (1H, naxn, J =83 u 15
I'n); 7,62 (1H, ¢); 7,77 (1H, 1, J = 8,8 T'm), 7,84 (1H, 1, J = 8,3 'm); 8,11 (1H, c).

Ccoutounsiii mpumep 32. Dtuin 2-[4-[(1-TpeT-OyTOoKCHKApOOHHI-4- THIIEPUANHIII)OKCH]| (HeHMIT-
3-(7-umano-2-Ha) T IPOIHOHAT.

'H-IMP (CDCls) 6 :1,11 (3H, T); 1,49 (9H, c); 1,70-2,00 (4H, m); 3,00-4,10 (9H, m); 4,45 (1H,
ump.); 6,80-8,10 (10H, m);

FAB-MC (m/z): 418 (M* +1).

Ccbutounbii mpumep 33. Ortun 2-[4-[((2S, 4S)-1-tper-OyToKcukapOoHMI-2- KapOamoui-4-
nuppouauHui)okcu] ¢dernn] - 3-(5-umano-2-6eH30(ypaHmI)IPONUOHAT, BA3KOE MACISHHCTOC
BEIIIECTBO.

'H-AMP (CDCls) 6 : 1,16(3H, 1, J = 7,0 T'ny); 1,47 (9H, ¢); 2,10-2,80 (2H, mmp.); 3,16 (1H, ax, J
=144 u 7,2 I'n); 3,40-4,50 (6H, m); 5,08 (1H, mmup. ); 6,39 (1H, c); 6,76 (2H, x, J = 8,35 I'n); 7,26
(2H, n, J =8,35T'm); 7,50 (2H, c); 7,80 (1H).

Ccoutounsiit mpumep 34. Dtun 2-[4-[((2S, 4S)-1-TpeT-0yToKCHKapOOHIII-2- TUMETHIKAPOAMONII-
4-mupponauuHun)okcu] ¢enmwi] -3-5-1maHo-2-0eH30(ypaHuI)IPONHOHAT, BSI3KOE MAacisSHUCTOE
BEIIIECTBO.

'H-AMP (CDCls) 6 : 1,23 (3H, 1); 1,44 (9H, c); 1,90-2,30 (1H, mmp. ); 2,40- 2,80 (1H, mmp. );
2,98 (1H, c); 3,10-4,23 (7H, m); 4,40-5,00 (2H, mmp.); 6,38 (1H, c); 6,90 (2H, 1, J = 8,3 T'm); 7,20
(2H, n, J = 8,35 Tw); 7,45 (2H, c); 7,76 (1H, c).

Ccputounsiii mpumep 35. Dtun 2-[4-[((3S)-1-Tper-OyTOKCHKapOOHHI- 3- MUPPOITHINHIII)OKCH)]
dennn| -3-(5-unano-3-mMeTuin-2- 6eH30(ypaHI)IPONUOHAT, BA3KOE MACISTHUCTOE BEIIECTRBO.

'H-IMP (CDCls) §: 1,16 (3H, 1); 1,47 (9H, ¢); 2,02 (3H, ¢); 2,1 (2H, mmp.); 3,1 (1H, mmp. );
3,6 (5SH, mup.); 4,1 (3H, m); 4,85 (1H, mmp. ); 6,83 (2H, n); 7,15 (2H,n); 7,46 (2H); 7,7 (1H, c).

CCBUTOYHBII npuMep 36.. Slvin 2-[4-[((3S)-1-Tper-OyTOKCHKapOOHMI-3-
nupponunuHuin)okcudenna] -3-(5- 1uaHo-7-MEeTOKCH-2-  OCH30(YPaHWI)IPOMHOHAT, BS3KOE
KEITOe MACISTHICTOE BEIIECTRBO.

'H-AMP (CDCls) 6: 1,17 3H, 1, J = 7 T'); 1,46 (9H, c); 2,00-2,30 (2H, m); 3,16 (1H, ax1, J =
14,5 u 7,4 I'n); 3,40-3,76 (SH, m); 3,80-4,30 (3H, m); 4,02 (3H, ¢); 4,70-5,00 (1H, mwup. ); 6,37 (1H,
¢); 6,80 2H, 1,J =8,75T'n): 6,95 (1H, 0, J =1,3I'); 7,23 (2H, 1, J = 8,75 '), 7,41(1H, 1, J = 1,3
I'm).



CchUI0YHBII puMep 37. Ortun 2-[4-[((3S)-1-Tper-OyTOKcuKapOOHMI-3-
nuppouauHi)okcupenm] -3-  (5-umaHo-3-0eH30(ypaHI)IPOITMOHAT, BS3KOEC MACISHHUCTOC
BEILIECTBO.

'H-AMP (CDCls) 6 : 1,14 (3H, 1); 1,45 (9H, c); 2,12 (2H, mmp. ); 2,90-4,00 (7H, m): 4,08 (2H,
kB. ); 4,84 (1H, mmp. ); 6,85 (2H, n); 7,2 (2H, n), 7,41 (1H, ¢); 7,50 (2H); 7,72 (1H).

CchunouynbIit npuMep 38. Otun 2-[4-[((3S)-1-TpeT-OyTOKCHMKAPOOHHMII- 3-
nUppoMIuHII )oKcuperu | -3-(6-1rmano-2-Had T IpOHOHAT.

'H-AMP (CDCls) 6 : 1,25 (3H, 1, J = 7,0 I'm); 1,46 (9H, ¢); 2,00-2,20 (2H, m); 3,00-4,00 (7H, m);
4,08 (2H, k8.); 4,85 (1H, mmp.); 6,80-8,20 (10H, m),

Ccputounbii mpumep 39. Otun  2-[4-[(1-Tper-OyToKcHKapOOHMI-4- MUICPHITHIIT)METOKCH |
bennn] -3-(7-unano-2-HadTHII)IPONHOHAT.

'H-AMP (IMCO-dg) & : 1,01(3H,1, J = 7,1T'm); 1,1-1,2 (2H, m); 1,39 (9H, c); 1,68-1,76 (2H, m);
2,65-2,75 (2H, m); 3,78 (2H, n); 3,9-4,1 (5H, m); 4,55-4,65 (1H, m); 6,85 (2H, n, J = 8,3 I'); 7,25
(2H, n,J = 8,3 I'n); 7,55-7,65 (1H, m); 7,68-7,73 (1H, m); 7,82 (1H, c); 7,90-7,95 (1H, m); 8,03 (1H,
n,J=8,81Im),; 8,44 (1H, c).

Ccoutounniii  npumep 40. Tomydenue otun  (+)-2-[4-[((3S)-1- TperOyTOKCHKApOOHMI-3-
nuppoauauaun)okcu]  denwmn] -3-(7-umano-2-madrun)npornuonatra u otua  (-)-2-[4-[((3S)-1-
TPEeTOYTOKCHKAPOOHMII-3- MUPPOTUANHII)-0KCH | pern] -3-(7-unaHo-2-HadTHI)IPOITHOHATA.

2,0 r ot 2-[4-[((3S)-1-TpeT-OyToKcHKapOOHMI-3-TUPPOTUANHII)- okcH| dermn] -3-(7-1muaHo-
2-Hadtun)nponuonaTa pactBopsi B 10 M staHona, HarpeBast mpu 3ToM. [locne oxnmaxkaeHus 1o
KOMHATHOH TeMIepaTypbl, OCAXKICHHbIC KpPUCTALIbI COOMpad IyTeM (QWIbTpAlMU, a 3areM
NEePEKPUCTAUTH30BBIBATIM JBAXK/IBI U3 3TAHOJA, B pe3ysbTare yero moaydanu 640 mr stun (+)-2-[4-
[((39)-1 -TpeT-0yTOKCUKAPOOHMII-3-TIUPPOITUIUHIII)- OKCH] benmn] -3-(7-unano-2-
HadTun)nponuonata. T. . 132-133,5° C.

24

[a] , ==+ 117,4 (c = 1,008, CHCl3)

'H-AMP (CDCls) & : 1,11 (3H, 7; J = 7,3 I'm); 1,47 (9H, ¢ ); 2,00-2,30 (2H, m); 3,18 (1H, ax, J =
14,2 u 6,8 I'm); 3,40-3,70 (5H, m); 3,87 (1H, T, J = 7,6 I'n); 4,00-4,10 (2H, m); 4,85 (1H, wwup. );
6,80 (2H, x, J = 8,8 I'm); 7,20-7,30 (2H, m); 7,42 (1H, n, J = 8,3 I'y); 7,55 (1H, 1, J = 8,3 I'n); 7,63
(1H, ¢); 7,77 (1H, n, J = 8,3 T'w); 7,85 (1H, o, J = 8,3 I'); 8,12 (1H, c).

BDXX: KonoHka: KOJOHKa C aMUJIO301 Ui paszenenus ontudeckux nzomepos (CHIPALPAK
AD, 4,60 @ x 250 MM, Diacel Chemical Industries, LTD.)

PactBopuTens; u3o-npomnanon: H-rekcan= 15: 85 (00. /06.)

Cxopoctb moToka: 1 mur/mMuH.

Temneparypa kononku: 25° C

Bpewms ynepxxuBanus: 31,37 MmuHyT

OuIbTPaT KOHICHTPUPOBAIM I0CYyXa M KPUCTAUTU30BAJIM W3 CMECH H- IeKCaHa WM ITaHOJA.
CoOpaHHbIe KPUCTAIUTBI MEPEKPUCTAIUIN30BBIBAIA M3 TOW K€ CMECH, U Moyydaiu B pesynbrare 80
mr oTua (-)-2-[4-[((3S)-1- TpeT- OyTokcuKapOOHMII-3-TUPPOTUAMHIN )-0KcH | dherm ] -3-(7-1mano-2-
HadTum)nponuonata. T. 1. 82,5-85,0° C

24
[a] , =-85,0 (c =0,53, CHCls)



'H-AMP (CDCls) §: 1,11 (3H, T, J = 7,3 I'm); 1,47 (9H, c); 2,00-2,30 (2H, m); 3,18 (1H, an, J =
14,2 u 6,8 I'); 3,40-3,66 (SH, m); 3,87 (1H, T, J = 7,6 I'n); 4,00-4,10 (2H, m); 4,85 (1H, wwup. );
6,80 (2H, x, J = 8,8 I'); 7,20-7,30 (2H, m); 7,42 (1H, x, J = 8,3 I'n); 7,56 (1H, 1, J = 8,3 I'm); 7,62
(1H, ¢); 7,77 (1H, n, J = 8,3 T'); 7,85 (1H, o, J = 8,3 I'y); 8,12 (1H, c).

BOXX: KonoHnka: KoJOHKa ¢ aMUI030H Ais pasaeneHus onrtuyeckux nomepos (CHIPALPAK
AD, 4,60 @ x 250 um, Diacel Chemical Industries, LTD.)

PacTtBopuTens: n3onpomnanoin: H-rekcad = 15: 85 06. /00.

CxkopocTts moToka: 1 Mii/MuH.

Temneparypa kosioHku: 25° C

Bpewmst ynepxxuBanusi: 23,22 MuH.

Ccounounsiii npumep 41. Ionyuenne stun 3-(5-1mano-2-6enzodypannn)- 2-[4-[((3S)-1-meTwi-
3-IUPPOJIUIMHII )OKCH | PEHUIT | MPOIMOHATA.

1,8 r atun 2-[4-[((3S)-1-TpeT-OyToKcuKapOOHUI-3-TupponuanHII )okcu| dpermn| -3-(5- muaHo-
2-0eH30(ypaHIIT)TPOITUOHATA PACTBOPSIIN B 28 MIJI MypaBbUHOUM KHUCJIOTHI, ¥ MOJIYICHHBIH PacTBOP
pasmemmBann  nipu  70° C B Teuenwe 1 wyaca. IlomydeHHBIH pPEAKIMOHHBIM  PacTBOP
KOHIICHTPUPOBAIH JIOCYyXa, H OCTaTOK PAaCTBOPSUIM B 8 MJI MypaBbUHOM KHCIOTHL. K 3TOMY pactBopy
nobapmsumm 0,29 mn 37% dopmanpaernia, a 3aTeM HarpeBaJid ¢ OOpaTHBIM XOJIOJWUIBHUKOM B
tedyeHue 4 vacos. [locie oxnakaeHUs, peaKIIMOHHBIA PacTBOpP CMEUIMBAIU C XJopodopmom, a pH
cmecu noBoauiu o 10-11 ¢ momoIibo BOJHOTO aMMHaKa, 3aTeM MOJyUYeHHBIH OPraHu4YeCKUi CIIOH
cooupanmu u ocymand. [lociie OTrOHKM pacTBOPHUTENS, OCTATOK OYHINAIA C IOMOIIBIO
Xpomarorpaduu Ha CHIIMKAaresie, KCIOJIb3Ys B KAUYECTBE AITIOEHTAa CMECh XJIopodopma U MeTaHoja. B
pe3yybTare OMMCaHHOU mpoueaypsl moxydanu 1,07 T 1eneBoro coeqMHEHUsT B BUIAC MACISTHUCTOTO
IPOIyKTA.

'H-IMP (CDCls) 6 : 1,16 (3H, 1, J = 7,2 T'); 1,60-2,30 (2H, m); 2,38 (3H, c); 2,00-4,00 (7H, m);
4,11 (2H, kB., J = 7,2 I'n), 4,60-4,90 (1H, wmp. ); 6,39 (1H, c): 6,78 (2H, 1, J = 8,8 I'y): 7,21 (2H, n,
J=8,8T'm); 7,47 (2H, ¢); 7,77 (1H, c).

Ccbutounbiii npumep 42. Tlomyuenme stun  2-[4-[((3S)-1-aneTnn-3- MTUPPONUAUHIIT)OKCH]
¢enun] -3-(5-unano-2-6eH3ypypaHuiI)IPONHOHATA.

2,3 r ot 2-[4-[((3S)-1-Tper-OyTOKCHKapOOHMIT-3-TUPPOTUIUHIN)- OKcH | dernn] -3-(5-nnano-
2-6eH30(ypaHUI)IPOIIMOHATa PAacTBOPSAIN B 3 M aHM30i1a. K moigydeHHOMy pacTBOpY A00aBIsuIN
25 M TpUDTOPYKCYCHOM KHCIOTHI, OXJaXJas MpPU O3TOM JbJIOM, H TOIYyYEHHYIO CMECh
pasMemmBaNy Mpu KOMHATHOH Temriepatype B TeueHue 1 gaca. [locie oTToHKH TPUPTOPOYKCYCHOM
KHCJIOTHI TIPH TTOHIKEHHOM jaaBiiennu, pH octatka noowmm 10 10-11 ¢ moMoInibpio HACKIIIIEHHOTO
BOJIHOTO pacTBOpa OWkapOoOHaTa HATpWs, 3aT€M IKCTparupoBaiu xjopodopmoM u ocymand. [Ipu
KOMHATHOW TeMIIepaType OpraHMYeCKHi CJIOW CMEIMINBAIH ¢ 2 MII TPUATHIIAMHHA, a 3aTeM ¢ 555 M
aleTUIXJIOpUIa, Mocjae Yero nepeMelnBaiu Npu Toi xe temneparype B Tedenue 0,5 gaca. ITocie
OTTOHKH PacTBOPUTEINS, OCTAaTOK XpOMarorpadupoBald Ha KOJOHKE C CHIIUKAarejeM, >SIIOUpYs
CMechbI0 XJIopoopMa U 3TaHOJA, B pe3ysbTaTe yero mnoayyanu 1,8 r neneBoro coeinHeHMs..

'H-AMP (CDCls) 6 : 1,17 3H, T, J = 7,0 I'm); 2,04 (1,5H); 2,08 (1,5H); 3,14 (1H, ax, J= 15,1 u
3,6 T'm); 3,40-4,30 (8H, m); 4,70-5,04 (1H, mmp. ); 6,40 (1H, c); 6,60-6,92 (2H, m); 7,10 (2H, m);
7,47 (2H, ¢); 7,77 (1H, ¢).



Ccouounbiii mpumep 43. Tlomyuenue stun  3-(5-mano-2-6ensodypanmn)- 2-[4-[((3S)-1 -
JTUMETHIIKApOaMOIIII- 3-MTUPPOJIMIUHILT)OKCH | PeHUIT} TPONMOoHATA.

2,3 r atun 2-[4-[((3S)-1-TpeT-0yToKCHKapOOHMII-3-TUPPOTHIUHI )- OKCH |} (erm] -3-(5-nnaHo-
2-6eH30(ypaHII)IPOITMOHATa PACTBOPSIN B 3 MJI aHM30i1a. K MogydeHHOMY pacTBOpY A00aBIsIIH
25 MJ TpUPTOPYKCYCHOM KUCIOTHI, OXJIAXKAAsi IPU 3TOM JIbJOM, MOCIIE Yero cMech pazMermmuBanu 1
yac Tpu KOMHaTHOW Temmeparype. Ilocie orronkm TpudropykcycHoM kuciotbl, pH ocraTka
noBoauin 10 10-11 ¢ momoIbio HACHIIIIEHHOTO BOAHOTO pacTBOpa OWkapOOHATa HATPHs, a 3aTeM
AKCTParupoBaIl XJIOpohOopMOM M ocymanu. [Ipy KOMHATHOH TeMIiiepaType, OpraHWYeCKHid CIOH
CMEIIUBAJIU C 2 MJI TPUATHIIaMKHA, a 3aTeM ¢ 760 mr N. N-nmuMernnkapOaMoniIXaopuia, ocie 4ero
cMech pasMemmBaiu 1 vac mpu Toi ke Temmeparype. Ilocie OTTOHKHM pPacTBOPHUTENS, OCTATOK
xpomarorpadupoBaiu Ha KOJOHKE C CHJIMKAreleM, JJIIOUPYs CMEChIo Xjopodopma u 3TaHona, B
pe3yabTaTe 4ero nojydanu 1,7 T meneBoro coequnHEHUsI.

H-IMP (CDCls) 6: 1,17 (3H, 1, J = 7,0 T'n); 1,9-2,20 (2H, m); 2,86 (6H, c); 3,14 (1H, ax, J =
16,0 u 7,2 T'); 3,30-4,50 (8H, m); 4,72-4,96 (1H, mmp. ); 6,41 (1H, c); 6,83 (2H, n, J = 8,7 I'n); 7,25
(2H, 0, J = 8,7T'w); 7,49 (2H, ¢); 7,78 (1H, c).

Ccoutounsiii mpumep 44. [onyuenue 3tun 2-(4-anerokcud e )-2- okcoareraTa.

7,25 1 otun 2-(4-ruapokcudeHm)-2-0Kcoaerata pacTBOpsuid B 15 M1 mupuauHa, 3aTemM
N00aBIISIH 4 MJT YKCYCHOTO aHTHIIPH/IA, U Pa3MEIIUBAIN ITPH KOMHATHOM TeMIiepaType B TeucHue 1
vyaca. [lomydeHHBI pacTBOpP BBUIMBAIM B BOJY, W OSKCTPArHPOBAIU IHITHIIOBBIM A(PUPOM.
OpraHuyecKHii CII0i MPOMBIBAJIM BOJOW U KOHIICHTPUPOBAIU J0CYXa. 3aTeM OCTATOK PACTBOPSUIU B
OeH301e, KOHLEHTPUPOBAIU, W TOIy4add B pe3ynbrate 8,3 I IEIeBOr0 COEAWHEHHS B BUJC
MAacCIISTHUCTOTO MPOIYKTA.

H-IMP (CDCls) 6 : 1,41 (3H, 1); 2,32 (3H, ¢); 4,43 (2H, k8.): 7,29 (2H, n); 8,01 (2H, n).

Ccbutounbii  mpumep 45,  Tlomywenue atun  3-(5-umano-2-6eHzodypanmn)-2-  (4-
TUAPOKCU(EHUIT)TPOITMOHATA.

a) 15,93 r 5-umano-2-6enzodypanun merwitpudpenmindochonns xmopuna u 8,29 r stun 2-(4-
aIleTOKCU(EHMIT )-2-0KCOoaIeTaTa pacTBOPSUIM B cMecH, cocrosimeld u3 80 mi terparunpodypana u
80 mn staHona. Ilpu KomMHaTHOM TemmepaType, K 3ToMy pacTBopy noGasmstim 5,34 r 1,8-
nuazaduimkino[5.4.0] -7-yHaeneHa, U MOJyYeHHYI0 CMECh pa3MEIIMBaIN IpU 3Tol TemnepaType 18
4acoB. 3aTeM pEeaKIMOHHBIH pPACTBOP KOHLEHTPUPOBAIM JIOCYXa, B OCTaTOK OYMILAIA Ha
Xpomarorpaduyeckoil KOJIOHKE ¢ CHIIMKarejleM, UCHOJb3ysl B KaueCTBE IJII0EHTAa CMECh TOJIyoJsla U
STHIIAlleTaTa, B pe3ynbrare dvero momydanu 11,28 1 stun 2-4-anetokcudeHwmwi-3-5-nuano-2-
OeH30(ypaHIT akpuiiaTa B BUJE CBETIO-KEITHIX KPUCTAIUIOB, MPEICTABISAIONINX CO00H cMech E- u
Z-popm.

H-IMP (CDCls) 6 : 1,32 (3H, 1); 2,36 (3H, ¢); 4,30 (2H, k8.); 6,30 (1H, ¢); 7,2-7,8 (8H, m).

b) 3,8 r artun-2-4-aneroxkcudennn-3-5-uano- 2-0eHzodhypaHUa aKpuaata, MOJTYYEHHOTO B
cTamuu (a), pacTBOPSUTM B CMECH pPacTBOPHTENEH: 3TaHona W Terparuapodypana. [lomydeHHBIH
pactBop cmemmBamu ¢ /50 mMr okcmma mammagms * 1H2O cynbdara Oapusi, m momBepraiu
KaTaJIMTHYECKOM TMIPOTeHU3allMy MpU HOpPMaJbHOM JaBieHuu. Ilocie ynaneHuss pacTBOpUTEINs
nyTeM (QUIbTpaIuy, GUIBTPAT KOHIICHTPUPOBAIK JOCyXa M MOJy4ald B pe3yibrare 3,8 r atui 2-
(4-auerokcudpennn)-3-(5-uano-2- 6eH30(hypaHuI)-MIPONHOHATA.



'H-AIMP (CDCls) 6: 1,16 3H, 1, J = 7,2 I'm); 2,25 (1H, c); 3,20 (1H, ax, J = 16,2 u 7,0 I'm);
3,40-4,30 (4H, m); 6,50 (1H, ¢); 7,10 (2H, n, J = 8,3 T'y); 7,40 (2H, n, J = 8,3 I'y); 7,56 (2H, ¢); 7,86
(1H, ¢).

¢) 8,1 r satun 2-(4-aneroxcudennn)-3(5-unaHo-2-6eH3o0hypaHuii) IPONUOHATA, TOIYYCHHOTO B
craqun (b), pactBopsuim B 100 My 3TaHONOBOrO pactBopa, cojiepxaiero 15% ammuak, u
MOJIYYCHHBIM pacTBOP BBIACP)KMBAIHM NPU KOMHATHOW Temmeparype B TedeHue 18 gacoB. 3atem
PEaKIMOHHBII PacTBOP KOHIEHTPHPOBAIHM JOCYXa, & OCTATOK OYMINAIN C IMOMOUIBIO KOJIOHOYHOM
xpomarorpaduu Ha CHIHMKarene, J3IIOHpPYys xiopodopmom. B pesynbrare STOW mpouemaypbl
noJty4yayim 5,62 T 1esieBoro coeMHEHUs B BUIe OeclBeTHBIX KpuctamuioB. T. . 140-142° C.

'H-IMP(CDCls) & : 1,15 (3H, 1); 3,0-4,0 (3H, m); (2H, k8); 4,98 (1H, ¢); 6,39 (1H, c), 6,76 (2H,
n); 7,15 (2H,n), 7,45 (2H); 7,75 (1H).

Ccbutounbii  mpumep  46.  Tlomydyenume atun  3-(5-umano-2-6enzodypanmn)-3-  (4-
TUAPOKCU(EHNT)IPOITUOHATA.

a) B 150 mn amerona cycnenaupoBanu 20 r 5-Opomocanununansaerunga, 22,9 r 2-6pomo-4-
MeTokcuaneropenona u 27,6 T 0e3BOAHOrO KapOOHaTa Kaius. 3aTreM IEepeMEIIUBAIN IPH
KOMHATHOW TeMIlepaTtype B TeUeHHE 4 4acoB, PEaKIIMOHHBIH pacTBOP KOHIICHTPHPOBAIH JIOCYXa, a
3aTeM CMEIIMBAIM C BOJOW M OCAXACHHBIE KPHUCTALIBI coOupanu mytem (uibTpanuu. [locne
MPOMBIBaHKS BOJOH M TOCICIYIONICH MEepeKpUCTAIUTH3AMN U3 dTaHoia, momxydanu 14,02 r 5-
O6pomo-2-(4-meTokcrben3onn)oen3odypana B Bujae OECIBETHBIX MPU3MOOOPa3HbIX KPHCTALIOB. T.
1. 143-146° C.

MK(KBr): 1644, 1605, 1257cm™

H-AMP (AMCO-ds) & : 3,35 (3H, ¢); 7,15 (2H, x1, J = 9 I'm); 7,72 (3H, m); 8,0-8,2 (3H)

b) 15,0 r 5-6pomo-2-(4-meTokcubeH3omn)0eH30(ypaHa, moaydeHHoro B craguu (a), u 6,09 r
[UaHWJa MEAU CYCHEHIUpoBaId B 75 mi N-MeTui-2- mUpposiuaoHa, U MOJYyYEHHYIO CYCHEH3HIO
pa3MermmBaid B TOTOKe a3ora B TeueHue 5 uacoB mnpu 200-220° C. Ilocre oxmaxaeHus,
PEaKIMOHHBIN PACTBOP paz0aBisIN XJI0pohOPMOM, HEPACTBOPUBIIHECS MaTePUAITBl YAAJSUIN ITyTEM
¢bunbTpanuy, a MOJYyYEHHBIH (QUIbTpAT NPOMBIBAIM pa30aBiIeHHON coisiHOM kucioroil. Ilocie
OCYIIIKH OPT@HUYECKOTO CJIOS C TIOCIEAYIONNM KOHIICHTPUPOBAHHOM TIPY TTOHIKEHHOM JIaBJICHUH,
nonyyamu 6,60 r 2-(4-meroxcubeH30m)-5-0eH30pypaHKapOOHUTPHIA B BHIAC KOPUUYHEBOTO
MOPOUIKA.

UK (KBr): 2224, 1644cm™

H-AMP (IMCO-de) ¢ : 3,30(3H, ¢); 7,15(2H, 1, J = 9 I'm); 7,83 (1H, ¢); 8,00 (2H, x); 8,07 (2H,
n,J=9TIm); 8,42 (1H, c).

¢) 1,85 r srunaustrngdochonoanerara pacteopsiin B 20 mi tereparuapodypana. PazmemmBas
IpyY KOMHATHOM TeMIieparype, K MmojiyueHHOMY pactBopy nobasmsiin 320 mr 60% runpuna Hatpus,
[OCJI€ Yero MpoAOJDKAIM pa3MelIdBaTh 0 MOJYYEHHs IMPO3PAYHOTO PEAKLMOHHOTO pPacTBOpA.
Yepesz 10 MUHYT K 3TOMY peakIMOHHOMY pactBopy mobaBisuin 1,75 r 2-(4-meTtokcnOeH30m)-5-
O0eH3zo(dypaHkapOOHUTpHUIIA, TOJYYEHHOTO B CTaJWM B), W CMECh HarpeBa C OOpaTHBIM
xonoamsHIKOM B TeueHue 30 MuHyT. [lociie oxitaxaeHus1, peakimOHHYI0 CMECh KOHIICHTPHPOBAITN
nocyxa. OcTaTok cMemMBalIM C pa30aBIeHHONM COJITHOM  KHCIOTOM, SKCTparupoBajiu
TUXJIOPMETAaHOM, TPOMBIBAIM  HACHIIIEHHBIM BOJHBIM  PAacTBOPOM  XJIOPHAAa HATpPUS U
KOHIIGHTPUPOBAIM JocyXa. [losydyeHHBIH OCTaTOK OYHMINAIM C TOMOIIBIO  KOJOHOYHOM



Xpomarorpaduu Ha CHIIMKAarese, JIIIOUPYs CMEChI0 H-TEKCaHa JUXJIOPMETaHa, B PE3yJIbTaTe 4Yero
noayyanu 1,78 r atun 3-(5- nuano-2-0en3zodypanui)-3-(4-MeTOKCUPCHIIT )aKpUIaTa B BUJE CMECH
E- u Z-uzomepos.

'H-AMP (CDCls) §: 1,20 (3H, 1; J = 7 I'n); 3,84 (3H, ¢); 4,18 (2H, k8., J = 7 T'ny); 6,32 (1H, c);
6,8-7,4 (5H, m); 7,56 (2H, ¢); 7,93 (1H, mmup).

d) 1,78 r E/Z - cmecu stun 3-(5-mmano-2-6ensodypanmn)-3-(4- meTokcudeHu1)aKpusiara,
MOJy4eHHOTO B CcTaauu (C), pacTBOPSUIM B CMECH pACTBOPHUTENICH, COCTOSIIeH u3 6 M
terparuapodypana u 20 mn stanona. K momyuennomy pactBopy npoGaBimsimm 200 mr 5%
NaJUTaUPOBAHHOTO yIJIs, M 3Ty CMECh IOJABEPrajd KaTATUTHYECKOW THUAPOTCHHU3AIMU TIPH
HOpPMaJIbHOM JaBlieHHH B TeueHue 1,5 vacos. [locne ynaneHus katanuzaTopa myteM (UIbTpaluy,
MOJYYCHHBIH (PUIBTPAT KOHIICHTPUPOBAIH I0CYyXa, B pe3yibTare yero moaydanu 1,79 r 3-(5-muano-
2-6en3odypanni)-3-(4- MeTOKCH(BEHMIT)IPONHOHATA.

'H-IMP (CDCl3) 6:1,29 3H, 1, J = 7 I'n); 2,9- 3,1 (2H, m); 3,78 (3H, c); 4,09 (2H, kB., J = 7
I'm); 4,5-4,7 (1H, m); 6,47 (1H, ¢); 6,88 (2H, o, J =9 I'n); 7,47 (2H, ¢); 7,80 (1H, ¢).

e) 1,79 r stun 3-(5-umano-2-6en3opypanun)-3-(4- MeTOKCH(PEHUI)TPOITHOHATA, TTOJTYYSHHOTO B
craauu (a), pactBopsut B 20 M1 6€3BOTHOTO AMXJIOPMETAHA, U TOJYYCHHBIH PAaCTBOP OXJIAXKIAIH
1o -50° C. K aromy pactBopy 1o karuie go0asisuia 10 M pacTBopa ITUXJIOpMETaHa, COJICPIKAIIETO
1,36 mu Tpubpomuia Gopa. IlomydeHHYI0 cMeCh MOCTEIIEHHO HarpeBalid, U pa3MelInBaiu 3 Jaca
npd KOMHATHOM Temreparype. 3areM, PEeaKIMOHHBIH pacTBOp pa30aBisuId JUXJIOPMETAHOM, H
MOJYYCHHBIH OpPraHWYeCKUd CJIOW TMPOMBIBAIM pa30aBICHHON COJITHOW KHUCIOTOM, a 3aTeMm
HACBHIIIIEHHBIM BOJHBIM PAaCTBOPOM XJIOPHJIA HATPHS, TOCIE Yero KOHIICHTPUPOBAIHM Jocyxa. B
pe3yabTare 3ToW mpouexypbl monydaiu 1,34 T I1EIeBOro COSAMHEHUS B BUJAC MAaCISHUCTOTO
BEIIIECTBA.

'H-IMP (CDCls) §: 1,15 (3H, 1, J = 7 I'n); 2,9- 3,3 (2H, m); 4,09 (2H, k8., J = 7 T'n); 4,5-4,7
(1H, m); 6,15 (1H, mmp. ); 6,46 (1H, c); 6,80 (2H, 1, J =9 T'n); 7,15 (2H, 1, J = 9 I'y); 7,42 (2H, c¢);
7,76 (1H, c).

Ccoiiounbiii  mpumep 47. Tlonyuenme  otmin-2-(2-(5-nmano-2-  GeH30(ypaHmn)aTHI)-5-
TUIPOKCUOEH30aTa.

a) 4,87 r 2-popmmi-5-merokcuOeH301HON KHCIOTH pacTBopsuin B 30 mi xjopodopma.
PasmemBass mpu KOMHATHOH TeMmIieparype, pacTBOp cMecu OeH3oma W H-rekcana (1. 1),
coJiepKalero Au(peHmIIMa3oMeTat, MOJyYeHHbIH B COOTBETCTBHM C INPOLEAYpPOHl, ONMCAaHHOW B
Journal of Chemical Society (Parkin 1, ctp. 2030-2033, 1975), n006aBisuid K TMOJTy4YECHHOMY
pacTBOpy 10 T€X MOp, MOKA PEaKIMOHHBIA PAacTBOP HE CTAHET IMypPIypPHO-KPAaCHOTO IIBETa. DTOT
PEaKIMOHHBII pPacTBOpP TMOJBEPrajd OYHCTKE C IIOMOIIBIO KOJOHOYHOW Xpomarorpaduu Ha
CHIIMKarelne, JJIIOMPYs CMEChI0 TOJyoJla M JTWialeTara, W TOJIy4daaun B pesynbrate 8,2 T
TQEHUIMETHIT-2- HOPMIIT-5-MeTOKCHOeH30aTa B BU/IE BA3KOTO MACIISTHICTOTO BEIIECTBA.

H- AMP (CDCls3) 6 : 3,87 (3H, ¢); 7,13 (1H, an, J = 11,51 2,9 T'n); 7,20 (1H, c); 7,24 (11H, m);
7,97 (1H, n, J = 11,5T'm); 10,45 (1H, c).

b) 6,0 r audennn 2-popmun-5-meTokcrubeH30arTa, MoaydeHHOro B craauu (a), u 8,1 r (5-muano-
2-6en3o¢ypanmn)metuntpudenmhocoHuiixaopuaa pacTBOpsUId B cMecH, coaepkamerd 70 mu
teTparuapodypana u 70 min meraHona. PaszmemmBas npu KomMHaTHOW Temmeparype, 2,91 r 1,8-
nuazabuikno [5.4.0] -7-yHumeneHa 00aBisUIM K MOJYYCHHOMY pacTBOpy, M 3Ty CMeECh



pasMemuBaii 2 4aca NpU TOW ke TemrepaTrype. Ilocie OTroHKHM pacTBOPHUTENS, TMOJYyYCHHBIN
OCTaTOK OYHMIIAJIH C IMOMOIIBIO XpoMmarorpaguu Ha CHIIMKAaresie, JIIOUPYS CMEChIO TOJIyoJa H
xjmopodopma, B pesydabrate dero nonydand 8,2 1 aubenuamerwn  2-[2-(5-umano-2-
Oen3odypanmi)BUHWI| -5-MeTOKCHOEH30aTa B BUAe cMecH E- u Z-u3o0MepoB.

'H-AMP (CDCls) & : 3,84 (1H, ¢); 3,88 (3H, c); 6,20-8,28 (19H, m).

c) 82 r E/Z - cmecu mudenunmermn 2-[2-(5-umano-2- OenzodypaHuin)BUHMI] -5-
METOKCHOCH30aTa, MOJYYCHHOro B cTafauu D), pacTBOPSUIM B CMECH PacTBOPUTEICH, COCTOSIICH M3
60 M terparuapodypana u 60 mi 3tanona. K atomy pactBopy mo6aisiu 2,0 T OKMCH Tayiagus
1H20 cynbdara Oapusi, 1 MOTYYECHHYIO CMECh MOABEPrajid KaTaJUTHYECKOW THAPOTEHU3ALUU MIPH
HOpMaibHOM JaBieHuu. [locnme ypameHuss KaTaniu3aTtopoB NyTeM (GUIBTPALMM [OJY4YESHHBIH
buIbTpaT KOHLEHTPUPOBAIIU, OCAXKIEHHBIE KPUCTAILIBI COOUPATHU IMyTeM (PUIbTpaLUY, U MOTy4dan
B pesyibrate 4,45 1 2-[2-(5-unano-2-6eH30hypannn)atui| -5-MeTOKCHOSH30MHOM KUCIOThL. T. Tl
179-182° C.

H-IMP (CDCls3) & : 2,90-3,42 (4H, m); 3,75 (3H, c); 6,67 (1H, c); 7,01 (1H, an, J = 8,7 u 2,2
I'n); 7,24 (1H, x,J = 8,7T'w),7,34(1H, 1, J= 2,2 I'n); 7,69 (2H, ¢),8,06 (1H, c); 12,98 (1H,mmp.).

FD-MC m/Z: 321 (M%), 311, 283.

d) 4,45 r 2-[2-(5-unano-2-6eH30(pypaHu1)3TII| -5- METOKCUOCH30MHOW KUCIIOTHI, TIOJTy4YCHHOH B
craqun (c), pactBopsuit B 200 M1 3TaHONa, W TONYYEHHBIH pAcTBOp CMEUIMBAIU ¢ 4 MI
KOHIIEHTPUPOBAHHON CEPHOM KUCIIOTHI, a 3aT€M CMECh HarpeBajid ¢ OOPAaTHBIM XOJOIMJIBHUKOM B
teyenne 16 uwacoB. [locine oxnaxaeHus, peakUUOHHBIA PACTBOP HEHUTPATU30BAIM C HOMOIIbIO
HACBILIIEHHOTO BOJHOTO pacTBOpa OmkapOoHaTa HATpHs, a ATAHOJN YAAISIM IMyTeM JUCTUIUISALUU.
[TomydeHHBIM OCTaTOK SKCTPArupoBalld 3TUJIAIIETATOM W OCYIIAIH MyTeM OTTOHKH PAacTBOPHUTEIIS.
OcTaTok OYMIIATIH C MOMOLIbIO XpoMaTorpaduu Ha CUIIMKaresie, a 3aTeM MepeKpUCTAUIN30BbIBAIH
U3 H-TeKcaHa, B pe3ysbrate dero momydand 4,11 r stun 2-[2-(5-upano-2-6en3odypanmn)atui] 5-
METOKCHOEH30aTa B BUIC OCCIIBETHBIX HTOJLYATHIX KprucTawioB. T. tr. 92-93° C.

H-IMP (CDCls) 6 : 1,38 (3H, T, J = 7,0 T';y); 2,90-3,48 (4H, m); 1,82 (3H, c); 4,34 (2H, k8. , J =
7,0 T'm); 6,41 (1H, ¢); 6,96 (1H, on, J = 8,7 u 2,6 T'y); 7,10 (1H, 1, J = 8,7 T'm); 7,46 (1H, n, J = 2,6
I'm); 7,48 (2H, ¢); 7,79 (1H, c).

e) 4,11 r stun 2-[2-(5-umano-2-6enzodypanmn)atui| -5-MeTokcnOeH30aTa, MOJIYYEHHOTO B
craguu (a), pactBopsuii B 40 My auxJIOpMETaHa, U MOJYyYEHHbIH pacTBop oxiaxaanu jao -78° C.
3arem, IpH TOIl ke TeMmIeparype, K 3TOMy pacTBOpyY 1o Karuie fo6asnsum 8,85 r Tpubpomua Oopa,
U TIOJy4EHHYIO CMeCh MocTeneHHo HarpeBanu 10 -5° C - 0° C, mocie 4yero nepeMeluBaid B
TeueHue 1 wyaca. PeakIMOHHBI pacTBOp BBUIMBAIM B JIEASHYIO BOAY M OKCTPAarupoBajH
strnaneraToM. [lomydeHHBIN OpraHMYecKHil CJIOM MpOMBIBAIM 4 H COJSHOW KHUCIOTOW, a 3aTeM
BOJIOW, TIOCIIE 4YEero OCYIIadW, a pPacTBOPUTENs yAamsuid. OCTaTOK OYMIIATM C ITOMOIIBIO
KOJIOHOYHOM Xpomarorpaduu Ha CHITKaresie, moiydas B pedynprare 2,80 T 11e1eBoro coeIMHEHMS B
BUIC TPU3MO00pa3HbIX kpuctamwios. T.mr. 133-135° C.

'H AMP (CDCls) §: 1,40 (3H, 1, J = 7,0 T'y); 2,96 - 3,50 (4H, m); 4,36 (2H, xB. , J = 7,0 T'n);
6,45 (1H, ¢); 6,93 (1H, nn, J =8,7wu 2,9 I'm); 7,13 (1H, 1, J = 8,7 I'n); 7,50 (1H, 1, J = 2,9 'm); 7,56
(2H, ¢); 7,84 (1H, ¢).

Ccputounsiii npumep 48. Ilomywenwe stun 2-[2-[2-(5-umano-2- Oenzodypanmn)atwi| -5-
rUIpoKcu(eHm| anerara.



a) 2,0 r 2-[2-(5-unano-2-6eH30(ypaHuin)aTui] -5-MeTOKCHOEH30MHON KUCITOTHI CYCIICHIUPOBAIN
B 10 M OeH307a, ¥ MOJNyYEHHYIO CyCHEH3MIO cMemmBaiu ¢ 1 mu tuoHmnxiopunaa. Ilocme 1-
4acOBOT'0 HArpeBaHMUs MOJyYCHHON cMecH ¢ 00paTHBIM XOJIOAUILHUKOM U KOHIIEHTPUPOBAHUS 3TOM
CMECH J0CcyXa, TOMydald ChIpoi Xyopanruapua. CMemranHeii pactBop, cocrosmmii u3 10 v H-
rekcana, cogepxamiero 10% (mac. /00. ) TpuMmeTwiIcHIMIAAa30oMeTaHa, 1,3 Ma TpudTuiaamuHa, 10
mi aneronutpuia u 10 Terparunpodypana oxmaxganu go -5° C. 3ateM K 3TOMY pacTBOpY,
pa3MeniuBas, IO Karuie A00aBIsUIM S MIJI aleTOHUTPHIIOBOTO PacTBOpa IOIYYEHHOIO BBIIIE
XJIOpaHTHAPUIA. DTOT PEaKIMOHHBIH pacTBop pasmemmuBanu 48 uvacoB mpu 0°C, mocie yero
pacTBOPUTEINb OTTOHSIIN MPHU MOHMKEHHOM JaBJICHUU M HU3KOU Temrieparype. [lomyueHHbIl Takum
00pa3oM OCTAaTOK PACTBOPSUIA B CMECH, cOCTosImed u3 4 mul KomuaumHa U 4 mi OCH3WIOBOTO
CIIMpTa, W 3TOT pacTtBOp pasmemuBaid / MuHyT npu 180° C B motoke a3zora. llomydyeHHsbid
PEaKIMOHHBIA pPacTBOp pacTBOpsiM B Oen3oie, mpombiBaau 10% yKCycHOW KHCIOTBI, a 3aTeM
ocymanu. Ilocie OTrOHKM pacTBOPHUTENS, OCTaTOK XpoMaTorpadupoBaii Ha KOJIOHKE C
CUJIMKareseMm, 3JIIOUPYsl CMEChIO0 TOJIyoJla W dTWialleTara, B pesyinbrare yero noaydand 830 mr
oensun 2-[2-[2-(5-unano-2-6en3odypanun)atui | -5-metokcudenni] - arerara. T. mi. 127-128° C.

'H-IMP (CDCls) & : 3,00 (4H), 3,68 (2H, c); 3,76 (3H, c); 5,13 (2H, c); 6,32 (1H, c), 6,76 (1H,
an,J=79wu1,3TI'm); 6,80 (1H, c); 7,08 (1H, a1, J = 7,9 I'm); 7,30 (5H, ¢); 7,48 (1H, o, J = 1,3 I'm);
7,77 (1H, c).

b) 855 wmr Oemsun 2-[2-[2-(5-umaHo-2-6eH30(hypanmn)-3Tiia] -5- MeTokcudenws] arerara,
MOJTy4YEHHOTO B CTaJIUU a), pacTBopsuid B 20 MII JUXJIOpMETaHa, U MOJYYSHHBIN pacTBOP OXJIaXIaIH
no -50° C. K sroMy pactBopy Mo Karuie A00aBIsUIM S5 MJI JAMXJIOPMETAaHOBOTO pPacTBOpA,
comepxamiero 1,75 r pubpomuaa 60pa, a 3aTeM MOCTENIEHHO MOBBIMIAIN TeMnepaTypy 1o 15° C u
npu JToi Temmeparype pasMemmBaiu 20 MuHYT. PeakimoHHBIH pacTBOp AKCTParupoBaH
ATUJIALIETATOM, IPOMBIBAIM pPa30aBIE€HHOM COJSHOM KHCIOTOM, a 3areM ocymanu. Ilocrie
KOHIIEHTPUPOBAaHUS J0CyXa, OCTaToK pactBopsiim B 30 M1 3TaHONa, CMEIIMBAIM C 2 MI
THOHWIXJIOPUJA M HarpeBaju ¢ oOpaTHBIM XOJOJMIbHUKOM B TeueHue 1 vaca. [locne oxnaxaeHus,
PEaKIMOHHBIN pacTBOp pa30aBIIsIM 3TUIIALETATOM, a MTOJyYEHHbII OPraHMUeCcKUil CII0i MPOMBIBAIIH
BOJIOM M OCyIIaJd MyTeM OTTOHKHM pacTBopHTes. OCTaTOK OYMINAIM C MOMOIIBIO KOJOHOYHOM
xpomarorpadun Ha CHJIHMKarene, SIIOHpys xiopodhopmoMm. B pesynbprare STOW mpouemyphl
nony4anu 680 mr neneBoro coeauHeHus B Bue nopoimka. T. tur. 84-86° C.

'H-IMP (CDCls) 6: 1,25 (3H, 1, J = 7,0 I'n); 3,02 (4H), 3,59 (2H, ¢); 4,57 (2H, kB. , J = 7,0
I'm); 6,19 (1H, ¢); 6,41 (1H, c); 6,55-6,84 (2H, m); 6,99 (1H, n, J = 7,9 T'n); 7,48 (2H, c); 7,77 (1H,
c).

Ccoiiounsiii mpumep 49. Tlomydenue ot 5-tmano-2-[2-(4- ruppokcudenun)stun] -3-
O6en3odypankapOoKcuiIara.

a) 91,5r(5-6pomo-2-6enzodypanun)meruntpudenmindochonus  xmopura U 25 1©  p-
aHM3aJIbJIETHIa PACTBOPSIIN B cMecH, cocTosmield u3 180 mn terparuapodypana u 180 mi staHomA.
K »sromy pactBOpy, pa3MemmBas INpud KOMHATHOW Temmeparype, aobasmsum 27,58 r 1,8-
nuazabunmkio|3,4,0] -7- yHaeueHa, U MOJIy4eHHYI0 cMech padmemmuBanu 18 wacos. Ilocne storo,
PEaKIIMOHHBII PacTBOp KOHIIEHTPUPOBAIH, OCAXKICHHBIE KPUCTAUIBI COOMpanu (UIbTpanuei, u
noay4yanud B pesyibrare 32,8 r 5-0pomo-2-[2-(4- merokcudenun)-sunmi] OeH3zodypaHa B BHIC
OJTHOTO U3 CTEPEON30MEPOB.



T. . 190-194° C.

'H-IMP (CDCls) §: 3,83 (3H, ¢); 6,54 (1H, c); 6,9 (3H); 7,25 (1H, 1, J = 17 I'm); 7,31 (2H);
7,45 (2H, n); 7,62 (1H).

[TonmyyeHHbIH GUIBTPAT KOHIEHTPUPOBAIHN 10CYXa, & OCAJOK OUHIIAIU C TOMOIIBIO KOJIOHOYHOMH
xpomaTorpaduu Ha CUIIHKarese, dJII0UPYs TOIyOJIOM, B pe3yJIbTaTe d4ero mnoxyqana 22 v 5-6pomo-2-
[2-(4-meToxcudennn)Bunmi]| 6eH3odypaHa B BUiC APYroro CTepeon3omepa.

'H-IMP (CDCls) §: 3,84 (3H,c); 6,35 (1H, 1 J = 14 I'y); 6,53 (1H, ¢); 6,62 (1H, 1, J = 14 T'n);
6,9 (2H, n);7,24(2H); 7,3(2H,n); 7,38 (1H).

b) 84 r cmecu AByX crepeon3oMepoB 5-Opomo-2-[2-(4- merokcubenwun)Buamua] OeH30(dypaHa,
NOJYYeHHOTo B craauu (a), pactBopsuid B 600 mn quxinopmerana. K atomy pacTtBOpy, oxmaxaas
JBJIOM U pa3MeIIuBast IpH 3ToM, aobasisum 18,5 mut anetnnxiiopua, a 3aTeM 1o Karie 100aBIsuin
28,9 mn terpaxiopuaa tutaHa. [loaydeHHBIH peakIMOHHBIN pacTBOpP BBUIMBAIM B JIECSHYIO BOIY,
9KCTParupoBaId XJIOpo(HOpMOM, a TONYyUYCHHBIH OPraHUYECKHH CIOH NMpPOMBIBAIHM pa30aBIeHHON
COJITHOW KHUCJIOTOH, a 3aTeM BOJOH, a 3aTe€M OCYyIIallM MyTeM OTIOHKH pactBopuTeis. Ilocie sToro
OCTaTOK CYCIEHIMPOBAIN B 3(pupe, HepaCTBOPUBIINECS KPUCTAILIBI COOMpaNU IMyTeM (UIIbTPaLnHy,
U ToJIy4yaid B pesyibrare 76 r 3-arneruin-5-0pomo-2-[2-(4-meTokcudenmn)BuHmi] 0enzodpypaHa B
BUJIC TOHKUX JKEITHIX HUTOJBYATHIX KPUCTAJIIOB, OJUH U TOT K€ m30Mep Obu1 oOpa3oBan u3 E- u u3
Z-popm. T. m. 163-165° C.

'H- IMP (CDCls) & : 2,69 (3H, ¢); 3,85 (3H, c); 6,95 (2H, 1, J = 10 I'y); 7,4 (2H, m); 7,6 (2H, 7,
J=10Tm); 7,65 (2H, c); 8,08 (1H).

¢) Cmech 20,7 1 3-anetmin-5-6pomo-2-[2-(4-metokcudenun)-unui| 6en3odypana, moaydeHHOro
B craguu (b), 6 r nnanuaa mean u 800 M N- MeTHI-2-MUPPOIHIOHA pa3MEIINBAIN B IIOTOKE a30Ta
B TeyeHue 8,5 uwacoB mpu 210-220° C. PeakuuoHHBIH pacTBOpP BBUIMBAIM B JIEISHYIO BOJY,
OCaXX/IEHHbIE MaTepHajbl yIAIAIN MyTeM (UIbTpalMM, a MOTYYEHHBIH (QUIBTPAT SKCTPAarupoBaIH
srunaneratoM. [locme  yaaneHMs  HEpacTBOPHMBILMXCS MaTepHalioB IMyTeM  (HIbTPALUH,
MIOJIYYEHHBIM OPraHMYECKUI CIIOM IMPOMBIBAIM BOJAOW M OCYIIAIW IIyTEM OTIOHKU PacCTBOPUTEIIS.
[TosrydyeHHBIM TakuM 00pa30oM OCTaTOK IMOJABEPrajy KOJOHOYHOM XpoMaTorpauu Ha CHUJIMKarese,
AITIOUPYS TOTYOJIOM, TIOCJIE YETO MOJYUYSHHBIH MPOAYKT MPOMBIBAIIM METAHOIIOM. B pesyibrare 3Toi
pOLEAYPHI MOJTydanu 7,82 r 3-anetui-2-[2-(4-MeTOKCU(PESHNIT ) BUHHII | -5-
6eH30(ypaHKapOOHUTpPUIIA B BUIE TOHKUX KPUCTAJUIOB.

T.mn. 190-191° C.

'H-AMP (CDCls) 6 : 2,69 (3H, c); 3,85 (3H, ¢); 6,98 (2H, x, J = 10 I'nm): 7,50 -7,80 (6H, m); 8,36
(1H).

d) 7,8 r 3-auermi-2-[2-(4-meTokcudenunn)BuHmI|-5- OeH30(pypaHKApOOHUTPHIIA, TIOJYYCHHOTO B
CTaJUH C), paCTBOPsUIM B CMecH pacTBopuTenei, cocrosimeit n3 600 mn terparunpodpypana u 500
w1 sta"ona. K stomy pactBopy gob6asnsuiin 900 mr okcuaa namnanus * 1H20 cynbdara 6apus, u
TIOJTYYSHHYIO CMECh IOJIBEPTaid KaTaTUTUYECKOH THAPOTEHU3AIMH MTPH HOPMAaJIbHOM JIaBJICHUU B
tedenne 3,5 waco. [locie ymameHus Katanm3aTopa IMmyTeM  QuiIbTpanuH, (QUIBTPAT
KOHIIEHTpUpOBaiu aocyxa. [[oqy4eHHbIN 0CTaTOK 3KCTPAarupoBajiv THIALETATOM, a OPTraHUYECKHI
CJIOM TIPOMBIBAJIM BOJOW MW OCYyIIAlM TYyTEM OTTOHKH pactBopurens. [locie »3Toro ocaiok
OPOMBIBAIM METAHOJIOM, OCAXKAECHHBIE KPUCTAIBI coOupanu (uibTpauued, W MOJydyad B



pesyabrare 5,47 r 3-amernn-2-[2-(4-merokcudennna)dTui] -5-6eH30(ypaHKapOOHUTPUIA B BHIC
OecIBETHBIX MPU3MO00pa3HbIX KprctamwioB. T. r. 130-131° C.

'H-AMP (CDCls) §: 2,54 (3H, c); 3,04 (2H, m): 3,4 (2H, m); 3,77 (3H, ¢); 6,85 (2H, x, J = 10
I'n); 7,05 (2H, n); 7,57 (2H, c); 8,33 (1H).

e) 5,2 r ruapokcuia HaTpust pacTBOPsuTd B 30 MJI BOJIBI, M TIOJTYYEHHBIA PACTBOP OXJIAXKIAIH 10
temneparypbl O° C wim Huxe. K 3ToMy pacTBopy, pa3MeniuBas pu 3TOM, 10 Karuie 100aBisuu 2,7
My Opoma, a 3atrem 40 MJ JUOKCAaHOBOTO pacTBopa, coaepkamiero 4,14 r 3-amerwn-2-[2-(4-
meTokcuenmn)atui]| 5-6enzodypankapbonutpuia, moiaydeHHoro B craguu (d). IlomydeHHyro
cMmech pazmemuBaiiu 45 munyT ipu O° C, a 3aTem enie 1 yac ¢ 0XJIaKICHUEM JIbJIOM. PeakiimOHHBIH
pacTBOp CMelMBalM ¢ Bojoi, u pH cmecn moBomwim 10 2 ¢ MOMOIIbIO KOHIEHTPHPOBAHHOM
COJISTHOM KHCIJIOTBI, TIOCJIE YeTO0 CMECh IKCTPArupoBajiu xjaopodopmoM. [TomydeHHBIH OpraHHYeCKuit
CJIOM TPOMBIBAJIM BOJOW M OCYIIAJIH IyTeM OTIOHKU PAacTBOPHUTENS. 3aTe€M, OCTATOK OYMINAIIU C
MOMOIIBI0 KOJOHOYHOM XpoMaTorpaduu Ha CHJIMKArenie, SIIOUpYs XJIOpoGopMoM, B pe3ylbTaTe
yero noay4anu 1,44 r 5-mimano-2-[2-(4-meroxcudennn )stui] -3- 6eH30hypaHKapOOHOBON KUCIIOTHI.

T. mr 205-208° C (mociie MepeKpUCTAIUIM3ANMK W3 METaHOJIA, C IOJYYCHHEM TOHKHUX
PU3MOOOPA3HBIX KPHCTAIJIOB).

H-IMP (CDCls) 6: 3,13 (2H, m); 3,5 (2H, m); 3,78 (3H, ¢); 6,83 (2H, n); 7,07 (2H, n); 7,56
(2H, ¢); 8,34 (1H).

f) 1,81 r 5-nmano-2-[2-(4-merokcudenun)stwia] -3-0eH30(hypaHKapOOHOBOW  KHCIIOTHI,
MOJIYYCHHOH B CTaJIMU €), J00ABISUIM K 5 MJI THOHWIXJIOPH]IA, M MTOJYYSCHHYI) CMECh HArpeBaliu C
00paTHBIM XOJIOMMIBHUKOM B TeueHHe 1 vaca. [TomyueHHBIH pacTBOp KOHIIEHTPUPOBAIN JIOCYXa, &
OCTaTOK CMEIIMBAIU ¢ 3TaHosioM U pasmeniuBanu 30 munyT nipu 50° C. OcakaACHHbIC KPUCTAILIBI
cobupanu mnyteM ¢QuibTpanuu, W moiaydand B pesynbrate 1,82 r stmn 5-umano-2-(2-(4-
METOKCU(EHIT)ITHI )-3-0eH30(pypaHKapOOKCHIIaTa.

T. . 135-139° C (ToHkne mpu3MooOpa3HbIe KPUCTAILIIBI)

UK (KBr): 224, 1695, 1614, 1587, 1515cm™

g) 1,78 r otun 5-umano-2-[2-(4-metokcudenmn)satua] -3- OeHzodypaHkapOOKcHiIaTa,
noy4eHHoro B craauu f), oOpabarsiBaii B COOTBETCTBUH C MPOLEAYPOil, ONMCAHHON B CTA/JUH €)
CpaBHUTENBHOrO npumepa 46, u monyyanu B pe3yibrare 2,27 T LEIEBOr0 COCIUHEHHS B BUJE
TOHKHX MT'OJIbYATBIX KPUCTAIUIOB.

T.mn. 182-183° C.

'H-IMP (CDCls) 6: 1,45 (3H, 1, J = 8,0 I'n): 3,0 (2H, m); 3,4 (2H, m); 4,4 (2H, xB. , J = 8,0 T'w);
6,7 (2H, n); 7,1 (2H, n); 7,55 (2H); 8,29 (1H).

Ccputounsiii mpumep 50. Tlomyuenme otmn[S-tmano-2-(2-(4- ruapokcudpenmn)dytun] -3-
O0en3odypaHm)amerara.

a)l28 1 5-0pomo-2-[2-(4-merokcudenwn)BuHmI]| OcH30hypaHa B BHIE CMECH JIByX
CTEPEOM30MEPOB PACTBOPSIIM B cMecH, coctosimed u3 1,3 i terparuapodypana u 0,7 1 sTaHoma.
[Tony4ennsiid pactBop cMemmBany ¢ 3,0 T IMOKCHIA TUTATHHBI, M B TeUeHHE 4 4acoB IOABEPTaH
KaTaJIMTHYECKOM THAPOTeHHU3alMUd TpPU HOPMAIBHOM JIABJIEHUH. 3aTeM, KaTalu3arop YIS
nyteM (uiabTpanyu, QUIBTPAT KOHIEHTPUPOBAIH, a OCAKACHHBIE KPHUCTAIBI COOMpalld IyTeM
¢GMIBTpallui U IPOMBIBAIN 3TaHOJIOM. B pesynbTrare onucaHHoi npoueaypsl nomyyanua 97,08 r 5-
O0pomo-2-[2-(4-merokcudennn)atmwi]| 6enzodypana. T. m. 109-111°C.



'H-IMP (CDCls) &6 : 3,00 (4H, c); 3,77 (3H, c); 6,28 (1H, ¢); 6,88 (2H, 1, J = 9,0 I';m); 7,08 (2H,
n,J =9,0Tm); 7,32 (2H); 7,60 (1H).

b) 97 r 5-6pomo-2-[2-(4-meTokcudenun)-3Tria] OeHzodypaHa, MMOJYYEHHOIO B CTaiWH a),
o0OpabaTbIBaJId B COOTBETCTBHHU C MPOILIEAYPOil, OnrcaHHOoU B cTafuu D) ccbutouHoro npumepa 49, B
pe3yiabTare yero noaydanu 79,9 r 3- aneruin-5-0pomo-2-[2-(4-mertokcudennn)atii] 6ersodypana.
T. . 100-101° C.

'H-AMP (CDCls) §: 2,52 (3H, c); 3,05 (2H, m); 3,35 (2H, m); 3,76 (3H, c); 6,80 (2H, 1, J = 9,0
I'n); 7,10 (2H, 1, J = 9,0 I'n); 7,35 (2H, m); 8,05 (1H).

c) 79,9 r 3-aunermia-5-0pomo-2-[2-(4-metokcudennn)dtwi| -0eH3odypaHa, MOJYYCHHOTO B
craguu D), oOpabaTeiBaii B COOTBETCTBHM C IPOLEAYPOH, OMUCAHHON B CTaJHH €) CCHUIOYHOTO
npumepa 49, B pesymbrare dero mnoaydaaud 64,2 r 5-6pomo-2-[2-(4-merokcudenwmn)dtmi] -3-
6en3oypaHKkapOOHOBOM KHUCIOTHI.

'H-AMP (JIMCO-ds) §: 3,00 (2H, m); 3,35 (2H, m); 3,69 (3H, c); 6,80 (2H, 1, J = 8,0 I'm); 7,07
(2H, 1, J = 8,0 I'm); 7,50 (1H, mn); 7,55 (1H, n); 8,00 (1H, n).

a) 64,2 r 5-0pomo-2-[2-(4-metokcubenunn)dtui| -3- OeH30(pypaHKApOOHOBOW KHCIIOTHI,
MoJly4eHHOU B ctamuu c), cycneraupoBanu B 900 miu sranona. 30 Mi1 THOHMIXJIOpUIA MO Karuie
NOOABJISITH K TTOJIyYEHHON CYCIICH3UH, OXJIaX/1asi IPU 3TOM JibJoM. [lociie 5-4acoBoro HarpeBaHusi ¢
Oo0paTHBIM XOJIOAWIBHUKOM, K PpEaKIUOHHOW cMecH Mo Kamie pnobaBmsun emie 50 wmi
THOHWJIXJIOPUA, & 3aTE€M IOJyYEeHHYIO CMECh HarpeBald ¢ OOPATHBIM XOJIOAUIBHUKOM elie 3 Jaca.
PeakumoHHBII pacTBOp KOHIEHTPHUPOBAIM JIOCyXa, a OCTaTOK CMEUIMBAIM C BOJOW U
HEPaCTBOPHBILIHUECS MaTEpUabl cOOMpaly MyTeM (QHIbTpAli. JDTH HEPAaCTBOPUMBIE MaTepHAIIbI
pacTBOPSUIM B STHJIAIIETATE U MPOMBIBAJIM HACHIIICHHBIM BOJHBIM PacTBOPOM OMKapOOHATa HATPUS,
3aTeM BOJIOM, a MOCJIe ATOTO HACBHIIEHHBIM BOJHBIM PAacTBOPOM XJOpHJA HATPHs, a PACTBOPHUTEND
otroHsuH. [loyueHHBIH OCTaTOK CyCHEeHIUpOBalM B 3TaHojie, (pUabTpoBaiu M noiaydanu 59,23 r
atUn 5-6pomo-2-[2-(4- metokcudenmn)atuin] -3-6enzodypankapookcmnara. T. . 73-75° C.

'H-IMP (CDCls) 6: 1,43 (3H, T, J = 8,9 T'ny); 3,10 (2H, m); 3,40 (2H, m); 3,77 (3H, c); 4,40 (2H,
kB., J = 8,9 I'n); 6,80 (2H, n); 7,2 (2H, n); 7,33 (2H, m); 8,10 (1H).

e) 355 r otun 5-Opomo-2-[2-(4-merokcubpenun)dtin] -3- OeHzodypaHkapOOKcUIaTa,
NOJYYeHHOTO B craguu a), pactBopsuii B 400 mn TerparmapodypaHa ¢ TOCIEAYIOUIHM
MOCTETICHHBIM ~ Jl00aBiieHreM 3,5 T amloMOTHApHIA JIUTHS, a 3aTeM IOJIy4YeHHYI CMecCh
pa3MemmBay Mpu KOMHATHON Temreparype B TedeHne 1 yaca. PeakimoHHBIN pacTBOp BBUIMBAIH B
Bony, pH pacTBopa HOBOAWIM IO 2 COJITHOW KUCIIOTOM, W TOJyYE€HHBIH PACTBOP AKCTPArHPOBAIH
OeH3010M. 3aTeM OpraHMYecKHil CIoW MpOMBIBAIM BOJOH, M KOHLEHTPUPOBAIM JOCyXa, B
pesynbrare d4ero mnonydamum 30 1 5-Opomo-3-Tuapokcumerii-2-[2-(4-meTokcueHMT )TN |
6eH3o¢ypana B Buje kpuctamios. T. mi. 65-75° C.

'H-AMP (CDCls) §: 2,95 (4H, c); 3,69 (3H, m); 4,33 (2H, c); 6,77 (2H, n); 6,90 (2H, n); 7,26
(2H, m); 7,65 (1H).

) 30 r 5-6pomo-3-ruaporcumerni-2-[2-(4-merokcuderun )-3Tui | 6eH3odypana, NOJTyYSHHOTO B
craguu €), cycnenaupoBanu B 150 mu nuatuinoBoro sdupa. K sroif cycnensum pob6asnsim 12
Karenb THPHAWHA. 3aTeM, OXJaXjas JbIOM, IO Kamle A00aBmsum 12 M THOHHMIXJIOpHIA.
PeakimoHHyr0 cMech pa3MelmIMBalid TPH KOMHATHOH TeMmmepaType B TeueHwe 1 daca. 3aTem
MOJTYYCHHBIH PEaKIIMOHHBIN PacTBOP BBUIMBAIN B JICISHYIO BOAY, U SKCTPAarHpPOBAIH TUITUIOBBIM



a¢pupom. Ilociae 3TOro opraHMYecKHil CIOM NMPOMBIBAIM BOJOW, a 3aT€M HACHIIICHHBIM BOJHBIM
pacTBopoM OukapOOHAaTa HATPHs, U KOHIIEHTPUPOBAIU JOCYyXa, B pe3ylbTaTe 4ero noimydamu 28,3 r
5-0pomo-3-xstopometii-2-[2-(4-merokcudenni )T | 6enzodypana. T. mi. 70-75° C.

'H-IMP (CDCls) 5 : 3,00 (4H, c); 3,76 (3H, ¢); 4,38 (2H, c); 6,82 (2H, n); 6,97 (2H, n); 7,31
(2H); 7,68 (1H).

g0 K 75 wmun aneronurpwia pnob6aemsumm 10,82 1 5-6Gpomo-3-xmopomernin-2-[2-  (4-
MeTokcupeHun)3tui| 6enszodypana, nomyyennoro B craauu 0, 3,7 r nuanuga kamust u 0,6 r 18-
KpoyH-6-3¢upa. [lomydeHHYIO CMECh HarpeBaJi ¢ OOpaTHBIM XOJIOJUILHUKOM B T€UCHHE 2,5 4acoB.
3areM peakIMOHHBIN PacTBOP CMEIIMBAIHM C BOJOH M AKCTPAarHpOBaM OCH30JI0M, a MOJYYCHHBIH
OpPraHWYeCKUW CIIOW MPOMBIBAJIM BOJOH M OCYIIA IyTeM OTTOHKH pacTBopuTels. [lomydeHHBI
OCTaTOK OYMINAIH IyTeM XpoMmMaTorpapuu Ha KOJIOHKE C CHJIMKAreJeM, HCIIOJIb3ys B KauecTBE
AJIFOCHTA CMECh TOJIyOJIa U H- TeKCaHa, B pe3yJibTare 4ero noiydanu 9,17 r 5-6pomo-3-nimanomeTi-
2-[2-(4- meTokcudenun)tui| 6eH3odpypaHa.

H-IMP (CDCls) &: 2,95 (4H, c); 3,20 (2H, ¢); 3,73 (3H, c); 6,80 (2H, n); 6,90 (2H, n); 7,33
(2H); 7,61 (1H).

h) 9,17 r 5-6pomo-3-ianometnin-2-[2-(4-merokcudennn)stimi] 6eH3odypana, MOJYyYSHHOTO B
craguu (Qg), M00aBIsUIM K CMEHIAHHOMY pacTBOpy, cocrtosmiemy u3 100 ma stanona u 5 mi
KOHIICHTPUPOBAHHOW CEpHOM KHUCIOTBI, W TIOJIYYEHHYID CMECh HarpeBalii C OOpaTHBIM
XOJOAMIBHUKOM B TeueHue 18 yacoB. PeakiimoHHBIN pacTBOP BHUIMBAIM B BOJIY U SKCTPArHPOBAIIH
STHJIAIICTATOM. 3aTeM OPraHUYECKUil CIIOW MPOMBIBAJIM BOJOH, 3aTEM HACBIIICHHBIM BOJHBIM
pacTBopoM OMKapOOHAaTa HATPHS U CHOBA BOJOM, MOCJE YETrO 3TOT CJIOH OCYIIaU IYTEM OTTOHKH
pactBoputensi. B pesymbTare 3TO# mporenypbl mnomydand 8,96 r st 5- O6pomo-2-[2-(4-
MeTOKCU(eHM)3TII| -3-0eH30(]ypaHu anerara.

'H-IMP (CDCls) §:1,21 (3H, 1, J = 7,0 I'n); 2,96 (4H, ¢); 3,34 (2H, c); 3,74 (3H, ¢); 4,10 (2H,
kB.,J =7,0Tm); 6,80 (2H, n, J =9 I'lT); 7,00 (2H, n, J = 7,0 T'y); 7,28 (2H); 7,59 (1H).

1) 8,2 r atmi [5-0pomo-2-[2-(4-meTokcudennn )atui] -3-06eH3odypanu] arerara, MoJTy4eHHOTO B
craguu h), oOpabaTeiBaii B COOTBETCTBHH C IMPOIEAYPOH, OMUCAHHON B CTaJHH C) CCHUIOYHOTO
npumepa 49, B pesynbrate yero nonydand 4,5 v atun [5-umano-2-[2-(4-metokcudennn)atui| -3-
Oen3o(dypaHn areraTa B BUJe OCCIIBETHBIX UTOJBYATHIX KPUCTAJIIOB.

T.mn. 85-86°C

'H-AMP (CDCls) 6: 1,23 (3H, 1, J = 7,0 T'm); 3,01 (4H, ¢); 3,40 (2H, c); 3,75 (3H, c); 4,11 (2H,
kB.,J =7,0T1m); 6,80 (2H, o, J =9 I'm); 7,00 (2H, 1, J = 7,0 I'm); 7,47 (2H); 7,81 (1H).

J) 4,45 r stun[5-tmano-2-[2-(4-merokcudennn )atmi| -3-6eH3odypanui| amerara, NOJIYYSHHOTO
B cramuu 1), oOpa0aTelBali B COOTBETCTBUM C NPOLEAYpPOH, OIMCAHHOW B CTaAHU ¢€)
CpaBHHTEIILHOTO TpuMepa 46, B pesynbrare 4ero noiydanu 2,98 r 1eneBoro cCoeqMHEHUs B BHIE
OecClBETHBIX KPUCTAJIIOB.

T.mn. 134-136°C

'H-IMP (CDCls) 6: 1,22 (3H, 1, J = 7,0 T'm) 2,98 (4H, c); 3,39 (2H, ¢); 4,12 (2H, k8. , J = 7,0
I'm); 6,74 (2H, kB, J =9 T'm); 6,91 (2H, a1, J = 7,0 I'm); 7,48 (2H); 7,80 (1H).

Ccputounsiii mpumep 51. IMomyuenwe stun 3-[2-[2-(5-umanoGen3o[b] Tuen- 2-wm)stmn] -4-
3TOKCH-5- THAPOKCUATUII | TPOTIHOHATA.



a) 20,0 r depynoBoii KuCIOTHI pacTBOpsuii B 250 MJI MeTaHOJa W TOJYYEHHBIH pPacTBOP
MOJBEPTrajid KaTaJUTUYECKOMY BOCCTAHOBJICHHUIO B TEUCHHE 3 YaCOB MPHU HOPMAJIHHOM JIABJICHUU B
npucytctBun 10% mnammagupoBannoro yris (katamusatop, Ha 50% wmokporo Ttuma). Ilocie
yIaJIEeHUsl KaTaau3aTopa IyTeM (QWIbTPALUHU, MOJyYeHHBIH (QUIbTpAT KOHIEHTPUPOBAIH, a
OCaXJICHHBIC KPHUCTA/UIBI coOMpann (uiabTparmeld, B pesyibrate dero mosaydand 19,3 r 3-(4-
TUAPOKCH-3- METOKCU(DESHIIT)TPOITMOHOBOM KHUCIIOTHI.

T.mn. 87- 89° C.

'H-AMP (CDCls) §: 2,5- 3,0 (4H, m); 3,85 (3H, ¢); 6,5 - 6,9 (3H, m).

b) 19,3 r 3-(4-ruapokcu-3-MeTOKCH(EHMIT)IPOIMMOHOBOM KHUCIIOTHI, MOJYYCHHON B CTaavH a),
pactBopsu B 300 mut sTanona. [locine mo6apnenus 2,0 M KOHIICHTPUPOBAHHON CEPHOU KHUCIIOTHI,
MOJYYCHHYI0 CMECh HarpeBajd C OOpAaTHBIM XOJOIWIBHUKOM B TEYEHHE 2 4YacoB. 3aTeM
PEaKIIMOHHBII pAacTBOP KOHIEHTPHUPOBAJIW TIPU TOHW)KCHHOM JABJICHUH, OSKCTPAarHpPOBAJIH
XJIOpopOpMOM, TIPOMBIBATI BOJIOW, a 3areM ocymand. [lociae OTrOHKM pacTBOPHUTENS MOIYYalIH
23,0 r ot 3-(4-ruapokcu-3- MeToKcu()ESHHI )ITPOIMOHATA B BUJIC MACIITHUCTOIO BEIECTBA.

'H-IMP (CDCls) §:1,23 (3H, 1, = 7,2 T'n); 2,4 - 3,0 (4H, m); 3,85 (3H, ¢); 4,12 (2H, k8. , J =
7,12 T'm); 6,6 - 6,9 (3H, m).

c¢) 10,0 r srtun 3-(4-ruppokcu-3-MeTOKCH()EHHUI)IPOIIMOHATa IMOJYYCHHOro B craauu D),
pactBopstti B 300 mi Tetpa ruapodypa Ha. 3arem mobaBmsuim 1,96 T 60% ruapuma HaTpus.
[Tony4yeHHyro TakuM o0pazom cMmech pazmernnBaiu B TeueHue 30 munyt npu 50° C. Ilocne 3Toro
cMecu mo karute go6aBmsa 7,17 T stundpomuna. [locne 6-gacoBoro HarpeBaHusi ¢ OOpaTHBIM
XOJOAWIBHUKOM DPEAaKIMOHHBI pacTBOP BBUIMBAIM B BOJY, SKCTPAarHpOBaIH XJIOPOGOPMOM,
NPOMBIBAIA BOJIOW, a 3aTeM KOHIICHTPUPOBAIM TIpU IOHIKEHHOM JaBiieHuH. I[locie 3toro,
MONyYEHHBI OCTaTOK TMOJBEPrajid KOJOHOYHOM Xpomartorpaduu Ha CHIIHMKarene, >SIOUpys
xjopodopMOM, W TONydald B pe3yibrare 5,6 r© wmaciasHucroro OtHa  3-(4-  3TOKCH-3-
METOKCU(EHWUI )IPOITHOHATA.

'H-IMP (CDCl3) 6:1,23 3H, u, J =7,2Tn); 1,43 3H, 1, J = 7,1 T); 2,4 - 3,0 (4H<m); 3,85
(3H, ¢); 4,06 (2H, xB. , J = 7,1Tm);4,11(2H, xB, J = 7,12 T'm); 6,7 - 6,9 (3H, m).

d) 9,3 r atun 3-(4-3TOKCH-3-METOKCU(EHII )TPOITHOHATA, ITOJTyYEHHOTO B CTAaIUH C), PACTBOPSUTH
B 10 MJI yKCYCHO#M KHCIIOTBI, C TTOCTEIYIOIUM A00aBieHrneM 7,4 T XJIOPMETHIIOBOTO MeTHId(Hpa, a
3aTeM pa3MeIlrBanu 22 4yaca MpU KOMHATHOW TemmepaType. PeakiMoHHBIM pacTBOp BBHUIMBAIU B
JEASHYI0 BOJMlY, DKCTPAarHpOBAIM JITHUIAIETATOM, MPOMBIBAIA BOJOW W OCYIIAlU MyTEM OTTOHKHU
pactBoputens. [lomyueHHblii TakuM 00pa3oM octatok pactBopsuin B 10 mMn kcuiona, U pacTBOp
cvemmBaiim ¢ 8,54 r tpudenumndocpuna. IlomyueHHyro cMech pa3MelIMBald MpPU KOMHATHOM
temneparype 18 wacos, a 3atem 5 uwacoB mpu 70 - 80° C. Ilocne oxmaxkIeHUs KCHUION YIaJISsIU
MyTeM JCKAHTAINH, a OCTABIIYIOCS YacTh OTBEPXK/IaIH ITyTeM 100aBICHUS H-TeKCaHa, B PE3yJIbTaTe
yero monydanmd 6,0 r ceiporo [5- 3TOKCH-2-(2-3TOKCHKAPOOHHIITHN)-4-METOKCUBEHMIT]| —
MeTHITpUEHIIT-(HOCPOHUS XJIOpUa.

e) B pactBop, cocrosimuii u3 50 M rerparuapodypana u 50 mir sTanona, pacreopsum 1,5 T 5-
mano6en3o[b] Tnoden-2-kapbanbaeruaa u 6,34 r ceiporo [5-3TokcH-2-(2-3TOKCUKAPOOHUIIITHII)-4-
MeTokcudeHm| MmetuntpudenmidochoHus xiopuaa, MOIyYeHHOro B cTaauu a). K momydeHHOMY
pactBopy aobGasmsuin 1,83 r 1,8-auazabunmkino[5.4.0] -7-yaaenena, u pazmemmBany 18 dacos mpu
KOMHATHOW TemmepaTrype. [lomydeHHBII pEaKIMOHHBIM pPacTBOpP KOHIEHTPUPOBAIU  IPHU



MMOHMKEHHOM JIaBJICHHH, a OCTAaTOK PAcCTBOPSIIN B cMecH, cocTosmen 3 20 M Tetparuapodypana u
20 wmn oranoma. llomydennsiii TakuMm oOpasom pactBop cmemmBau ¢ 1,70 r 10%
naJuTafupoBaHHOTO yrig (katanmzartop Ha 50% MOKporo Tuma), ¥ MOJABEPrajid KaTaIUTHYECKOU
THJIPOTCHU3AUN TPH HOPMAJIbHOM JIaBJICHUU JO TEX IOp, MOKa HE 3aBEepIIUTCS adCcopOIus
Bojopona. Ilocne ynanenus karanusaropa myteM (UIBTpalMU, PacTBOpUTENs OTroHsuid. [locie
XpoMatorpaduu MoJy4eHHOTO OCTaTKa Ha KOJIOHKE C CHIMKarejaeM, moiy4aiu 1,2 r MaciusHUCTOro
st 3-[2-[2-(5- unano6en3o[b]rueH-2-mn)sTri] -4-3ToKcu- 5-MeTokcH(eHu| IponroHara.

'H-IMP (CDCl3) 6: 1,24 (3H, T, J = 7,1 T'y); 1,36 (3H, 1, J = 7,0 I'm); 2,4 - 3,3 (8H, m); 3,84
(3H, ¢); 3,98 (2H, xB., J = 7,0 I'nm); 4,13 (2H, xB., J = 7,1 I'y); 6,64 (1H, c); 6,70 (1H, c); 7,04 (1H,
c); 7,46 (1H, nn, J=8,4u 1,5'n); 7,83 (1H, x,J = 8,4 I'm); 7,96 (1H, c).

f) 21 r osrtun 3-[2-[2-(5-tmanoben3o[b] Tuen-2-un)atui] -4- 3TOKCH-5- MeToKCH(EHMUN]
NPONUOHATA, MOJYYEHHOTO B CTaguu €), pacTBopsuid B 20 MJ V-KOJUTMAWHA, C HOCIEAYIOIIUM
nobasnenueM 7,94 r monuaa JIMTHS, a 3aTEM HArpeBaJid ¢ OOPATHBIM XOJIOAWILHUKOM B TeueHHe 18
4yacoB. PeaknnMOHHBIM pacTBOp BBUTMBAIM B BOJXY, SKCTPAarHpPOBAIH XJIOPO(POPMOM, MPOMBIBAIH
BOJIOM, a 3areM ocymanu. [locie OTTOHKHM pacTBOpUTENs, MOJyYeHHBIH ocTaToK pactBopsii B 100
MII 3TaHoina, cMemmBain ¢ 0,3 M KOHIEHTPUPOBAHHON CEPHOM KHCIOTHI, a 3aT€M HarpeBaji C
OOpaTHBIM XOJIOMWJIBHUKOM B TeueHue 1 gaca. [locine OTrOHKM pacTBOpHTENS HPH MOHMKEHHOM
JIaBJICHUH, TOJyYCHHBIH PEaKIIMOHHBIA PAacTBOP pa30aBisuid XJI0pohOpMOM, MTPOMBIBAIM BOAOMH, a
3aTeM OCYyIIAJM IyTeM OTTOHKM pacTBopuTelns. Ilocime 3Toro mosy4eHHBIH OCTaTOK OYHINAIH C
IOMOIIBIO XpoMaTorpauu Ha KOJIOHKE C CHJIMKAaresieM, SJIIoupys Xiopodopmom. B pesynbrate
ONKCAaHHOH mpoueaypsl nmorydanu 2,0 r meIeBoro COeAMHEHUS B BHJIE MACISTHUCTOTO BEIIECTBA.

'H-IMP (CDCls) 6: 1,24 (3H, T, J = 7,1 Tn); 1,35 (3H, 1, J = 7,0 I'm); 2,4 - 3,3 (8H, m); 3,98
(2H, kB.,J=7,0Tw); 4,13 2H, k8. ,J =7,1 I'm); 6,60 (1H, ¢); 7,44 (1H, nn, J = 8,4 nu 1,5 I'n); 7,82
(1H, o, J =8,4 T'm); 7,96 (1H, c); 7,94 (1H, c).

Ccputounsiii mpumep 52. IMomyuenuwe stun 3-[2-[2-(5-umanoGen3o[b] Tuen- 2-wm)atwmi] -5-
TUAPOKCU(EHIIT TPOITUOHATA.

a) 33,5 r 6-MeToKkcH-2-TeTpalioHa pacTBOpsUIH B 27,6 MIT 3TaHONa, a 3areM nobaBisuk 37,8 M
TUIOpTOdOpMAaTa U OJHY KalUll0 KOHIIEHTPUPOBAHHOW cepHOM kucnotTel. [lomyueHHyl0 cmech
pasmemmBann 4 yaca npu 100° C. Ilocne OTrOHKM pacTBOpUTENs NMpPU MOHMKEHHOM JIaBJIECHUH,
NOJYYEHHBI OCTAaTOK MOABEpPrajid KOJOHOYHOM XpoMmaTorpaduu Ha CHIHKarene, 3IIOHpYs
xsopoopmom. HyxHble ¢pakuun oObEIUHSIIN, KOHLEHTPUPOBAIN, U OCAXKJEHHBIC KPUCTAUIbI
coOupaiu, B pe3yibTare 4ero noixydanu 5,82 v 3,4- nuruapo-2-3Tokcu-6-MeToKCHHA(TaICHA.

'H-IMP (CDCls) 5 : 1,37 (3H, 1, J = 7,0 I'm); 2,20 - 3,00 (4H, m); 3,79 (3H, c); 3,84 (2H, k8., J =
7,0 I'n); 5,48 (1H, c); 6,60 - 7,00 (3H, m).

b) 5,8 r 3,4-nuruapo-2-3ToKcu-6-MeToKCHHA(TANINHA, TOJYISHHOTO B CTauH (2), paCTBOPSUIH B
cmecu, cocrosimed w3 90 mn osranoma w 10 M guxmopMerana. 3atem, pa3MelIMBas IPH
temneparype -20° C, yepe3 MoJyuyeHHBIH pacTBOp B LIENIAX OKHUCIeHUs: 6apOoTupoBanu o30HOM. K
MOJYYCHHOMY pPEaKIIMOHHOMY pacTBOPY TP TOH K€ TeMIiepaType, IOCTENEeHHO, IO Karuie
no6asisn 10 mut aumeTuncyiabguaa, nocie yero cMech pasmemuBain 30 MUH MpU KOMHATHOM
temneparype. Ilocie OTrOHKM pacTBOPHUTENS MPU MOHMKEHHOM JaBJIEHUH, OCTATOK PACTBOPSUIM B
100 mi1 cmecu Tetparuapodypana u sranona (1: 1). K momyuennomy pactBopy noo6asisutu 12,5 r(5-
nuanoOen3o[b] rtuen-2-wn)metunrpudenmnpochonus xjaopuaa, a 3arem 4,46 wman  1,8-



nuazabunmkino[5.4.0] -7-yHaerneHa, Tociie 4ero CMeECh pa3MeluBaiud S5 dvacoB. [lomydeHHBIN
PEaKIMOHHBII PacTBOp KOHLEHTPUPOBAIM NPU TMOHMKEHHOM JaBJICHUH, U OCTaTOK OYHILAIU C
MOMOIIIBIO KOJIOHOYHOW Xpomarorpaguu Ha CHIIMKarelne, 3IoUpys XjiaopodopmMoM. OUHIICHHBIH
npoayKT pacTBopsiik B 60 Mit cmecu 3taHosa u terparuapodypana (1: 1), ¥ moaydeHHbIH pacTBOP
cvermmBany ¢ 3,9 r 10% mamnanupoBanHoro yriis (katanusarop Ha 50% mokporo tuma). [Tocne 3-
YacOBOTO KaTAIMTHYECKOTO THAPHPOBAHUS CMECH IPU HOPMAaJIbHOM JABJICHWH, Moiydanu 2,75 T
st 3-[2-[2-(5-tmano6en3o[b] TueH-2-m)3THI] -5-MeTOKCH(BECHUIIIPOIMOHATA.

H-IMP (CDCls) §:1,22 (3H, 1,) =7,2 Tn); 2,2 - 3,4 (8H, m); 3,76 (3H, ¢); 4,16 (2H, k8. , J =
7,2T'n); 6,60 - 7,30 (4H, m); 7,48 (1H, o, J=8,2I'n); 7,85 (1H, n, J = 8,2 I'n); 7,99 (1H, c).

¢) 2,75 r stun 3-[2-[2-(5-tmano6en3o[b] THeH-2-un)aTHa] -5- METOKCH(pEHHI MPOMHOHATA,
nojxydeHHoro B cramuu [D] , oOpabaThiBaii COMIACHO MpOIEAYpe, OMHMCAHHOW B CTaguu (€)
CCBUIOYHOr0 mpuMmepa 46, B pe3ynabTare 4ero mosnydand 2,3 T' IEJIEBOrO COCJAUHCHHS B BHIC
MAacIISTHUCTOTO BEIIECTBA.

'H-IMP (CDCls) 6: 1,23 3H, 1, =7,1Tn); 2,4 - 3,34 (8H, m); 4,13 (2H, k8., J = 7,2 T'y); 5,60
(1H, ¢); 6,50 - 7,20 (3H, m); 7,25 (1H, c); 7,44 (1H, xn, J = 8,3 T'm); 7,82 (1H, n, J = 8,3 '), 7,92
(1H, ¢).

Ccbutounbii  mpumep 53.  Tlomyuyenume otun  2-(5-umanoGenso[b] tuen-2-mn)-  3-(4-
THJIPOKCH()EHIIT)TPOITHOHATA.

a) 0,5 r 5-6pomo-2-ruapoxcumetmiioen3o[b] Tmodena pacrBopsim B 20 Mi1 guxjopMeTraHa, a
sareMm nooOaBmsuim 230 mr Tpubpomuma docdopa. Ilocne 1-gacoBoro pasmeniMBaHusS IpU
KOMHATHOW TeMIIepaType, PeakMOHHBIA PACTBOP CMEIIUBAIN C BOJOMW, IPOMBIBAIN HACBHIIICHHBIM
BOJIHBIM pPacTBOpOM OukKapOOHaTa HATpHsl, a 3aTeM OCYIIald IYTEM OTIOHKH pPaCTBOPHUTEIIS.
[TomydeHHBI OCTATOK pacTBOPSIM B cMecH, cocrosimeid w3 10 mn ameronutpmna u 3 M
mumeTmicyibdokenaa, 3ateM jgoOarmsuin 300 Mr nmaHMga MeIHW, W HarpeBadd C OOpaTHBIM
XOJOAMIFHUKOM B TeueHHe 2 4yacoB. [locie oxyaxaeHus, K peakIMOHHOMY pacTBOPY JOOaBIISLIH
TOJYOJI, HEPACTBOPUBIIHMECS MAaTEpHUalbl YAASUIM TMyTeM (WIbTpanuu, a (QUIbTPaT MPOMBIBAIIH
BOJIOM, OCyIIaliu U KOHLIEHTpHpoBanu. [locie cOopa ocaxIeHHBIX KPUCTAIIOB ITyTeM (UIbTPALUH,
nony4anu 200 mr 5-6pomo-2- inanomeTnsn0en30 0 Tnodena. T. . 94 - 96° C.

'H-AMP (CDCls) §: 3,98 (2H, c); 7,25 (1H, c); 7,42 1H, a1, J =85 u 1,8 'nm); 7,65 (1H, 1, J =
8,5Tm); 7,90 (1H, x, J= 1,8 I'm).

b) 12,0 r 5-6pomo-2-1manomerniidoen3o[b] THodena, nomyueHHOro B cTaauu (a), pacTBOPSUIN B
80 Mz sTa”ona, a 3areM n00aBmsM 1,0 M BOABl U 7 MII KOHIIEHTPHUPOBAHHOW CEPHOM KHUCIIOTHI.
[Tocne 7-yacoBOTO HarpeBaHHsI C OOPATHBIM XOJOIMIBHUKOM, PEAKIIMOHHBIN PacTBOP CMEITUBAIIH C
40 mu sTa”ona, 15 My KOHIEHTPUPOBAHHOM cepHOM KUCIOTH U 0,5 MIT BOJIBI, U MOJTyYEHHYIO CMECh
HarpeBajil ¢ OOpaTHBIM XOJOAMJIBHUKOM B TedeHHe 2 4acoB. [locie oxmakaeHus, peaKIMOHHBIHI
pacTBOp CMEMNIMBAJIH C BOJOH M SKCTParHpOBAI PaBHBIM 00BEMOM CMECH TOIyOJIa M dTHIIAIETAaTa.
ITomy4yeHHBI OpPraHWYECKWHA CIIOM MPOMBIBAIA BOJOW M HACBIIIEHHBIM BOJIHBIM PacTBOPOM
OukapOoHaTa HaTpus, a 3aTe€M OCYIIadu IMyTeM OTTOHKH pactBoputeis. Ilocie 3Toro ocraTox
nojBepraiu xpomarorpaduu Ha cuiukarene ¥ noiydanu 8,0 r atun 2-(5-6pomoben3o[b] Tuen-2-
wi)anerata. T. mi. 56-57° C.

'H-IMP (CDCls) 6: 1,28 (3H, 1, J = 7,0 I'n); 3,88 (2H, ¢); 4,23 (2H, k8., J = 7,0 T'm); 7,11 (1H,
¢); 7,38 (1H, nn, J=8,3u 1,8 'm); 7,68 (1H, n, J =8,31'm); 7,82 (1H, n, J =1,8 I').



¢) 800 mr stun 2-(5-6pomoben3o[b] Tren-2-mm)arerara, moaydeHHoro B craauu b), u 965 mr
maTuikapoonara pactBopsuid B 4 ma N, N- numerundopmamuna. K momydyeHHomy pacTBopy,
HarpeBas B MaciisiHOM Oane npu 120 - 130° C, noGasisun 162 mr ruapuna natpus (60%). [Tocne
10- MuHYTHOTO pa3MelnBaHMs MPH TOH K€ TeMIepaTrype, K peakKiMOHHOMY PacTBOPY 100aBIsLITN
30 mr rugpuna Hatpus (60%), u pasmermBanue npoaokany euie 10 munyT. [lomy4eHHslit pacTBOp
pa30aBIsUIM paBHBIM OOBEMOM CMECH TOJYOJIa M ATHIAIETaTa, MPOMBIBAIN TIOCIEIOBATEILHO
pa30aBIeHHON COJITHOW KHCIIOTOM M BOJOH, a 3aTeM ocymand. [locie OTrOHKH pacTBOPHUTEIS,
MOJTYYCHHBIH OCTaTOK OYHINAIN C TIOMOIIBIO0 XpoMaTorpaduu Ha KOJIOHKE C CHIIMKATrelleM, SITFOUPY s
CMEChI0 TOJIyOJIa W dTHjanerata. B pesynbrare 310 mpouenypsl, nmomnydann 600 mr st 2-(5-
o6pomoben3o[b] TueH-2-mi)-2-3ToKkcuKapOOHUIaIeTaTa.

'H-AMP (CDCls) 6: 1,28 (6H, 1, J = 7,0 T'm); 4,25 (4H, 8., J = 7,0 I'm); 4,95 (1H, c); 7,17 (1H,
¢); 7,35 (1H, nn, J=8,3u 2,1 I'n); 7,62 (1H, n, J =8,3I'm); 7,83 (1H, n, J = 2,1 I'n).

d) 6,2 r stun 2-(5-6pomoben3o[b] THeH-2-wmi1)-2-3TOKCHKapOOHHUIAIeTaTa, MOJIYYCHHOTO B
cramuu ¢), u 5,2 v 4-merokcubensmmxnopuaa pactBopsuid B 30 M N, N-mumernndopmamuma. K
HIOJIy4EHHOMY pacTBOpPY, IPU KOMHATHOM TemrepaType, 106asisuu 1,34 r rugpuna vatpus (60%),
¥ CMeCh pa3MeIBaIM B TeueHHe 3 yacoB. OXmakaas JIbJI0M, PEaKIIMOHHBIA PACTBOP CMEIIMBAJIH C
10% BOAHBIM PACTBOPOM JIMMOHHOM KHCJIOTHI, SKCTPArHPOBAIM TOJYOJIOM, TIPOMBIBAIA BOJOHU, a
3aTeM ocymanu. [lociie OTTOHKHM pacTBOPUTEIIS, MOJYYCHHBIH OCTaTOK XpoMmaTrorpapupoBaiud Ha
KOJIOHKE C CHJIMKArejieM, JJIIOUpYsl TOJIYyOJOM, B pe3yibTare 4ero moayvainu 8,2 r stua 2-(5-
O6pomobOen30[b] TreH-2-m)-2-3ToKcuKapOoHmI-3-(4-MeTokcupern) nponuonara. T. mi.58- 60° C.

'H-IMP (CDCls) 6: 1,22 (6H, T, J = 7,0 I'n); 3,65 (5H, ¢); 4,30 (4H, . xB., J = 7,0 I';y); 6,60 (2H,
n,J=8,5TImu); 6,79 2H, o, J =8,5Tm); 7,31 (1H, ¢); 7,35 (1H, ax, J =8,8 u 1,8 I'r); 7,60 (1H, 1, J =
8,8I'm); 7,82 (1H, x,J = 1,8 I'm).

e) 3,0 r STHI 2-(5-6pomoben3o[b] THEH-2-1J1)-2-3TOKCUKapOOHMI-3- (4-
METOKCH(EHIIT)IPOITMOHATa, TOJYYeHHOro B craguu (a), pactBopsuim B 25 mur stanoma. K
nosrydeHHoMy pactBopy nobasisuma 0,91 r ruppokcuia Kamus, paCTBOPEHHOTO B 2,5 MIT BOJIBI, U 3Ty
CMeCh pa3MelIMBaJM TIPM KOMHATHOM TeMmmepaType B TedeHHe 4 nHeil. OXnaxnas JIbaoM,
MONyYEeHHBI pPEaKIMOHHBIA pacTBOpP CMENIMBAaIM pa30aBIEHHOW CONSIHOW KHCIOTOH |
OKCTPArupoBal ATHIANETATOM, a OPraHUYECKHil CJIOW MPOMBIBATH BOJOHM, M OCYIIAld IMyTeM
OTTOHKH pacTBopuTens. [lomydeHHblil octaTok pactBopsuii B 60 M sTaHONa, cMemUBanu ¢ 4 M
KOHIIEHTPUPOBAHHON CEPHOM KUCIIOTHI, a 3aT€M HarpeBaju ¢ 0OpaTHBIM XOJIOJUIBHUKOM B TEUECHHE
1 gaca. [locnme OXJaXAEHUS JIBJAOM, PEAKIMOHHBIA PACTBOP MPOMBIBAIM HACBHIIICHHBIM BOJHBIM
pacTBOopoM OmWKapOOHATa HATpHs, a 3aTe€M BOIOH, IOCIE YEro pacTBOPHUTENb OTTOHSIH. OCTaToK
OYMIIAJIK C MOMOIIBIO XpOMaTorpapuu Ha KOJOHKE C CHIIMKarenem, u moiayvaimu 1,6 r satun 2-(5-
o6pomoben3o[b] tuen-2- mn)-3-(4-merokcudenmn)nponronara. T. . 62 - 65° C.

'H-AMP (CDCls) 6: 1,15 (3H, 1, J = 7,0 T'm); 3,08 (1H, aa. J = 13,5 u 7,3 I'm); 3,37 (1H, ax, J =
13,5u 7,3 Tm); 3,71 (3H, ¢); 4,10 2H, xB.,J =7,0I'n); 4,14 (1H, 1, = 7,3 T'w); 6,75 (2H, n, J = 8,7
I'n); 6,83 (1H, ¢); 7,05 (2H, o, J = 8,7 T'); 7,30 (1H, an, J =8,8 u 2,3 T'y); 7,57(1 H, 1, J = 8,8 I'n);
7,74 (1H, 1, J = 2,3 T'n).

) 1,6 r atun 2-(5-6pomo6en3o[b] Tren-2-mn)-3-(4-metokcudenunn) mponruoHaTa, moJyuYeHHOTO B
CTaguu €), 00padaThIBaIM B COOTBETCTBUH C MPOIETypOl, ONMMCAaHHON B CChIIOYHOM Ipumepe 49, B



cTaguu ¢), B pesyabrare uero momydanu 1,0 r stun 2-(5-timano6enso[b] Ttuen-2-mm)-3-(4-
metokcudenun)nponuonata. T. mi. 93 - 96° C.

'H-AMP (CDCls) 6: 1,17 (3H, 1, = 7,0 T'm); 3,09 (1H, a1, J = 14,0 u 8,0 I'm); 3,39 (1H, ax, J =
14,0 u 8,0 T'u); 3,73 (3H, c); 4,12 (2H, k8. , J = 7,0 T'w); 4,16 (1H, T); 6,75 (2H, 1, J = 8,8 I'n); 7,05
(2H, o, J =8,8 T'm); 7,13 (1H, ¢); 7,43 (1H, nn, J =8,3u 1,3 T'm); 7,81 (1H, x, J = 8,3 I'); 7,92 (1H,
HIup.).

g) 3,3 r atui-2-(5-1manoden3o[b] Tnen-2-min)-3-(4-MeToKCUpEHIIT) POITHOHATA, MTOJYUYESHHOTO B
craguu f), oOpabaTbiBagl B COOTBETCTBUU C IMPOIEIYPOi, OMMCAHHOW B CTAIMU €) CCHUIOYHOTO
npumepa 46, B pe3ysbrare yero nosrydanu 2,8 r neneBoro coenquuenus. T. . 146 - 147° C.

'H-IMP (CDCls) 6: 1,19 3H, 1, J = 7,0 T'm); 3,09 (1H, an, J = 13,5 u 7,5 I'm); 3,38 (1H, ax, J =
13,5u7,5T'n); 4,13 (2H, k8., J = 7,0 I'n); 4,18 (1H, 1); 6,70 (2H, 1, J = 8,5 'm); 7,00 (2H, 0, J=8,5
I'm); 7,15 (1H, ¢); 7,47 (1H, on, J = 8,3 wu 1,3 I'n); 7,85 (1H, 1, J = 8,3 I'r); 7,95 (1H, mmp.).

Ccputounbii  npumep 54. TIlomyuyenume otun  2-[4-[((2S)-1-tper- OyTokcukapOOHMI-2-
OUPPOTUANHII)METOKCH | pern]| -3- (5-1mano-2- 6eH30(ypaHuI)IpONUOHaTA.

1,04 r pwdTHnazomumkapOokcminata gobaBmsii Kk 300 mu pacTBopa TeTparuapodypana,
conepxamiero 1 r atun 3-(5-1mano-2-6en3zodypanni)-2- (4-ruapokcudenun)nponronara, 1,2
(2S)-1-tper-OyTokcukapOoHWI-2- mHppoiauauHEMeTaHoda u 1,56 r Tpudenmndocduna, wu
NOJYYCHHYI0 CMECh pa3MeIIMBAIM IpH KOMHATHOH Temmeparype B TeueHue 18 wacoB. K
peakiimoHHOMy pactBopy mobasisuin 0,6 T (2S)-1-TpeT-0yToKCHKApOOHIII-2-TUPPOTHANHMETAHOIA,
0,78 r Tpudenundochuna u 0,52 r murTHIA30AMKAPOOKCHIIATA, a 3aTeM pa3MeruBaiu 18 dacos
pU KOMHATHO# TeMIieparype. 3aTeM, peaKIIMOHHbBII PacTBOP KOHIICHTPUPOBAIM JI0CYXa, a OCTATOK
OYUINAIH C IMOMOIIBID XpoMaTorpapuu Ha KOJOHKE C CHUIIMKArelIeM, IIIOUPYST CMECBIO TOJIyoja H
sTUaneraTa. B pesyibraTe onucanHoM nmponenypsl noayyanu 790 Mr 11eJ1eBOro COeTMHEHNS B BUJIE
0ecI[BETHOTO MACIISTHICTOTO BEIIECTBA.

'H-IMP (CDCls) 6: 1,15 (3H, T); 1,46 (9H, c); 1,98 (4H, mmp ), 3,0 - 4,2 (8H, m); 4,1 (2H),
6,37 (1H, c); 6,9 (2H, n); 7,2 (2H, n); 7,45 (2H); 7,76 (1H, c).

CoenuHeHHsT CCBUTOYHBIX MPUMEPOB 55 - 61 ObUIM TOJTYYEHBI B COOTBETCTBHH C TPOIETYPOH,
OTMCAaHHOM B CCHIJIOYHOM TIpuMepe 54.

Ccputounsiii mpumep 55. Dtun 3-[4-[((3S)-1-TpeT-OyTOKCHKApOOHMI-3- MTUPPOITUANHILT)OKCH |
¢enmn] -3-(5-unano-2-6eH30(ypaHuI)IPOIHOHAT.

'H-AMP (CDCls) & : 1,16 (3H,1, J = 7 I'm); 1,46 (9H, ¢); 2,0 - 2,2 (2H, m); 2,8 - 3,2 (2H, m); 3,5 -
3,7 (4H, m); 4,10 (2H, xB. ,J =7 Tn); 4,5 - 4,7 (1H, m); 4,9 (1H, m); 6,49 (1H, ¢); 6,82 2H, 1, J =9
I'm); 7,23 (2H, 1, J =9 I'n); 7,47 (2H, c); 7,80 (1H, ¢).

Ccputounsit mpumep 56. Dtun 5-[((3S)-1-TpeT-OyToKCcHKapOOHHI-3- MTUPPOITUIUHHII)OKCH | -2-2-
[2-(5- nmano-2-6en30dypanmin)aTui]| OeH30aT.

'H-AMP (CDCls) 6: 1,38 (3H, 1, J = 7,0 I'm); 1,48 (9H, c); 2,00 - 2,30 (2H, m); 2,96 - 3,76 (8H,
m); 4,36 (2H, k8. ); 4,90 (1H, mup. ); 6,44 (1H, ¢); 6,93 (1H, nx, J= 8,8 u 2,7 I'n); 7,15 (1H, n, J =
8,8Tn); 7,48 (1H, n, J=2,7 I'ny); 7,52 (2H, ¢); 7,80 (1H, ¢)

Ccputounsiit npumep 57. Dtun 2-[5-[((3S)-1-Tper-OyTokcukapOOHMIT-3- THPPOTUANHHII )OKCH] --
2-[2-(5-tnano-2-6en3odypanun)Tii| GeHns] arerat



'H-IMP (CDCls) §: 1,25 (3H, 1. J = 7,0 I'm); 1,47 (9H, c); 1,90 - 2,30 (2H, m); 3,04 (4H, c);
3,36 - 3,70 (6H, m); 4,16 (2H, k8. , J = 7,0 I'y); 4,90 - 5,12 (2H, ump. ); 6,42 (1H, c); 6,60 - 6,80
(2H, m); 7,08 (1H, n, J = 7,6 I'n); 7,43 (2H, ¢); 7,77 (1H, o, J = 0,87 I').

Ccputounsiii mpumep 58. Dtun 2-[2-[4-((3S)-1-Tper-OyTokcukapOOHUII- 3- MTUPPOIIUAUHII)OKCH |
dbenwn| st | -5-nnano-3-6en3odypankapOoKCHIIar.

'H-IMP (CDCls) §: 1,46 (12H, m); 2,05 (2H, m); 2,95 (2H, m); 3,5 (6H, m); 4,4 (2H, x5.); 4,80
(1H, mmp.); 6,82 (2H, n); 7,08 (2H, n); 7,55 (2H); 8,30 (1H).

Ccounounbiit mpumep 59. Dtun 3-[5-[((3S)-1-tper-OyTokcukapOOHHII- 3- MTUPPOTUANHIII)OKCH] -
2-[2-(5-unano6en3o[b] Tnen-2-un)3tun| -4-3TokcudeHu| mponuoHar.

'H-IMP (CDCls) 6: 1,23 3H, 1, J = 7,2 Tm); 1,33 (3H, 1, J = 7,0 I';y); 1,47 (9H, ¢); 2,00 - 3,30
(10H, m); 3,4 - 3,7 (4H, m); 3,94 (2H, k8., J = 7,0 I'n); 4,12 (2H, kB., J = 7,2 I'n); 4,70 - 5,00 (1H,
wmp. ); 6,67 (1H, ¢); 6,72 (1H, c); 7,05 (1H, ¢); 7,46 (1H, an, J =8,4u 1,6 I'ny); 7,84(1 H, o, J = 8,4
I'm); 7,95 (1H,1, J = 1,6 I'm).

Ccputounsiit mpumep 60. Dtun 3-[5-[((3S)-1-Tper-0yToKCHKapOOHMII- 3- MUPPOTHAIMHIIT)OKCH-2-
[2-(5-umano6en3o[b] THeH-2-mn)aTHi] heHuT] mpornuoHar.

T. mn. 117- 119°C

'H-AMP (CDCls) 6: 1,24 (3H, 1. J = 7,1 T'm); 1,49 (9H, ¢); 1,6 - 3,6 (14H, m); 4,13 (2H, k8. , ) =
7,1 T); 4,6 - 4,9 (1H, m); 6,50 - 7,20 (4H, m); 7,45 (1H, o, J = 8,5 Tu); 7,83 (1H, n, j = 8,5 I'n);
7,95 (1H, c).

Ccputounbiii mpumep 61. Dtmi-3-[4-[((3S)-1-TpeT-OyTOKCHKAPOOHHI- 3- MUPPOIIUIANHILT)OKCH |
denmn] -2-(5-unanoben3o[b] TreH-2-wmn)nponuoHar.

'H-IMP (CDCl3) 6: 1,16 (3H, 1, J = 7,0 I'y); 1,45 (9H, c); 3,08 (1H, ax, J = 13,7 u 7,4 I'y); 3,30
- 3,70 (5H, m); 4,11 (2H, kB. , J = 7,0 I'm); 4,00 - 4,30 (1H); 6,72 (2H, 1, J = 8,3, I'n); 7,07 (2H, 1, J
=8,3, I'm); 7,10 (1H, ¢); 7,40 (1H, an, J=8,3u 1,3T'm); 7,77 (1H, a1, J = 8,3 'm); 7,89 (1H, mmp.).

Ccputounsiii npumep 62. INomydyenue metun 3-(5-nmano-2-6enzodypanun)- 2-[4-[(TeTparuapo-
3-bypanmn)okcu]| ¢denmn] mpommonara. B 30 mim rterparmapodypaHa pactBopsiii 3 T 3-
ruapokcuterparuapodpypana, 6,5 r wmerun 2-(4-ruapokcudenun)-2-okcoanerata U9 T
tpudenundochuna. IlomyueHHslil pacTBOp cMemMBaIu ¢ 6,5 T TUATHIA30AMKapOOKCHIaTa, U 3Ty
CMECh Pa3MEIIMBAIM B Te4eHHe 2 4acoB. [locie OTrOHKHM pacTBOPHUTENS, MOJYYEHHBIH OCTaTOK
NOJBEPTaJId OYUCTKE C TIOMOIIBIO KOJOHOYHOW Xpomarorpauu Ha CUJIMKAareie, JIIOUpYys
JMXJIOPMETAHOM, B pe3yJsibTaTe 4yero nonydanu 7,5 v merun 2-[4-[(TeTparuapo-3-dypaHui)okcH]
¢denmn] -2- okcoareraTa B BUAEC MacITHUCTOTO BEIIECTBA.

B cmecu pactBopureneit, cocrosmer w3 30 mur Terparmapodypanma m 50 mu MeraHona,
pactBopsiii 2,2 T wmetun  2-[4-[(terparuapo-3-pypanua) okcu)deHwsn]| -2-oKcoareTara,
nosxydeHHoro Beime, U 3,6 r (5-1mano-2- Genzodypanun)meruaTpudenmipochonns xiaopuaa. K
TOMY pacTBOpy, OxJaxjaas JjbaoM, nobasmsmu 1,5 mn 1,8-nuazabunmkio[5.4.0] -7-ynaeneHa.
[Tocne 18-yacoBoro pa3MemMBaHHS NpU KOMHATHOW TeMIeparype, PEakUUOHHBIH pacTBOP
KOHLIEHTPHPOBAIM JIOCyXa, OCTATOK OYHINAIK C IOMOIIbIO XpoMaTorpaduu Ha CHIMKaresne,
AITIOUPYST CMEChIO XJIOpoOpMa M aleToHa, B pe3yJbTaTe 4ero moiydainn metun 3-(5-mmaHo-2-
oenzodypanmn)okcu| denun| akpunat B Bune cmecu E- u Z-popm. Ilomydennoe takum obOpazom
NPOM3BOIHOE aKPWJIOBOW KHCIOTHI pacTBopstii B 80 My MeTaHONa, CMEmMBAIM ¢ 4 T OKHUCH
nawtagust * 1H,O ¢ cynedara Oapus, W moaBepraid KaTaTUTHYECKOH THUIPOTESHHU3AIMH IPH



HOPMAaJIbHOM JIaBJICHUU. 3aTeM, KaTaJU3aTop yIAsUTH IMyTeM (pUiIbTpaIyy, MoTydeHHbIH QuiabTpar
KOHIICHTPUPOBAIM JIOCYXa, @ OCTaTOK OYMIIAIM B MOMOIIBIO KOJOHOYHOH Xpomartorpaduu Ha
CHIIMKaresie, >JI0Upysl CMEChio XJIopodopMa H areToHa. B pe3ynbTrare 3TON mpoueaypbl, HOTydalu
2,5 I 1eneBOro COeINHEHHSL.

'H-IMP (CDCls) §: 2,0 - 2,3 (2H, m); 3,2 (1H, an); 3,6 (1H, an); 3,65 (3H, c); 3,97 (2H, n); 3,8
-4,2 (1H, m); 4,8 - 5,0 (1H, m); 6,40 (1H, m); 6,8 (2H, n); 7,25 (1H,n); 7,5 (2H, ¢); 7,79 (1H, ¢).

Ccounounbiii mpumep 63. Ionyuenune metun 3-(5-umano-2-ungonui)-2-[4-[((3R)-rerparumpo-3-
bypanmn)okcu| heHus | mpornuoHara.

B 30 mu terparuapodypana pactBopsiin 3,0 v (S)-(+)-3- ruapokcurerparuapodypana, 6,6 r
metun 2-(4-ruapokcudennn)-2- okcoanerara u 8,90 r tpudenmndocduna. IToaydeHHbIH pacTBOP
cvemmBay ¢ 6,0 T auITMIIA30AMKApOOKCHIIaTa, U ATy CMECh Pa3MEIIMBAJIM B TEYCHUE 2 YacOB.
[Tocie OTrOHKHM pPacTBOPHTENsI, OCTATOK OYMINAIMA C MOMOIIBI0 KOJOHOYHOH XpoMartorpaduu Ha
CHITMKarese, 3aoupys xiaopodopmom, B pesynbrate uvero noaydand 4,60 r merun-2- [4-[((3R)-
TeTparuaApo-3-PpypaHmn)okcH | perm| -2-okcoarerara B BUJE MaCISHACTOTO MPOIYKTa.

B cmecu pactBoputeneii, coctosimeit u3 30 ma meranouna, pactBopsuid 1,70 v metun 2-[4-[((3R)-
teTparuapo-3-pypanmn)okcu)henmi] -2- okcoarerara, mosxydeHHoro Beime, u 3,0 r (5-1mano-2-
uHgon)metun Tpudenundochonus Opomuna. K nmomyuennomy pactBopy nobapmsm 2,1 mn 1,8-
nrazabumkino[5.4.0] -7-yHaeneHa, pa3MemiuBas NPH OXJIKICHHMU JIBIOM, a 3aTeéM CMecCh
pa3MelBalId TIPU KOMHATHOW TeMIieparype B TedeHue 2 4dacoB. [locie OTTOHKH pacTBOpHUTEIS,
OCTaTOK OYHINAIU C MOMOIIBI0 KOJOHOYHOW Xpomarorpaduu Ha CHIIMKAarelie, JIIOUPYS CMECHIO
xjiopoopMa U areToHa, B pe3yibTare 4ero moaydann meTui 3-(5-muano-2- ungonnn)-2- [4-[((3R)-
TeTparuapo-3-pypanmn)okcu| penmn| akpuiar B Bune cmecu E- u Z-¢popm. Tlonydennyro Takum
obpa3om E/Z-cmech pactBopsur B 50 M meranona, cmemuBam ¢ 4,0 T okucu mamwtagus ¢ 1H20 o
cyiabdara Oapusi, a 3areM TOJBEpraji KaTATUTHYECKOW THIPOTEHU3AIMH TP HOPMAaIbHOM
JMaBieHUH B TeueHHWe 3 wyacoB. [locie »Toro karanuzatop yIausid myTeM (QUiIbTpanuu,
pacTBOpUTENb B TMOJXYYEHHOM (UIbTpaTe OTIOHSAIM, a OCTaTOK OYHWIIATd C TOMOIIBIO
xpomaTorpaduu Ha CWJIMKareiae ¢ MCIOJIB30BaHHMEM B KadecTBE JIIIOEHTAa cMecu Xxjopodopma u
aneToHa. B pesynbrare ommcaHHOM mporenypbl nmonydanu 1,50 T 1eneBoro coeauHEeHHs B BUIE
BSI3KOT'O MAaCIISTHUCTOTO MaTepuaia.

'H-IMP (CDCls) 6: 3,10 (1H, an); 3,60 (3H, c); 3,78 - 4,10 (5H, m); 4,75 - 5,00 (1H, m); 6,25
(1H, mmmp.); 6,80 (2H, m); 7,20 (2H, n); 7,30 - 7,90 (3H, m); 10,00 (1H, c).

Ccoinounsrii mpumep 64. IMonyyenne metmn 3-(5-unano-2-ungonnn)-2-[4- [((3S)-rerparuapo-3-
bypanuit)okcu| peHus| nponruoHaTa.

a) B 80 mu terparuapodypana pactBopsiau 5,0 r (S)-(+)-3- ruapokcurerparuapodypana, 3,3 T
MypaBbiHON KucIoTH U 17,0 T Tpudenmnpochuna. K atomy pactBopy, pasmMenmmBas U OXJIaKaast
JIBAO0M, 10 Karuie no6asnsu 12,0 r quatunazoaukapOokcmiara. [locie 2-4acoBoro pazMeninBaHus
Ipy KOMHATHOW TeMmIiepaType, pacTBOPUTENb OTTOHSIUIM, a MOJYYCHHBI OCTAaTOK OYHIIATH C
MOMOIIBI0 KOJIOHOYHOM Xpomarorpaduy Ha CHUIHKareie, JIIOHpPYS XJIOpodopMoM, B pe3ylbTaTe
yero nomyyanu (S)-(+)- terparunpo-3-dypanundopmar, KoTopeiii 3aTteM pacTBOpsii B 50 M
stanona. K atomy sdupHOMY pacTBOpy, pasMemnmBas, no0aBmsum 5,0 T THAPOOKHCH HATpHS,
pacTBOpEeHHON B 5 MJI BOJBI, a 3aT€M pa3MeNIMBalN B TedeHHWe 3 4acoB. llocie pacTBopeHUs B



JMSTHIIOBOM 3(upe, HepaCTBOPUBINNECS MaTepUallbl YAAUIN myTeM ¢uasTpanuu. [locie oTroHkn
pactBopuTens, noydanu 4,50 r ceiporo (R)-(-)-3- ruapokcurerparuapodypana.

b) Ceipoii (R)-(-)-3-rumpokcurerparuapodypana, moiydeHHbIH B cTajguu (a), oOpadaThIBAIN
COTJIACHO NIPOIIeype, OMMCAaHHOW B CCBUIOYHOM IpuMepe 63, B pesynbrare 4yero momyyanu 1,50 r
IIEJIEBOTO COCTMHEHHUS B BUJIE BA3KOT'O MACITHUCTOTO MaTepuaa.

'H-IMP (CDCls) 6 : 3,15 (1H, an); 3,65 (3H, c); 3,30 - 4,20 (5H, m); 4,80 - 5,05 (1H, m); 6,30
(1H, mup.); 6,82 (2H, n); 7,22 (2H, n); 7,30 - 7,90 (3H, m); 9,30 (1H, mmp.).

Ccpuiounbiii  npumep 65. Ilomyuenwe wmetun  3-[4-[((3S)-1-tper- OyrokcukapOOHHI-3-
TUPPOTHIUHI )OKCH | penn] -2-(5-1mano-2-6eH30(ypaHuI)IpoIHOHaTa.

a) 21,0 r 2-anetun-5-6en3zodypankapoonurpuina pactsopsui B 300 mi quxiaopmerana. K atomy
pacTBOpy, pa3MemmBas npu temmeparype -10° C, no karute gobasmsum 30 MiI AUXIIOPMETAHOBOTO
pactBOpa, cozepkamero 18,2 r Opoma. Ilocnme mocTeneHHOro HarpeBaHHs 10 TEMIIEPaTypPb
OXJIAXJICHUS JIBJIOM, TOJYYCHHBIH pPEAaKIHMOHHBIH pacTBOp CMEIHUBAIA C XJopodopmom, u
npombiBa 10% BogHBIM pacTBOpOM THOCYNb(ATa HATPUs. 3aTEM OPTaHUYECKUN CION OCYIIAIH U
KOHIICHTPUPOBAIH JIOCYXa, & OCTATOK MEPEeKPUCTAITN30BBIBAIM U3 CMECH OCH30J1a M H-TEKCaHa, B
pesyabTare vero moaydanu 21,0 r 2-(2-6pomo-1-oxcoatui)-5- 6eH30(hypaHKapOOHUTPUIA B BHJIE
OecrBeTHbIX KpucTayuioB. T. mi. 156 - 158° C.

UK(KBr): 2228, 1696, 1616, 1564, 1290, 1166, 1122cm™.

'H-AMP (CDCls) §: 4,44 (2H, c); 7,60 - 7,90 (3H, m); 8,11(1H, c).

FD-MC (m/z): 263 (M*), 265 (M")

b) 444 mr nuokcuna cenena pacteopsutd B 10 M1 cyXoro MetaHoja, HarpeBasi Ipy 3TOM, a 3aTeM
no6assui 1,056 r2-(2-6pomo-1-0kcoatuin)-5- 6eH3zodypaHKkapOOHUTPUIIA, TOJYYCHHOTO B CTAAUN
(a). ITomyuyeHHyto TakuM 00Opa3oM CMeCh HarpeBajid ¢ OOpPAaTHBIM XOJIOAMWJIBHUKOM B TeueHue 12
gacoB. [locne oxmaxneHusi, HEPACTBOPHBIIMECS MaTEpHAIBl YIASUTH TyTeM (GWIbTpaluu, a
MOJIyYEHHBIH (QUIbTpaT KOHLEHTPUPOBAIU Jlocyxa. OCTAaTOK OYMINAIM C MOMOIIbIO KOJIOHOYHOM
Xpomarorpaduu Ha CHIIMKAreie, IIIOUPYS CMEChIO TONYyOJIa W JTHIIAIETaTa, B Pe3yJbTaTe Yero
nonydanu 129 mr merun 2-(5-umanHo-2-0eH30(ypaHui)-2- OKcoalerata B BHJE OCCIBETHBIX
urosibyateix kpucramwios. T. . 196- 199° C.

UK (KBr): 1740, 1674, 1614, 1552cm™.

'H-AMP (CDCls) §: 4,03 (3H, c); 7,66 - 7,96 (2H,m);8,17(2H,c).

FD-MC (m/z): 321 (M* + 92), 229 (M").

¢) 3,1 r merun 2-(5-upano-2-6eH30dypanui)-2-okcoarerara, MoJy4YeHHbIH B cTaauu b), u 6,2 r
(4-meroxcudenmn)meTunTprudeHm1pochoHUs XJIOpUAA PACTBOPSUIM B CMECH PACTBOPUTEINEH,
cocrosuiei n3 100 min terparugpodypana u 100 ma meranona. K atomy pactBopy, pazMeniupas npu
KOMHATHOW Temmeparype, nodasmsui 2,19 r 1,8-muazadurukino[5.4.0] - yHACIeHa, U TIPOA0KAIN
pasmemBaTh B TeueHHe 1 waca. 3areM K 9roi cmecu jgobaBmsum 1,3 1 (4-
MeTokcudeHmw)MeTIITprdeHmihochonns xiaopuaa u 0,65 r 1,8-auazadbunmkino[5.4.0] -yHuereHa.
[Tocne 1-yacoBOTO pa3MENIMBAHUS C MOCIEAYIOMIEH OTTOHKON PacTBOPHUTEIS, MTOyYEHHBIH OCTATOK
OYUINAIH C MTOMOIIBIO KOJIOHOYHOW Xpomarorpaduu, 3moupys XJopoGopMom, B pe3ysbTaTe 4yero
MOJIyYalii BsI3KOE MaclIIHUCTOE ojepruHOBOe coesnHenue B Buje cmecu E- u Z-¢gopm.

'H-AMP (CDCls) §: 3,78 (1,51-1, ¢); 3,84 (3H, c); 3,87 (1,51-1, c): 6,60 (9H, m).



[TonyuenHnoe oneduHOBOE COSAMHEHUE PACTBOPSUIM B CMECH pacTBopuTenel, cocrosmeit n3 100
i metanona u 100 mn Terparunpodypana, ¢ nocnenyrwmum qodasnenueM 1,1 r okucu nannagus ©
1H20 ¢ cynbdara Gapusi, a 3aTeM MOABEPraId KaTAIUTHUYECKOW THAPOTEHU3AIMH TIPU HOPMAIbHOM
naBiieHUM B TeueHue 3 yacoB. [locie ynaneHust karanuzaropa myTeM (UIbTpalMu U OTTOHKH
pacTBOpUTENS, OCTATOK OYMIAIN C MOMOIIBIO XpoMaTorpaduu Ha CHIIMKAresie, B Pe3ysbTaTe Yero
nonyyand 4,2 T Bs3koro u MacisgHuactoro Metwin  2-(5-mmano-2-  Gensodypanun)-2-(4-
METOKCH(EHWII )IPOITUOHATA.

H-IMP (CDCls) 6: 3,20(1H, an, J = 14,4 u 7,8 Tn); 3,41 (1H, an, J = 14,4 u 7,4 T'); 3,69 (3H,
¢); 3,75 3H, ¢); 4,10 (1H, nn, J=7,8 u 7,4 I'n); 6,60 (1H, ¢); 6,76 (2H, 1, J = 8,8 'm); 7,05 (2H, 7, J
=8,8I'n); 7,53 (2H); 7,82 (1H, c).

a) 4,2 r metun 2-(5-1mano-2-6en3odypanni)-3-(4-MeTOKCUPEHIIT) TIPOMUOHATA, TOJIYYEHHOTO B
ctaauu (c), pactBopsuiu B 150 M auxmopmerana, U MOJy4YeHHBIH pacTBop oxiaxaanu ao -50° C.
3areM K 3TOMY pacTBOpY, pa3MenuBas, 1o Karuie 100asmsu 30 M1 AMXJIOPMETaHOBOTO PAacTBOpA,
conepkamiero 9,97 r tpubpomma 60opa. 3aTeM TeMIIEpaTypy pEeakIMOHHOTO PACTBOPA MOCTEIIEHHO
nosbimanu g0 15° C. ITocne 30-MHUHYTHOTO pa3MeIInBaHus [P 3TOM TeMIlepaType, peaKIMOHHBIHI
pacTBop pazdaBisLId  XJIOPOGOPMOM, TPOMBIBAIM Pa30aBICHHON COJSTHOW KHUCIIOTOW, a 3areM
OCYIIIAIA TIyTEM OTTOHKH pacTBOpUTelis. [1omy4eHHBIH OCTaTOK XpoMaTorpapupoBalid Ha KOJIOHKE
C CHJIMKAreJieM, JIIUPYsi CMEChI0 XJIOpoGopMa M 3TaHOJIA, U MOyYeHHbIE 00hEIMHCHHBIC HYKHbIC
(Gpakiuu KOHIEHTPUPOBAIK C OCAXKJICHUEM KPUCTAUIOB. DTH KPUCTAJUIBI IIPOMBIBAIA OSH30JI0M, U
cobupanu myTeM (QUIbTpalku, B pe3yibrare yero moaydanun 3,1 r wmerun 2-(5-mpano-2-
oenzodypann)-3-(4-ruapokcudeHnI) MpornMoHaTa B Buae OeciBeTHbIX KpuctamwioB. T.mi. 110-
111°C.

WK (KBr); 2228, 1722, 1594, 1518, 1272cm

H-IMP (CDCls) 6: 3,18 (1H, an, J = 14,4 u 7,8 T'); 3,36 (1H, an, J = 14,4 u 7,4 T'); 3,69 (3H,
c); 4,09 (1H, o, J = 7,8 m 7,4 I'm); 6,60 (1H, c); 6,69 (2H, 1, J = 8,4 I'm); 7,00 (2H, n, J = 8,4 'n);
7,53 (2H, ¢); 7,83 (1H, ¢).

¢) B 150 mu cyxoro Terparuapodypana pacteopsuiu 3,0 r metuin-2-(5- riuano-2-06eH30¢ypanu)-
3-(4-ruppokcudeHnn)-nmponuoxara, moiaydyeHHoro B craaud a), 192 r (3R)-1-tper-
OyTOKCHKapOOHUI-3-TuApOKcUnuppoauanHa u 2,69 r Ttpudenunpochpuna. K mnomyueHHOMY
pacTBopy, pa3MenBas pu KOMHaTHOMN TEMIIEPATYPE, J00aBIIsIH 1,79 r
JTUATUIIa30AMKapOOKCHIaTa, W TMPOJOKANIKM pa3MemuBaTth B TedyeHue 1 waca. [locnme oTroHku
pacTBOPHUTEINSL, OCTAaTOK IMOJBEPraid KOJIOHOYHOW Xpomarorpaguu Ha CHIIMKarenie, >IOUpYys
CMEChI0 TOJyOJla W JTHJAIeTaTa, B Pe3yJbTaTe Yero MOJy4adl CMeCh, COJIEPIKAIIyI0 HCXOIHOE
coeaunenne metun 2-(5-nmaHo-2-6en3zodypanun)-3- (4-ruapokcueHNT)IPOIHOHATa U IEJIEBOE
coequaenue [lomydenHyro TakuM obOpa3zom cmech pactBopsuii B 100 M terparmapodypana. K
3TOMYy pacTtBopy nobapmsmm  mocnegoBarenbHo 0,95 r  (3P)-1-tper-OyTokcukapOoHui-3-
runpokcunupponuauaa, 1,35 r Ttpudenundocpuna u 0,85 r gudTHMnazoaMKapOOKcuiara.
[TonyyeHHyI0 cMech pa3MelIMBaJM NpU KOMHATHOW Temreparype B TeueHue 16 yacoB. 3aTem
PEaKIMOHHBIN pacTBOp 00pabaThiBai M OYMILAIA B COOTBETCTBHM C IPOLEAYpPOIl, ONMHUCAHHOM
BBIIIIE, B pe3yibTare 4ero noiyvanu 2,02 T 1eneBoro COeAMHEHUS B BUJIE BSI3KOTO M MAaCISTHICTOTO
NPOIYKTA.



'H-IMP (CDCls) &: 1,46 (9H, c); 1,88- 2,24 (2H, m); 3,10 - 3,60 (6H, m); 3,69 (3H, c); 4,10
(1H, 1); 4,81 (1H, mmp. ); 6,1 (1H, ¢); 6,73 (2H, 1, J = 8,3 I'y); 7,04 (2H, 1, J = 8,3 T'm); 7,54 (2H,
¢); 7,83 (1H, ¢).

FD-MC (m/z): 321 (M™).

Ccouiounbii  npumep 66.  IMomyuenwme ostun  3-[4-[((3S)-1-tper- OyrokcukapOOHWMI-3-
nUppoHIuHII)oKcH | penwn| -4- (5-uimano0en3o[b] Truen- 2-mn)oyTupara.

a) 142 1 ostun 2-sToKcukapOoHWI-2-4-meTokcudenun amnerara pactBopsuii B 150 M
teTparuapodypana. K atomy pactBopy, pa3MelinBas pu 3TOM € OXJIXKJICHUEM JIbJIOM, TOOABIISLIH
2,6 r rugpuaa HaTpus (MacisHucToro tuma, 60%), a 3aTeM MpoaoIKaIM pa3MEIINBaTh B TEUEHUE 2
muHyT. [Tocne atoro, k cMecu pobasisuiu 17,2 T 5-6pomo-2-6pomomernin-6en3o[b] tnodena. ITocie
18-yacoBoro pazmemmMBaHUs MPU KOMHATHOH TeMIlepaType, peaKIMOHHBIA PAacTBOP CMENIMBAIU C
BOJIHBIM PAacTBOPOM XJIOpHJA aMMOHHUS, a 3aT€M JKCTParupoBall dTHIANeTaToM. [lociie OTrOHKH
pacTBOpUTENs, OCTaTOK XpoMmarorpagupoBa Ha KOJOHKE C CHIIMKareilem, ODIOUpYys
xsopodopmMom, B pesynbrate uvero mnoiydanud 24,2 r stun-3-(5- 6pomoGenso[b] tuen-1-mm)-2-
ITOKCHKAPOOHMII-2-(4-METOKCH(EHUIT) IPOITMOHATA.

H-IMP (CDCls) 6 : 1,2 (6H, T); 3,78 (3H, ¢); 3,85 (2H, ¢); 6,76 - 7,0 (3H, m); 7,2 - 7,8 (5H, m).

b) PactBop 7,3 r ruapokcuaa kanus, pacTBopeHHbIX B 20 mu Bojawl, moGamimsid k 200 mut
3TAHOJIOBOTO pacTBopa, coaepkaniero 24,2 r 3-(5- 6pomooen3o[b] TneH-2-un)-2-3ToKcuKapOOHMII-
2-(4-meTokcudeHuT) MPOMHOHAaTa, MOJYYSHHOTO B CTaIiH (), U TOJIyYCHHYIO CMECh pa3MeIIHBaIH
B TedyeHue 4 pgHeW. 3areM pEaKIMOHHBI PACTBOP BBUIMBAIM B OXJIAXKICHHYI pPa30aBICHHYIO
COJISTHYIO KHCJIOTY, a OC@KICHHBIC KPUCTAUIBI COOMpanu myTeM (QuibTpamuud. DTH KPUCTAIUIBI
pacTBOPSUIH B dTWIIAIIETATE, a 3aTeM ocymnaiu. [locie OTTOHKH pacTBOPUTENIS, 0CAI0K PACTBOPSIIH B
200 M »TaHONIa, CMEIIMBAIA B 3 MJI KOHIICHTPUPOBAHHOH CEPHOW KHUCIOTHI W HArpeBalid C
00paTHBIM XOJIONWJIBHUKOM B TedyeHue 2 dacoB. llocie oxmaxaeHus, peakIMOHHBIA pacTBOP
KOHIICHTPUPOBAJIH, CMEIIMBAIH C XJIOPO(HOPMOM, MPOMBIBATIH BOJOW M ocymanu. [locie oTroHKu
pacTBOPUTENIS, TOJYYEHHBIH OCTAaTOK OYHMINAIMA C IOMOMIBIO KOJOHOYHOH Xpomarorpaguu Ha
CHITUKAresie, 3Ioupys xJIopodopmom, B pesynbtate uero momydanu 20 r atun 3-(5-6pomodenso[b]
THEH-2-11)-2-(4- MeTOKCH(DEHIIT)TPOITMOHATA.

H-IMP (CDCls) §: 1,17 (3H, 1); 3,2 (1H, mn); 3,55 (1H, an); 3,77 (3H, ¢); 3,81 (1H, m); 4,10
(2H, xB.); 6,82 (2H, n); 7,2 - 7,8 (6H, m).

¢) 20 r atun 3-(5-6pomo6en3o[b] Tuen-2-mn)-2-(4-meTokcueHnT) MPOMMOHATa, MOJYYEHHOTO B
craauu b), pactBopsutn B 200 mn terparuapodypana, a 3ateM nobaBmsuin 12 © Goporuapuaa
HaTpus. K 3Toif cMecu, oxJiaxaas mpu 3TOM JIbJoM, 1o karuie gobasmsiin 80 mun meranona. [locie 3-
YacoOBOTO pPa3MEUIMBAHMSA, pPEAKLUMOHHBIM pacTBop JoBoawin 1o pH 6 ¢ momomibo
KOHIICHTPUPOBAHHOM COJSTHOM KHCIOTBI, @ 3aT€M SKCTParupoBad dThianeraToMm. [lomydeHHBIN
OpPraHWYeCKHUN CJIOW OCYIIadH JJIsi OTTOHKH PACTBOPHTENS, a OCTaTOK XpomarorpadupoBaim Ha
KOJIOHKE C CHITUKareJieM, IIONPYs CMEChI0 XJIopoopMa U METaHOIa, B PE3yJIbTaTe Yero MOTyJalIu
16 r 3-(5-6pomoben3o[b] Tnen-2-un)-2-(4-metokcudernn)-1- npomanoa.

'H-AMP (CDCls) §: 2,9 - 3,4 (3H, m); 3,73 (3H, c); 3,62 - 3,90 (2H, mmp.): 6,70 - 7,80 (8H, m).

a) 16 r 3-(5-6pomoben3o[b] Tuen-2-mn)-2-(4-meToxkcudenwnn)-!- mpomaHoaa, MOJy4EHHOTO B
craauu c), pactBopsuin B 40 mn guximopmerana. K 3Toil cMmecu, pazMeriuBas MpH OXJITKICHUH
JbI0M, N00aBisM 6,3 Mil TpusTHIAMHHA U 4 Ma MeTaHcyinb(oHmwixiopuaa. Ilocne 2-yacoBoro



pa3MemuBaHus PH TOH K€ TeMIlepaTrype, peakKIMOHHBIA PacTBOP CMEIIMBAIH C JUXJIOPMETaHOM,
IIPOMBIBAJIA C BOJOM M ocymanu. [locine OTrOHKM pacTBOpUTENs, ITOJIYYEHHBI OCTaTOK OYMILAIM C
MOMOIIBI0 KOJOHOYHOM XpoMaTorpaduu Ha CHUJIMKArenie, 3JIIOUpys XJIOpohopMoM, B pe3ylibTaTe
4ero HOJTyYaln 18,5 r3-(5-6pomo6en3o[b] TUCH-2-11)-2-(4-
METOKCHU () EHIIT)TPONUIMETaHCYIb(OoHATA.

'H-IMP (CDCls) 5: 3,78 (3H, ¢); 3,9 - 4,5 (3H, m); 3,70 (3H, c), 4,3 (2H, m); 6,70 - 7,80 (8H,

e) 1,2 r nmuanuna Hatpus pactopsuir B 30 Mt aumeTmiicyiabdokcuaa npu temneparype 90° C. K
9TOMYy pacTtBopy mocrencHHo gobasmsum 185 r  3-(5-OpombGenso[b]  Tmen-2-un-2-(4-
METOKCH(EHII)IIPONTMIIMETaHC Y Ib(hoHaTa, a 3aTeM pa3memmuBaiu B TedeHue 1 yac npu 80° C.
PeakimoHHBIN pacTBOP CMEIIMBAIKM CO CMEChIO ATHUJIANIETATa U TOIYOJIa, TPOMBIBAIM BOJIOH, a 3aTeM
OCYIIAJIN C OTTOHKOM pacTBopuTess. OcaxkIeHHbIE KPUCTAILIBI IPOMBIBAIM STAIOHOM M OCYIIAJH, B
pe3yibTare 4ero MOJTyYasin 5 r 3-(5-6pomoben3o[b] TUCH-2-11)-2-11-(4-
METOKCU(EHIT)OyTUpOHUTpHia. To ke caMoe COSTMHECHUE MOTyYalld TAKKE ¢ BBIXOJOM 2 T MyTeM
KOHIICHTPUPOBAHUS 3TAHOJIOBOTO PAcTBOPA, MOJYYEHHOTO B PE3YJIbTATE MPOMBIBKH KPUCTAIUIOB, H
XpomarorpaupoBaHusl TOJYYEHHOTO KOHIIGHTpaTa Ha KOJIOHKE C CHJIMKareieM, OSIOupys
XJIOPOPOPMOM.

'H-AMP (CDCls) §: 2,5 - 2,7 (2H, mup.); 3,2 - 3,4 (3H, mmp.); 3,76 (3H, ¢); 6,70 - 7,80 (8H, m).

MC m/z: 386, 388.

f) 7 r 3-(5-6pomobGen3o[b] Tuen-2-un)-2-(4-metokcubeHnn) OYyTHPOHUTPHIIA, MMOJYYSHHOTO B
ctaauu e€), cycrnenaupoBanu B 80 mi 3TaHona, a 3areM J00aBISIU 5 MII KOHIICHTPUPOBAHHOM
CEpHOM KHUCIIOTBI W HECKOJIbKO Kareidb BOJbl. [lodyd4eHHYH CcMech HarpeBajiu ¢ OOpaTHBIM
XONOUIBHUKOM B TedeHue 7/ 4yacoB. [locie OTrOHKM pacTBOPHUTENS, PEaKIHOHHBIA PacTBOP
CMEIINBAIM C XJOpO(OpPMOM U BOJOH, a MOJIyYEHHBI OpPraHMYecKuil CIoM ocyllanu MyTeM
OTTOHKH pPAacTBOPHUTENS. 3aTeM OCTAaTOK XpoMaTorpadupoBad Ha KOJOHKE C CHIIMKAreliem,
amoupyss  xsopodpopmom, u monydarn 6,3 r otun  4-(5-6pomobenso[b] Tuen-2-mn)-3-(4-
MeTOoKcU(peHMT )0y THpaTa.

'H-AMP (CDCls) & : 1,12 (3H, 1); 2,65 (2H, an); 3,10 - 3,80 (3H, m); 3,76 (3H, c); 4,01 (2H, ks.
): 6,70 - 6,95 (3H, m): 7,10 (2H, n); 7,20 - 7,40 (1H); 7,55 (1H,x); 7,72 (1H, n);

FAB-MC (m/z): 433, 435.

g) 6,0 r atun 4-(5-6pomoben3o[b] Tuen-2-mn)-3-(4-metokcudennn) OyTupara, MOJYIEHHOTO B
craguu f, pactBopstin B 50 mn N-metmn-2-mupposnuaoHa, ¢ mocieayromuM aobasieHneM 1,6 r
[MMaHU/Ia MEAN U KaTaTuTUuuecKu 3P(PEeKTUBHOTO KolndyecTBa cynbdara meau. [lomydeHHyo cmech
pasmermBanu mpu Temnepatype 190 - 200° C B motoke aprona. [locie oxiaxaeHus, peakiimOHHbII
pacTBOp CMENIMBAIH C JTHJIALETATOM W TOJYOJIOM, @ 3aTe€M IMPOMBIBATH BOJOW, C TOCIEIYIOMIEH
OTTOHKOW pacTBopuTens. llomydeHHBIH OCTaTOK OYHMIIANK C TOMOIIBI0 XpoMarorpapuu Ha
CUJIMKAarese, JIIOUPYs CMEChI0 XJIopoopMa M aleToHa, B pe3yibTaTe 4ero noiaydanu 4,5 T atun 4-
(5-ttmano6en3o[b] Tren-2-un)-3-(4-metokcudenun)- OyTupara

'H-IMP (CDCls) 4 : 1,18 (3H, 1); 2,70 (2H, mn); 3,16 - 3,70 (3H, m); 3,78 3H, c); 4,02 (2H, k.
); 6,85 (2H, n): 6,98 (1H, ¢); 7,18 (2H, n); 7,5 (1H, on); 7,8 (1H, m); 7,96 (1H, n).

h) 4,5 r stun 4-(5-umano6en3o[b] Tuen-2-wn)-3-(4-meTokcudenmn) OyTupara, MOJy4eHHOTO B
ctaauu €), pactBopsiid B 20 mu nuxnopmerana. K momyueHHOMY pacTBOpY, OXJaxIeHHOMY 10 -70°



C, noGaBmsimu 3,4 mn tpubpommuma Oopa. [lomydeHHyro TakuM o0pa3oM cMeCh HarpeBajid Ji0
KOMHATHOW TeMIlepaTypsl W pasMemuBaid B TedeHne 1 uvaca. K peakumoHHOMY pacTBOpy
N00aBIISIM M3MEJNBUYCHHBIN JIeNl, U COOMpalld CIIOW AMXJIOPMETaHa, KOTOPBIA 3aTeM OCYIIAIN JJIs
OTrOHKU pacTBopuTens. [lomyueHHslit octatok pactBopsuid B 50 mn terparuapodypana. K cmecn,
pa3MmelniuBas B IIOTOKE aproHa HM MPH OXJXACHUH JbaoMm, nobamstin 1,9 r (3R)-1-
TPETOYTOKCUKAPOOHUII-3-THAPOKCUTTUPPOJIUINHA, 3,2 r  tpudpenmwipochuHa U 2,3
ravdTHIa3oquKapookcunara. [lomydeHHyro cMmech pasmemmuBaiud 18 4YacoB mpu KOMHATHOM
temreparype. [locie OTrOHKHM pacTBOPHUTENS, OCTATOK OYHINAIM C IOMOIIbIO KOJOHOYHOM
xpomarorpaduu, 3TIOUPYsT CMEChIO H-T€KCaHa W JdTHiAlerata. B pesynbraTte 3TOW NHpOLETypHI,
NOJTyYasu 4 T 11eJIeBOT0 COCMHEHUSI.

'H-IMP (CDCl3) §: 1,48 (9H, c); 1,95- 2,20 (2H, m); 2,65 (2H, nn); 3,15 - 3,70 (7H, m); 4,78 -
5,00 (1H, m); 6,80 (2H, n); 6,98 (1H, c); 7,17 (2H, n); 7,5 (1H,an); 7,82 (1H, x); 7,98 (1H, n).

Ccpiiounbii  npumep 67.  Ilomyuenme otun  2-[4-[((3S)-1-tper- OyTokcukapOOHWMII-3-
nuppouauHII ) THO | Berm] -3-(5-umanobden3o[b] TueHo- 2-mi)-2-3TOKCUKapOOHUIIIIPOITHOHATA.

a) 20,2 r stun 4-mepkantodenmnanerara pactBopsui B 450 mu terparunpodypana. K sromy
pacTBopy, pasmemuBas ¥ oxjaxaas jbaoM, godasmsum 21,0 r (3R)-1-tper-OyTokcukapOoHmi-3-
ruapokcunupposmauaa, 29,4 1 tpudenmndochura um 19,5 r audTHIA3OAMKApOOKCHIIATA.
[Tony4yeHHYI0 CMeCh pa3MEIIMBaJIM IMPH KOMHATHOH Temmeparype B TeueHue 18 dacos. Ilocie
OTIOHKU PAaCTBOPHUTENIS, OCTATOK OYMINAIH C TIOMOIIBI0 XpoMaTorpaduu Ha CHUIIMKArele, dIHUpYs
CMEChIO H-TeKCaHa M dTUIIAIeTaTa, B pe3ybTare yero noayvanu 7,0 r atun atun 2-[4-[((3S)-1-tper-
OyTOKCUKapOOHWII-3-IIUPPOTHANHII)THO | DEeHUIT | arerarta.

'H-IMP (CDCl3) 6: 1,25 3H, 1, ) = 7,2 '), 1,45 (9H, ¢); 1,7 - 2,4 (2H, m); 3,2 - 4,4 (5H, m);
3,58 (2H, ¢); 4,15 (2H, xB. ,J=7,2T); 7,0 - 7,6 (4H, m).

b) 4,0 r stun 2-[4-[((3S)-1-TpeT-OyTOKCHKAPOOHMIT-3-MTUPPOIUINHII) THO| (eHMI] arerara,
MoJTydeHHOTo B craauu (a), pactBopsuid B 21 M N, N- mumermidopmamuna, a 3areM 100aBIsIH
4,02 mn mudTrnkapOonata. K moimydeHHOMY pacTBOpy, mepememmBasi npu temnepatype 130° C,
nobaeisin 530 mr (60%) rumpuaa HaTpHs, Mocie 4ero cMech pasmemmBanud 10 MUHYT, 3aTem
no6asisin 106 mr ruapuaa Hatpus M oonAth pazMmemnBand 10 MuHyT. PeakumoHHBIH pacTBOp
BBUIMBAJIM B JIEJIIHYIO BOJY, HEHTpaln3oBau pa30aBICHHON CONSHOM KHCIOTOM, SKCTParupoBajIH
ATUJIALIETATOM, a 3aTeM ocymanu. [lociae OTrOHKM pacTBOpUTENs, OCTATOK OYMIIATU C IOMOIUIBIO
KOJIOHOYHOM Xpomarorpaduu Ha CHIIMKarene, SJIIOMPYs CMEChbIO H-T€KCaHa W JTWialerara, B
pesyapTare  uwero  monydanm 1,74 v otmn  2-[4-[((3S)-1-TpeT-OyTOoKCHKapOOHIII-3-
UPPOITHIUHII )THO )(DEHHIT | -2- ITOKCHKapOOHUIIAIETaTa B BHJIE MACTISTHICTOTO MPOAYKTA.

H-IMP (CDCls) 6: 1,27 (6H, 1, ) = 7,2 T'n); 1,46 (9H, ¢); 1,4 - 2,4 (2H, m); 3,0 - 4,0 (5H, m);
4,22 (4H, kB.,J=7,2Tn); 4,58 (1H, ¢); 7,2 - 7,5 (4H, m).

c) 17 v otun 2-[4-[((3S)-1-Tper-OyTOKCHKApOOHMI-3-TUPPOTUIUHII)THO |  deHmn] -2-
ITOKCHKapOOHMIaleraTa, mnonydyeHHoro B cramuu (D), pacTBopsiim B cMecH pacTBOpHUTEINIEH,
cocrosmiei u3 20 M Terparuapodypana u 1 mi N, N-gumernndopmamuia, mocie gero 100aBIIsiIu
155 mr rugpuna warpus (60%), u nonydeHnyro cmech pazmermmBany 20 munyT. K peakumonHoMy
pactBopy mobOaBmsuin 980 wmr 2-OpomomerminOeH3o[b] Ttuoden-5- kapOoHHTpHIIA, a 3aTeM
pasmemuBaiii B TeueHue 24 yacoB. [lonydeHHBIH peakLMOHHBIM PacTBOp BBUIMBAIM B JIEJSHYIO
BOJy, SKCTparupoBaJid STHJIALIETaTOM, a 3aTeM ocymianu. Ilocie OTroHKH pacTBOpUTENs, OCTATOK



OYUINAIH C TIOMOIIBIO KOJIOHOYHOM XpoMaTorpaduu Ha CHIIMKAreyie, JIIOUPYsl CMEChI0 H-TeKCaHa |
JTHUJIAleTaTa, B pe3yibTare dero noiydand 2,05 r 1eneBoro COeIuHEHHs B BHJIE MACISHHCTOTO
BEIIIECTBA.

'H-AMP (CDCls) 5: 1,23 (6H, 1, J = 7,2 T'm), 1,46 (9H, ¢); 1,50 - 2,50 (2H, m); 3,2 - 4,4 (5H, m);
3,89 (2H, ¢); 4,25 (4H, xB. , J =7,2 T'm); 7,28 (4H, ¢); 7,44 (1H, nn, J=8,4u 1,5 T'n); 7,78 (1H, 1, J
=8,4Tn); 7,91 (1H, an).

Ccouiounbiii  nmpumep 68,  IMomyuenume ostun  2-[4-[((3S)-1-tper- OyTokcukapOOHWMI-3-
nuppoauauHmI)okcH | pennn] -3-(5-inano6enso[b] Tnen- 2-mn)-2-nponuoHara.

B cmecn, cocrosimeii u3 50 mi terparuapodypana u 50 mu sranona, pactBopsuid 3,0 ¢ (5-
nano6en3o[b] tueH-2-uwi-metuntpudenmndochonus xmopuga u 2,55 r srun 2-[4-[((3S)-1-Tper-
OyTOKCHKapOOHMWII-3- TMUPPOTUANHIII)OKCH]| (heHus] -2-okcoarerara. K moixydyeHHOMY pacTBOpY,
pa3MeriuBas NP KOMHATHOM Temmeparype, mob6asmsnu 1,07 r 1,8- nuazabuukio[5.4.0] -7-
YHJIICIICHa, U 3Ty CMECh pa3MEIIMBaJM TPU KOMHATHOW TeMmmeparype B TeueHue 1 waca. I[locne
OTTOHKHU PACTBOPUTEIISA, MOTYYCHHBIA OCTATOK OYMIIAIN C TIOMOIIBIO KOJIOHOYHON XpoMaTorpaduu
Ha CHJIMKAreJsie, JJIIOUPYsl CMEChIO TOJTyOJIa U ATUIIAIETaTa, B PE3yJIbTaTe Yero Moayqain dTHi-2-[4-
[((3S)-1-TperOyTokcukapooHma-3-upponuauaui]| okcu] ¢enmn] -3-(5-mmanodenso[b] TuHeH-2-
wi)akpuiar B Bujue cmecu E- u Z-popm. [loyueHHOE TakMM 00pa3oM COCIIMHEHHE PAcTBOPSIIM B
cmecH, coctosieit u3 50 mi rerparuapodypana u 50 mi sTaHONA, U 3TOT pacTBop cMmemuanu ¢ 0,5
r 10% namnagupoBanHOoro yris (kartanuzatop Ha 50% MoOKporo Tuma), a 3aTeM IOJBEprajiu
KaTAIMTUYECKOW THJIPOTCHU3allMK MPH HOPMAJIbHOM JaBiieHWH. [locie ynaneHus kaTaau3aTopa
bunpTpaneii W OTTOHKM PACTBOPHUTENS, IIOJYYCHHBI OCTATOK OYHIIAIA C TIOMOIIBIO
Xpomarorpaduu Ha CHIJIMKAreie, IIIOUPYS CMEChIO TONyOJIa W STHIIAIETaTa, B Pe3yJbTaTe Yero
noJTydainy 2,2 T IeJICBOTO COSJIMHECHUS B BHJIC BSI3KOTO MACISTHUCTOTO BEIIECTBA.

'H-IMP (CDCls) 6:1,17 (3H, 1, J = 7,0 I'n); 1,47 (9H, c); 1,90 - 2,20 (2H, m); 3,10 - 3,95 (7H,
m); 4,10 (2H, k8., J = 7,0 I'n); 4,84 (1H, mmwp. ); 6,81 (2H, 1, J = 9,0 I'n); 7,20 (1H, c); 7,25 (2H, 7,
J=9,0Tm); 7,44 (1H, nn, J=9,0m 1,6 'm); 7,81 (1H, nn, J = 9,0 m 1,6 I'r); 7,94 (1H, ¢).

CoeMHEHUS CChITOYHBIX TpUMepoB 69-75 morydanu B COOTBETCTBHH C TIPOIEAYPOH, OMIMCAHHOM
B CCBUIOYHOM IIpuMepe 68.

Ccbutounsii  mpumep 69.  Ortun  2-[4-[2-(Tper-OyTokcukapOoHmwiamuHo)- 1-  (Tper-
Oy TOKCHKapOOHUIAMUHOATHI)3TOKCH | (ern| -3-(5-umanoben3o[b] THeH-2-1iT)IponuoHaT, BI3KOe
MAaCIJISTHUCTOE BEIECTBO

H-IMP (CDCls) 6: 1,25 (3H, 1, J = 7,0 I'm); 1,45 (18H, c); 2,90 - 4,50 (8H, m); 6,80 - 7,35
(5H); 7,45 (1H, nn, J=8,3u 1,3T'); 7,80(1 H, 1, J =8,3T'); 7,93 (1H).

Ccouounbiit npumep 70. Dtun 2-[4-[((2S)-1-0yTokcHKapOOHUI-2- TUPPOITHIUHIIT)-METOKCH |
bennn] -3-(5-unanoben3o[b] Tren-2-wmn)nponuoHar.

'H-IMP (CDCls) 6: 1,17 (3H, 1); 1,47 (9H, c); 2,00 (4H, mup. c. ); 3,40 (2H, mup. c. ); 3,60 -
4,30 (6H); 6,90 (2H, 1, J =10 I'r); 7,25 (2H, 1, J = 10 I'm); 7,00 - 8,00 (4H, m).

Ccputounsiit mpumep 71. Dtun 2-[4-[(1-TpeT-OyTOoKCHKApOOHII-4- MUTICPHIUHII)OKCH | (PeHMIT--
3-(5-tmmanoben3o[b] THeH-2-1T)IpONMHOHAT TBEPOE BEIIECTBO

'H-IMP (CDCls) 6: 1,10 (3H, 1, J = 6,0 I'm); 1,50 (9H, c); 1,70 - 2,00 (4H, m); 3,20 - 4,00 (4H,
m); 4,15 (2H, k8.); 4,30 - 4,60 (1H, mmp. c); 6,80 - 8,10 (8H).



Ccpuiounbiii npumep 72. Dtun  2-[4-(2-TpeT-OyToKcHKapOOHMIAMUHOATOKCH )pernmi] -3-(5-
rano0eH30[b] THeH-2- W) IponuoHar, BI3K0e MAaCISIHUCTOE BEILIECTBO.

'H-AMP (CDCls) 6: 1,16 (3H, T, J = 7,0 T'my); 1,45 (9H, c); 3,05 - 4,40 (9H); 5,12 (1H, ump. c. ),
6,84 2H, n, J =8,3T'); 7,01 (1H, ¢); 7,25 2H, 1, =8,3'n); 7,41 (1H, ox, J =8,3u 1,2 T'nn); 7,77
(1H, mn, J = 8,3I'); 7,89 (1H, c).

Ccpuiounbii mpumep  73.  Dtun  2-[4-[((2S)-1-tper-  OyTrokcHKapOOHMI-5-  OKCO-2-
nuppomuauHui)Merokcrn| ¢enmwn| - 3-(5-umanoOenzo[b] Tuen-2- wm)mpommoHaT, Bs3KOE
MACJISIHUCTOE BEIIECTBO.

'H-IMP (CDCls) §: 1,17 (3H, T); 1,42 (9H, c); 1,80 - 2,25 (2H, m); 2,30 - 2,60 (2H, m); 3,20
(1H, nn); 3,37 (1H, an); 3,50 - 3,82 (1H, an); 3,82 - 4,50 (4H, m); 4,80 - 5,10 (1H, m); 6,75 - 8,10
(8H, m).

Ccbutounbii  mpumep 74. Dtun  2-[4-[((2S, 4S)-1-tper- OyTOKCHKapOOHWI-2- METHI-4-
nuppoauuH)okcH| dperun] -3-(5-umanoben3o[b] THeH-2- WIT)IpONUOHAT.

'H-MP (CDCls) 6 : 1,15- 1,50 (6H, m); 1,50 (9H, c); 1,80 - 2,60 (2H, m); 3,00 - 4,50 (8H, m);
4,80- 5,10 (1H,m); 6,80- 8,20 (8H, m).

Ccoutounbiii mpumep 75. Dtun 2-[4-[((3S)-1-TpeT-OyTOKCHKApOOHMI-3- MHPPOITHIMHII)-OKCH |
benmn] - 3-(6-unanobenso[b] Tnen-2-un)nponuoHar.

H-IMP (CDCl3) ¢: 1,17 (3H, 1), 1,46 (9H, c); 2,10 (2H, m); 3,60 (6H, m); 3,83 (1H, m); 4,10
(2H); 4,85 (1H, mmp. c); 6,86 (2H, n); 7,04 (1H, ¢); 7,25 (2H); 7,55 (1H, an); 7,65 (1H, nx); 8,04
(1H).

Ccouiounbiii  npumep 76. Tlomydenue st (+)-2-[4-[((2S)-1-tper- OyToKCHKapOOHMII-2-
nupposuauHui)MeTokcu| denmn] -3- (5-umanoden3o[b] Then-2-un)nponuonara u dtun (-)-2-[4-
[((2S)-1 -tper-OyTokcukpabonmI-2-nuppoiuauami)Merokcu| denun] - 3-(5-umanodenso[b] Tuen-
2- WI)IIPOTTMOHATA.

50 r stun 2-[4-[((2S)-1-tper-OyTOoKcukapOoHmI-2-tuppoauauHuI)MeTokcr| dermn] -3- (5-
1aHo0eH30[b] TreH-2-un)nponuonara paszaensuii Ha (+) u (-) GopMbI ¢ HCIONIB30BaHHEM KOJOHKU
JUISL pa3JiesieHusl ONTHYECKUX U30MEpOB, B pe3ylsbTare uero nonydamu 2,5 r (+) u 1,7 (-) ueneBoro
COCTMHCHHSI.

Wzomep (-): T. . 102-104° C

[a] &' = 142,00 (c = 1,000, EtOH).

'H-AMP (CDCls) 6: 1,13-1,22 (3H, m): 1,47 (8H, c); 1,80 - 2,10 (4H, m); 3,25 - 3,50 (4H, m);
3,64 - 3,75 (1H, m); 3,70 - 3,90 (1H, mup. c¢); 3,90 (1H, mwup. c); 4,05 - 4,20 (4H, m); 6,88 (2H, 1, J
=8,3I'n); 7,02 (1H, ¢); 7,23 (2H, n, J = 8,3 I'm); 7,45 (1H, n, J = 8,3 I'm); 7,80 (1H, n, J = 8,3 I'n),
7,94 (1H, ¢).

BOXX: KonoHka; KOJOHKAa Ha aMWIIO3€ JUIS KCIOJNB30BaHHS B Pa3BEACHHU ONTHYCCKHX
uzomepoB (CHIPALPAK AD, 20 @ x 250 mMm, Diacel Chemical Industries, Ltd).

PactBopurens: H-rekcaH: u3o-niporanon = 70:30.

CxopocTh moToKa: 4 MJI/MUH

Bpewms ynepxkuBanus: 20-23 MUHYTHI

Wzomep (+): 1. ur. 111-112° C

[a]%' =+55,19 (c = 1,000, EtOH)



'H-AMP (CDCls) §: 1,13 - 1,22 (3H, m); 1,47 (9H, ¢); 1,80 - 2,10 (4H, m); 3,25 - 3,50 (4H, m):
3,64 - 3,75 (1H, m); 3,70 - 3,90 (1H, mmwmp. c): 3,90 (1H, mmp. c); 4,05 - 4,20 (4H, m); 6,88 (2H, x, J
=8,3I'm); 7,02 (1H, ¢); 7,23 (2H, n, J = 8,3 I'm); 7,45 (1H, n, J = 8,3 I'y); 7,80 (1H, n, J = 8,3 I'm);
7,94 (1H, c).

BOXX: KonoHka, KOJIOHKAa Ha aMWiIO3€ MJIs MCIOJNb30BaHMUS B Pa3/lEICHUM ONTUYECKUX
uzomepoB (CHAPALPAK AD, 20 @ x 250 mwm, Diacel Chemical Industries, Ltd).

PacTtBoputens: H-rekcan: uzo-mponanon = 70: 30

CxkopocTh 1oToKa: 4 MJI/MUH

Bpewms ynepxxuanusi: 23-27 MUHYT

Ccoutounsii  npumep /7. Ilomyuenwe otun  (-)-2-[4-[(1-Tper-  OyrokcukapOoHmi-3-
nunepuanaun)okcu]| ¢enmn] -3- (7-upano-2-nadrun)nponronara u dTHa  (+)-2-[4-[(1-TpeT-
OyTOKCHKapOOHUI-4- unepuaAnHII )-0kcH | herm] -3-(7-1uano-2- HapTHII)IPOHUOHATA.

OTH coelMHEHHS MTOTyYalld TEM K€ CIIOCOOOM, OITMCAHHBIM B CCBUIOYHOM npumepe 76.

Hzomep (+):

[a] %' =-100,78 (c = 1,024, CHCls).

'H-AMP (CDCls) 6: 1,11 (3H, T, J = 6,9 I'm); 1,47 (9H, c); 1,70 - 1,80 (2H, m); 1,85 - 1,95 (2H,
m); 3,15 - 3,20 (1H, m); 3,30 - 3,40 (2H, m); 3,50 - 3,60 (1H, m); 3,65 - 3,75 (2H, m); 3,85 - 3,90
(1H, mup. c.); 4,0 - 4,1 (2H, m); 4,40 - 4,45 (1H, m); 6,85 (2H, 1, J = 8,3 I'ny); 7,23 (2H, n); 7,40 -
7,45 (1H, m); 7,53 - 7,58 (1H, m); 7,62 (1H, ¢); 7,77 (2H, n); 7,85 (1H, 1, J = 8,3 I'm); 8,12 (1H, c).

BOXX: Kononka: xoysoHka Ha aMuiio3e ajisi pazaeneHus ontuueckux nzomepos (CHIRALPAK,
AD, 4,6 © x 250 mm, Daicel Chemical Industries, Ltd).

PactBopuTens: H-rekcan: n3o-mponanon = 90:10

Ckopoctb motoka: 1 mi/mMuH

Bpewms ynepxxuBanus: 26,9 MUHyT

Nzomep (+):

[a]%' =+95,84° (c= 1,010, CHCl3)

H-IMP (CDCl3) ¢: 1,11 (3H, 1, J = 7,3 T'm); 1,65 - 1,70 (2H, m); 1,85 - 2,00 (2H, m); 3,15 -
3,20 (2H, m); 3,30 - 3,35 (2H, m); 3,50 - 3,60 (1H, m); 3,65 - 3,75 (2H, m); 3,85 - 3,90 (1H, mmwmp. c);
4,0 -4,1 (2H, m); 4,40 - 4,45 (1H, m); 6,85 (2H, 1, J =8,8 I'n); 7,23 (2H, n, J = 8,3 I'y); 7,40 - 7,45
(m, 1H, Ar- H); 7,52 - 7,57 (1H, m); 7,62 (1H, ¢); 7,77 (1H, n, J = 8,3 I'n); 7,85 (1H, 1, J = 8,3 I'my);
8,11 (1H, c¢).

BOXOK: Kononka; KoloHKa Ha aMuiio3e A pasaeneHus ontudeckux nzomepos (CHIPALPAK
AD, 4,6 © x 250 mm, Daicel Chemical Industries, Ltd).

PactBopurenb: H-TekcaH: m3o-niporanon = 90:10

Cxopocts mtoToka: 1 mi/mMun

Bpewms ynepxxuBanus: 31 MuHyTa

Ccoutounsiii  pumep  78. Tlomyuenue st (+)-2-[4-[((2S)-1-TpeT- OyTOKCHKapOOHMII-2-
nuppouauHII )MeTokcH | dernn] -3-(5-umanoben3o[b] - TneH-2-1) mponroHara.

540 1 2-[4-[((2S)-1-Tper-OyTOKCHKAPOOHUI-2-IUPPOTUAUHIIT)-MeTOKCH]|  penmn]  -3-5-
nranoOen3o[b] Ttuen-2-un-nponumonara, pactBopsuii B 400 MI CyXxoro 53TaHoia BO BpeMs
HarpeBaHus, U K MOJdydeHHOMY pacTBopy naoGamisiau 800 mi cyxoro H-rexcana. K momydeHHOU
TakuM 00pa3oMm cmecu n06aBisuti 100 Mr rumpuaa HaTpUs U 3aTpaBOYHbBIC KPUCTAILIBI ATHA (+)-2-



[4-[((2S)-1-TpeT-OyTOKCHKAPOOHWUIT-2-TUPPOTHIUHI )-MeTOKCH | perma] - 3- (5-rmanobensolb]
THEH-2-ui)ponuonata. [locie nepemenMBanus Npyu KOMHATHOH TeMIieparype B TeueHue 4 4acos,
MOJTyYeHHYIO0 TakuM oOpa3om cmech cMemmBaiu co 100 mr rumpuna Tper-0yTOKCHKapOOHWII-3-
MUPPOTHIUHIN )-0KCH | (erm] - 3-(6-unanob6en30[b] Tren-2-wmn)nponuoHar.

'H-AMP (CDCls) 6: 1,17 (3H, 1), 1,46 (9H, c); 2,10 (2H, m); 3,60 (6H, m); 3,83 (1H, m); 4,10
(2H); 4,85 (1H, wmwp. ¢); 6,86 (2H, x); 7,04 (1H, ¢); 7,25 (2H); 7,55 (1H, an); 7,65 (1H, nx); 8,04
(1H).

Ccputounsii  pumep 76. Tlomyuenue st (+)-2-[4-[((2S)-1-tpeT- OyTOKCHKapOOHMII-2-
nuppoauauaI)Metokcu| denmn] -3- (5-mmanodenso[b] tuen-2-wn)nponuonara u stun (-)-2-[4-
[((2S)-1 -Tper-OyTOKCHKpaOOHMI-2-TUppOaHAnHIIT)METOKCH]| (henmn] - 3-(5-nmanobenso[b] Tuen-
2- W)IpoIMoHaTa.

50 r astun 2-[4-[((2S)-1-TpeT-OyTOKCHKAPOOHUI-2-TUPPOTUANHII )MeTOKCH]| (enmn] -3- (5-
rano0en3o[b] TueH-2-wn)nponuonata pasaensii Ha (+) u (-) GOpMBI ¢ UCTIOIB30BAaHUEM KOJOHKH
JUTSL pa3e/iCHHs] ONTHYECKUX U30MEPOB, B pe3yibTare uero moiaydanu 2,5 r (+) u 1,7 (-) menesoro
COC/IMHCHUSI.

Hzomep (-): T. . 102-104° C

[a]%' = 142,00 (c = 1,000, EtOH).

'H-IMP (CDCls) §: 1,13-1,22 (3H, m): 1,47 (8H, ¢); 1,80 - 2,10 (4H, m); 3,25 - 3,50 (4H, m);
3,64 - 3,75 (1H, m); 3,70 - 3,90 (1H, mmp. ¢); 3,90 (1H, mmwmp. c); 4,05 - 4,20 (4H, m); 6,88 (2H, x, J
=8,3I'n); 7,02 (1H, ¢); 7,23 2H, n, J = 8,3 I'n); 7,45 (1H, n, J = 8,3 'u); 7,80 (1H, 1, J = 8,3 '),
7,94 (1H, ¢).

BOXX: Kononka; KOJOHKa Ha aMujo3€ Ul HCHOJIb30BAaHUS B Pa3BEACHMM ONTHYECKUX
usomepos (CHIPALPAK AD, 20 @ x 250 mMm, Daicel Chemical Industries, Ltd).

PactBoputens: H-rekcaH: u3o-nponanoin = 70:30.

CxkopocTb moToka: 4 MiI/MUH

Bpewms ynepxxuanus: 20-23 MUHYTbI

Nzomep (+): . ma. 111-112° C

[a] 2 = +55,19 (c = 1,000, EtOH)

H-IMP (CDCls) §: 1,13 - 1,22 (3H, m); 1,47 (9H, ¢); 1,80 - 2,10 (4H, m); 3,25 - 3,50 (4H, m):
3,64 - 3,75 (1H, m); 3,70 - 3,90 (1H, mup. ¢): 3,90 (1H, mwup. c); 4,05 - 4,20 (4H, m); 6,88 (2H, 1, J
=8,3Tm); 7,02 (1H, ¢); 7,23 (2H, n, J = 8,3 T'm); 7,45 (1H, n, J = 8,3 I'm); 7,80 (1H, n, J = 8,3 I');
7,94 (1H, ¢).

BDXX: KonoHka, KOJOHKAa Ha aMWJIO3€ JJIS KCIOJNB30BaHHUS B PAa3lEICHUH ONTHYCCKHX
uzomepoB (CHAPALPAK AD, 20 @ x 250 mm, Daicel Chemical Industries, Ltd).

PactBopurenb: H-TekcaH: nu3o-niporanon = 70:30

CxopocTh moToKa: 4 MJI/MUH

Bpewms ynepxuBanusi: 23-27 MAHYT

Ccoutounbii npumep /7. Ilonygenme ostun  (-)-2-[4-[(1-Tper-  OyTokcukapOoOHMI-3-
nunepuauHmwi)okcu| ¢enmwn] -3- (7-mmano-2-vadrun)nponronara u Atua  (+)-2-[4-[(1-Tpert-
OyTOKCHKapOOHMI-4- UunepuIMHNII )-0KcH | perm] -3-(7-unaHo-2- HadThiI)mponruoHara.

OTH COeIMHEHHS MTOJTyYalld TEM e CIIOCOOOM, OITMCAHHBIM B CCBUIIOYHOM mpumepe 76.

Wzomep (+):



[a]%'-100,78 (c = 1,024, CHCls).

'H-AMP (CDCls) 6: 1,11 (3H, 1, J = 6,9 T'm); 1,47 (9H, ¢); 1,70 - 1,80 (2H, m); 1,85 - 1,95 (2H,
m); 3,15 - 3,20 (1H, m); 3,30 - 3,40 (2H, m); 3,50 - 3,60 (1H, m); 3,65 - 3,75 (2H, m); 3,85 - 3,90
(1H, mmp. c. ); 4,0 - 4,1 (2H, m); 4,40 - 4,45 (1H, m); 6,85 (2H, u, J = 8,3 I'n); 7,23 (2H, n); 7,40 -
7,45 (1H, m); 7,53 - 7,58 (1H, m); 7,62 (1H, ¢); 7,77 (2H, n); 7,85 (1H, n, J= 8,3 I'n); 8,12 (1H, c).

BOXX: Komonka: KojloHKa Ha aMujI03e i pasneneHus ontudeckux uzomepos (CHIPALPAK,
AD, 4,6 @ x 250 mm, Daicel Chemical Industries, Ltd).

PactBoputens: H-rekcan: uzo-nponanon = 90:10

CkopocTb nmotoka: 1 mir/mMuH

Bpewms ynepxxuBanus: 26,9 Munyt

Uzomep (+):

[a] 5= +95,84° (c= 1,010, CHCls)

'H-IMP (CDCls) 6:1,11 (3H, 1, J = 7,3 T'y); 1,65 - 1,70 (2H, m); 1,85 - 2,00 (2H, m); 3,15 - 3,20
(2H, m); 3,30 - 3,35 (2H, m); 3,50 - 3,60 (1H, m); 3,65 - 3,75 (2H, m); 3,85 - 3,90 (1H, mmp. c); 4,0 -
4,1 (2H, m); 4,40 - 4,45 (1H, m); 6,85 (2H, 1, J = 8,8 I'n); 7,23 (2H, 1, J = 8,3 I'n); 7,40 - 7,45 (M,
1H, Ar- H); 7,52 - 7,57 (1H, m); 7,62 (1H, ¢); 7,77 (1H, n, J = 8,3 I'n); 7,85 (1H, 1, J = 8,3 I'); 8,11
(1H, ¢).

BOXK: KosnoHka; kojloHKa Ha amuiio3e Juisl pasjenenus ontudeckux usomepos (CHIPALPAK
AD, 4,6 @ x 250 mm, Daicel Chemical Industries, Ltd).

PactBopuTens: H-rekcan: nzo-npormanoin = 90:10

CkopocTts notoka: 1 Mi/mMuH

Bpewms ynepxxuanus: 31 munyra

Ccoiiounbiii npumep 78, Tlomyuenue st (+)-2-[4-[((2S)-1-tper- OyTOKCHKapOOHMII-2-
nuppouIuHII )MeTokcH | derm] -3-(5-umanoben3o[b] - TneH-2-1) mponroHara.

540 1 2-[4-[((2S)-1-Tper-OyTOKCHKAPOOHMI-2-TUPPONUAUHII)-MeTOKCH]|  penmn]  -3-5-
1mano0en3o[S] TueH-2-un-npornmonara, pactopsuii B 400 Ma cyxoro a3TaHojia BO BpeMs
HarpeBaHus, U K MoydeHHoMY pactBopy nobasimsuin 800 mur cyxoro H-rekcana. K momydyeHHOI
TakuM o0Opa3oMm cmecu aobapisiti 100 Mr ruapuaa HaTpUsl U 3aTPaBOYHbBIC KPUCTAILTBI AT (+)-2-
[4- [((2S)-1-Tper-OyTOoKCcCHKapOOHMI-2-TUPpOTHIUHIT)-MeToKCH | denmn] - 3-(5- nmanobenso[b]
THEH-2-ui)ponroHata. [locie nepeMemmBanus NPy KOMHATHOW TeMIeparype B Te4eHue 4 4acos,
NOJYyYEHHYI0 TakuM oOpazom cMmech cMmemmBanu co 100 Mr ruzapuga HaTpuss M TPOJOIDKAIH
nepemMenmuBaTh enie 18 4yacoB mpu KOMHAaTHOW TeMIiepaTtype ¥ cOOMpal OCaKICHHbBIC KPUCTAJLIBI
nyteM QuiabTpanun. CoOpaHHBIE TakKMM 00pa3oM KPHCTALIBI TEPEKPHCTAILIN30BBIBAIA U3 22
00beMoB (M./00.) cmecu staHoia W H-rekcana (30:70, m/06.). Tlpomecc mnepekpHCTaTU3AIUH
NOBTOpsUTH 3 pa3a, u moiydanu 37,0 T 1meJIeBoro COeIMHEHHUS ¢ YUCTOTOM nuactepeonsomepa 99,5%
i 6oree.

Ccouiounbiii  npumep 79. Ilomyuenme otun  (+)-2-[4-[((3S)-Tper- OyTokcukapOOHMI-3-
nuppouIuHII)okcH| Gpenm] -3-(7-mano-2-HadTiir) nponuoHara.

OT0 coenrHEHHE ObUIO TOJIYYEHO B COOTBETCTBMM IPOLEAYPOH, OMUCAHHOM B CCHIIOYHOM
npumepe 78.



Ccoutounsiii npumep 80. Ilomyuenme ot 2-[4-[((2R)-1-Tper- OyTOoKCHKApOOHMII-2-
MTUPPOJIATUHIIT )METOKCH | bennn| -3-(5-mnanob6enso[b] - THUEH-2-UJT)-2-9TOKCH-
KapOOHUJIIPONMOHATA.

4,1 r ostun-2-[4-[((2R)-1-TpeT-OyTOKCHKAPOOHHUI-2- MHUPPOIUIUHWI)METOKCH]  deHmun] -2-
sToKcuKapOoHmnanerara pactBopsii B 100 M rerparunpodypana. [lomydeHHbli Takum 00pazom
pacTBOp npu KOMHATHOM Temneparype cmemmuBaiu ¢ 0,38 r 60% ruapuna HaTpus U epeMenBaIn
B Teuenune 30 munyT. [lepememnBas mpyu KOMHATHOM TeMIEpaType, K MOy4eHHOMY PEaKIIHOHHOMY
pacTBopy mo karie moGaBimsiii 10 mi pactBopa Terparuapodypana, comepxkamero 2,1 r 2-
opomomeruiabenso[b] - tuoden-5-xkapbonutpuina. Ilocie KOHIEHTPUPOBAHHS PEAKIIHOHHOTO
pacTBopa J10CyXa, MOJYYECHHBIH OCTATOK OYMIIAIM C MOMOINBI0 KOJOHOYHOH Xpomarorpadguu Ha
CHJIMKarejie C HCIOJb30BAHMEM B KAueCTBE OHIIIOUPYIOUIETO PACTBOPHUTENS CMECh TONyOla H
xyopodopma, B pe3ysbTare yero nonydanu 4,34 T 1eJIeBOro COCAMHCHHUS B BHJIC MACISTHECTOTO
BEIIIECTBA.

'H-AMP (CDCls) §: 1,21 (6H); 1,46 (9H, c); 2,0 (4H, mup. c); 3,40 (2H, ump. c); 3,88 (3H);
4,22 (6H); 6,90 (3H); 7,20 (2H, n); 7,50 (1H); 7,78 (1H, x); 7,93 (1H, m).

B cooTBeTcTBHU € mpoueaypoi, OnMcaHHON B cChII0YHOM npumepe 80, mosrydanu COeaMHEHUS
CCBUTOYHBIX TIprMepoB 81 u 82.

Ccoutounniii npumep 81. Drtun 3-(5-umanoben3o[b] -tue-2-un)-2- srokcukapbonumn-2-[4-[(2-
MUMHUJ1a30JIMH-2-1J1) METOKCH | )eHUJI| IPOIMOHAT, BI3KOE MACIISTHUCTOE BEIIECTRO.

'H-AMP (CDCls) 6 : 1,22 (6H, T); 3,63 (4H, c); 3,89 (2H, c); 4,24 (4H); 4,69 (2H, c); 6,86 (3H);
7,27 (2H); 7,42 (1H); 7,76 (1H); 7,88 (1H).

Ccoutounbiii ipumep 82. Dtui-2-[4-[((3S)-1-Tper-0yToKCHKapOOHMII-3- MHUPPOITHIHHIIT)-OKCH |
¢denmn] -3- (5-umano-2-0eH30THA30IINI)-2-3TOKCUKAPOOHUII-IPOIIMOHAT, BS3KOE€ MACISIHUCTOE
BEIIIECTBO.

H-IMP (CDCls) 6: 1,22 (6H, 1); 1,46 (9H, c); 2,09 (2H, mmup. c); 3,56 (4H, mup. c); 4,13 (2H);
4,28 (4H, n); 4,85 (1H, mmp. c); 6,82 (2H, n); 7,26 (2H, n); 7,63 (1H, xn); 7,95 (1H, n); 8,25 (1H,
1)

Ccputounbii  mpumep 83. Ilomyuenwe otun  3-(5-mano6enso[b] Ttuen-2-un)- 2-[4-[[2-
(3TOKCUKAapOOHMIMMHHO ))reKCaruApONUPUMUINH-5-11| OKCH| (heHmI| mponuoHara

1,0 r srtun 2-[4-[2-(Tper-OyTOKCHKapOOHHIAMHIHO)-1-(TpeT- OYyTOKCHKAapOOHUITAMHHOMETHII)-
stokcu| ¢Genmn] -3-(5-mmanobenso[b] THeH-2- W) mMpomHOHAaTa pacTBOPsUIM B 2 M aHu3ona. K
BBIIIIEyKa3aHHOMY pacTtBopy no0aBisuiin 10 Ma TpudTOPOYKCYCHOM KHUCIOTHI, pa3MeliuBas MpH
OXJIAXJIEHUHM JIbJOM, M TMOJYYCHHYI0 TakUM o00pa3oM CMech IepeMeIIMBaId INPH KOMHATHOM
Temreparype B TeueHue 1 uyaca. [lomyueHHBIH peakIMOHHON pacTBOp KOHLEHTPUPOBAIN IPH
TOHMKCHHOM JIaBJICHWH, ¥ TIOJTYYEHHBIH TaKUM 00pa30M OCTAaTOK PAaCTBOPSUTH B BOJIC W IMTPOMBIBAJIH
H-TekcaHoM. [lomydeHHBI BoaHbIH ciod  goBoamwaun 1o pH 9-10 ¢ wcmonb3oBaHueM
KOHIICHTPUPOBAHHOTO BOJHOTO pPAacTBOpa aMMHaka M 3aTeM OJKCTParupoBald XJIOpo(hopMoMm.
[TosrydyeHHBI OpraHMYECKHil CI0M KOHLEHTPUPOBAIU J0CYyXa M MOJIY4YEHHBIH TakuM oOpa3oMm
ocraTok pactBopsiii B 20 M cyxoro sraHona. K moigydeHHOMYy TakuMm oOpa3oM pacTBOpY
no6ams 300 mr stun N- (3TOKCH(METHATHO )MeTHIIeH )kapOaMaTa, KOTOPBIN ObLT CHHTE3UPOBAaH B
COOTBETCTBUH C Tporeaypou, onucanHoi B Journal of the Chemical Society, Parkin 1, 1973, pp.



2644-2646. Ilocme 3TOrO MOMYYEHHYIO TaKUM 00pa3oM cMmech rnepemeruBanu 20 4acoB, a 0cagok
cOOMpaly U B pe3yJIbTaTe 4ero noiaydanu 560 mMr 1eneBoro CoeAMHEHusI.

T.mn. 179-182° C.

UK (KBr); 2230, 1725, 1638, 1512, 1337cm™

'H-AMP (CDCls) §: 1,13 (3H, 1, J = 7,0 I'm); 1,17 (3H, T, J = 7,0 T'm), 3,10- 4,30 (11 H, m);
4,50-4,80 (1H, m); 6,89 (2H, n, J = 8,75 I'n); 7,03 (1H, ¢); 7,26 (2H, 1, J = 8,75 'n); 7,46 (1H, nx, J
=8,31ul,75Tn); 7,82 (1H, x, J = 8,31 I'm); 7,95 (1H, x); 8,70 - 9,50 (2H, mup. c).

Ccoutounsiii mpumep 84. IMonyuenne stun 3-(5-nimanodenso[b] tuen-2-un)- 2-[4-[[2-(umuno)-
reKCaruIpoupUMUANH-5-11| OKcH | peHnT| mpornroHara TuAPOXIOpUIA.

a) 2,9 r Tuonumanara kamus pactBopsiii B 150 Mi cyxoro ameroHa. PasmemmBas mipu
OXJIAXJICHUW JIBJIOM, K BBINIEYKa3aHHOMY pacTBOpy Jo0aBimsuii 1o kKamie 6,8 1 p-
HUTpOOeH3MWIXIIopodopMaTa, KOTOpbd Obul pacTBopeH B 20 mur aneroHa. [lomydeHHyr Takum
00pa3oM cMech MepeMeNIMBaId B TEUEHUE 2 4YacoB, OXJIaXKIas JbJIoM, M cMemmBam ¢ 1,15 r
METaHOJIa, a 3aTeM IePeMENINBaIIU P KOMHATHOH Temiieparype B Tedenue 20 gacos. [locne storo,
OCaXJIEHHBbIE TakKUM OOpa30oM KPHCTALIBI COOMpand myTeM QHUIbTPAlMM W TPOMBIBAIN C
UCTIONIb30BaHWEM  xjopodopma, B pesyiabrare  dero  moimydanrun 2,88 r  p-
HUTPOOCH3WIMETOKCH(THOKapOaMomT)kapbamMara B BUIEC MOPOIIIKA.

'H-AMP (CDCls) § :: 4,03 (3H, c; 5,33 (2H, ¢); 7,70 (2H, 1, J = 9,0 I')); 8,80 (2H, x, J = 9,0 I'm).

b) 3,5 r p-HuTpOOEH3MIMETOKCH(THOKapOaMoui)kapbamaTa, MOJyYCHHOTO B BBIIICYKa3aHHOMN
craauu (a), u 1,79 r 6e3BoHOTO KapOboHaTa Kanus pacTBOpsuid B cMecu pactBopa 40 mut Boas! u 40
M auokcaHa. K mony4eHHOMYy TakuM 00pa3oM pacTBOpY MOCTEIEHHO JI0 Karie nodasisuim 1,72 T
TUMETWICYNIb(aTa, ¥ MOJYYCHHYIO0 CMECh MEPEMEIINBaId IPU KOMHATHOM TeMIIepaType B TEUCHUE
30 munyr. K momydeHHOMY peaknIMOHHOMY pacTBopy cHoBa JoOaBimsuin 300 mMr Ge3BogHOrO
kapOoHara kanusi, 1o0asmsiy npu 3ToM 1o kare 300 mr aumetwmincyibdara. [lomydeHHBIH TaKIM
00pa30M peaKIMOHHBINA PACTBOP pa30aBIISLIIN STHIIAIIETATOM, TIPOMBIBAIIA BOJIOH U TIOCIIEIOBATEIIEHO
HACHIIATM BOJHBIM PAacTBOPOM XJIOpHJA HATpWs, a 3aTeM KOHIEeHTpupoBaid. llocie 3Toro
OCAXKIEHHbIE TAKUM 00pa3oM KpHUCTaIbl cCOOMpany myTeM (UIbTPAlMU U THIATEIBHO MPOMbBIBAIH
H-TIEHTaHOM, B  pe3yipTare yero mnoaydanu 3,23 r©  p-  HUTpoOeH3mn  N-

(METOKCHMETHIITHO )METUJIEH )KapOamara.
1H-IMP (CDCls) 6 :: 2,40 (3H, c); 4,00 (3H, ¢); 5,28 (2H, ¢); 7,56 (2H, 1, J = 9,0 ';)); 8,22 (2H,

n,J=9,0TIm).
¢) B wactu B 10 Mt anmsona pacteopsutn 2,0 r atun 2-[4-[2-(TpeT- OyTOKCHKapOOHUITaMHHO)-1-
(TpeT-0yTOKCUKApOOHUTIAMHUHO-METHII)  ATOKCH]| benun| -3-(5-umano6en3o[b] THEH-2-

win)nponuronara. K BeimeykazanHoMy pactBopy a06aBimsuii 30 M TpUPTOPYKCYCHOW KHCIIOTBHI,
nepeMennBas PH OXJIAXKICHUH JIBJIOM, U CMECh TEePEeMEIINBAN MTPH KOMHATHON TeMIIepaTrype B
TedeHHue 2 dacoB. [loJMy4eHHBI pEaKIMOHHBIN PacTBOp KOHIICHTPHPOBAIH IPH IOHMKECHHOM
JTABJICHUH, ¥ TTOJyYEHHBI TaKUM 00pa3oM OCTaTOK PacTBOPSUIM B BOJIE M MTPOMBIBAIH H-TEKCAHOM.
[TorydeHHbIH BOIHBINA cioi moBoauiw 1o pH 10 ¢ ucrmonp3oBaHHEeM KOHIICHTPHUPOBAHHOTO BOJTHOTO
pacTBOpa aMMHakKa M 3aTeM JKCTparupoBanu Xjopopopmom. IlosyueHHBIH OpraHMYECKHH Cioi
KOHIIGHTPUPOBAIM JIOCYXa, M TIOJyYE€HHBIH TakUM o00pa3oM OCTaToK pacTBopsuii B 50 M
teTparuapodypana. K nmomyueHHOMy Takum o0pa3oM pacTBopy 100aBisuin 921 mMr p-HUTPOOESH3UIT
N-(MeTokcH- (METWJITHO) METHIIeH)KapOaMaTa, IOJyYeHHOTO B BBIIICYKAa3aHHOH cTaguu D),



nepememuBas mpu 3ToM 18 yacos. [lociie OTTOHKH pacTBOPHUTEINS, MOTYUYCHHBIH OCTaTOK OYHIIAIH C
NOMOIIBI0  KOJIOHOYHOH XpomaTtorpaguu Ha CHIMKarelie C HCIOJb30BaHHEM B KauecTBE
AIIIOUPYIOLIETO PACTBOPHUTENS CMECh XJIOpoQopMa M 3TaHOJa, B pe3yibTare yero moxydanu 1,5 r
st 3-(5-

nrano6en3o[b] TUEH-2-10)-2-[4-[[2-(p-HUTPOOEH3MITIOKCUKAPOOHIITIMUHO)
TeKCaruIpONMPUMUANH-5-WI| OKcu| (eHw1n| mponmuoHaTa B BHUJAE BSI3KOTO W MAaCISHUCTOTO
BEIIIECTBA.

'H-AMP (CDCls) 6 :: 1,17 (3H, 1, J = 7,0 I'n); 3,00 - 4,30 (1H, m); 4,40 - 4,70 (1H, m); 5,08 (2H,
¢); 6,81 (2H, a1, J =8,3I'm); 7,03 (1H, ¢); 7,10 - 7,56 (5H, m); 7,81 (1H, n, J = 9,3 I'y); 7,94 (1H, c);
8,10 (2H, x, J = 8,75 I'm); 8,70 - 9,40 (2H, mmmp. c.).

d) B 100 mu sranona pactBopstii 1,5 r atmn 3-(5-mmano-6enso[b] tuen-2- wn)-2-[4-[[2-(p-
HUTPOOCH3WIOKCUKAPOOHWIMMHUHO)- TEKCArHAPOMUPUMUANH-5- ui] okcu| (eHwn| mpornuoHara,
MOJIYYSHHOTO B BBILIEyKa3aHHOW cTtaguu ¢). K momyueHHOMY TakuM 00pa3oM pacTBOpY J0OaBIISIH
0,5 r xmopuna ammonus u 0,5 r 10% mamragupoBanHoro yris (katamm3atop 50% Mokporo Twura).
[Tony4yeHHYI0 CMECh MOABEPraid 2-4aCOBOW KAaTAIUTHYECKON THAPOTCHU3ALUHU TPH HOPMAIBHOM
napienun. Ilocne ypmanenus karanm3aropa myTeM (QUIBTpAMM W OTTOHKH PAacTBOPHUTEIS,
MOJYYCHHBIH OCTAaTOK OYHINAIU C IOMOIIBK KOJOHOYHOW XpoMaTorpaduu Ha CHIIMKAreie c
UCTIOJIb30BAHUEM B KAYeCTBE JIIIOUPYIOLIETO PACTBOPHUTENS cMecH XJjopodopma M 3TaHOJA, B
pe3yabTare dero nony4daiu 1,0 r 1eneBoro coeMHeHusI.

'H-AMP (CDCl3) §: 1,21 (3H, T, J = 7,0 I'm); 3,00 - 3,90 (7H, m); 4,17 (2H, k8., J = 7,0 I'n);
4,50 - 4,80 (1H, mmwp. ¢); 6,87 (2H, x,J = 8,75 I'm); 7,01 (1H, c¢); 7,06 - 7,36 (SH); 7,44 (1H, nx, J =
7,0m 1,3 T'm); 7,81 (1H, ¢);8,07(2H, c).

Ccoutounsiii pumep 85. IMomyuenwe st 3-(5-timanobenso[b] twen-2-un)- 2-[4-[2-( 1 -
MUPPOJINH-2-1JT)aMUHOATOKCH | PeHIIT| TIPOITMOHATA THPOXIIOPHIA.

[MepememmBas, 1,3 1 o3tun  2-[4-[2-Tper-OyToKCHKapOOHWI- aMHHOITOKCH)penwmn] -3-(5-
rmanoo6en3o[b] Tuen-2-wn) nponuonarta pactBopsutd B 50 M1 9TaHoa M 3aTeM nepememmuBanu. K
3TOMY pacTBOpY jao0aBisuin 25 M aTaHona, cojepxamiero 13% (M. /00. ) CONSHOW KHCIIOTHI.
[Tonyyennyto Takum oOpazom cmech nepememnBanu npu 50° C B Tedenue 30 munyT. I[locne
OTTOHKH PAaCTBOPUTENS, MOJIYYEHHBI oOcTaTok pactBopsiii B 50 M 3TaHONa W 3arem
nepememuBanu. [lonmydeHHbli TakuM oOpa3oM pacTBOp cMmemuBaid ¢ 78,2 Mr 2-3Tokcu-1-
NUPPOJIMHA, M CMECh HarpeBajld ¢ OOpaTHBIM XOJOAWIbHUKOM B TeueHue 1,5 waca. Ilocne
OXJIQXICHUS, OCAXK/ICHHbIE KPUCTAJUTBI COOMpAIIN ITyTeM (MIIBTPALINH, B PE3YJIbTATE YETO TOTyIalIH
1,1 r nemeBoro coeUHEHHUS.

T.auL: 212-215° C

'H-AMP (CDCls) 6: 1,14 (1,5H, 1, J = 7,0 T'y); 1,16 (1,5H, 1, J = 7,0 T'n); 2,16 (2H, 1, J = 7,5
I'm); 2,87 (2H, 1, J = 8,0 I'm); 3,20 - 4,40 (9H); 6,87 2H, 1, J = 8,3 I'm); 7,13 (1H, ¢); 7,27 (2H, 1, J
=8,3Tm); 7,48 (1H, nn, J = 8,3 u 1,3 I'm); 7,92 (1H, n, J = 8,3 I'm); 8,04 (1H, c); 10,04 (1H, mmp.
c.); 10,40 (1H, mmp. c.).

Ccputounsiii  mpumep 86. Ilomyuenme wmernn 2-[4-[((3S)-1-tper- OyTokcukapOoHMI-3-
TUPPOTHIUHII )OKCH | penn| -3-(5-1mano-2-MH 01T ) IPOITUOHATA.

B cmecu pactBoputeneit, cocrosmux u3z 50 mi terparmapodypana u S50 M MeraHona,
pactBopstiu 5,0 T (5-1mano-2-uH0MMIT)- MeTuTpudeHmIpochonus opomuna u 3,6 T metun 2-[4-



[((3S)-1-Tper-OyTOKCHKAPOOHUI-3-MUPPOTUANHII)-OKCH]  ¢deHma]  -2-  okcoamerara. K
NOJYYEeHHOMY TakUM 00pa3oM pacTBOpY, epeMelInBasi pyu KOMHATHON TeMIlepaType, J00aBIsIn
1,07 r 1,8-nmuazabunmkino[5.4.0] -7-yHaeneHa, 1 CMeCh MepeMEIINBaIH MPU TOH K€ TeMIlepaType B
TeueHue 2 4acoB. [locie OTTOHKHM pacTBOPUTENS, MOJYYCHHBIH OCTATOK OYHWINAIH C IOMOIIBIO
KOJIOHOYHOM Xpomarorpaduu Ha CUIIMKaresie, UCIoJb3ys B KAUeCTBE IIOCHTA CMECh JUXJIOpPMETaHa
W aneroHa, B pesynbrare uero moiydand wmetwn 2-[4-[((3S)-1-TpeT-OyToKcH-kapOoHmI-3-
nuppoauauHII)okcu | dermi] - 3-(5-1mano-2-uHA0MMI)akpuiIaT B Buae cMecH E- u Z-u3omepos.
[Tony4yeHHOE TakUM 00pa30M COEIMHEHHE PACTBOPSIIM B CMECH pacTBOpHTENEH, cocTosmmx u3 50
M TeTparuapodypana u 50 My MeraHona, W MOJYyYEHHBIH pacTBOp cMmemmuBaid ¢ 5,0 r okcuma
nawtagus * 1H20 cynbdara G6apust u 3aTeM MoaBEpraiy KaTaIMTUYECKOH THAPOTEHU3AIMH TPH
HOpMalibHOM jAaBieHud. llocne ynameHust kaTanu3aTopa IyTeM (QWIBTPALMM W OTTOHKH
pacTBOpUTEIISA, TONXYYEHHBIH OCTATOK OYHMINAIMA C IOMOIIBIO KOJOHOYHOH Xpomarorpaguu Ha
CHIIMKAreJie ¢ UCIOJIb30BaHUEM B KaUECTBE DIIIOCHTA CMECH TUXJIOPMETaHa U alleToHa. B pesynbraTe
9TOM MPOLEAYPHI MOTYyYaIH 3,5 I I[EIEBOTO COSMHEHHUS B BUJIC BA3KOTO M MACIISTHUCTOTO BEILIECTBA.

'H-IMP (CDCls) & : 1,46 (9H, c), 2,00 - 2,20 (2H, m); 2,95 - 4,22 (7H, m): 4,75 - 4,90 (1H, mup.
¢); 6,23 (1H, n); 6,80 (2H, n); 7,18 (2H, nx); 7,20 - 7,40 (2H, m); 7,80 (1H, c); 8,80 (1H, mup. c).

CoenuHEeHHs CCHUIOYHBIX TIPpUMepoB 87-92 mosy4any B COOTBETCTBUU C MPOLEAYPOil, OITMCAHHON
B CCBUIOYHOM IpuMepe 86.

Ccoutounbiii mpumep 87. Metui-2-[4-[((3S)-1-tper-0yToKCHKapOOHMIT-3- TUPPOITHIHHII)-OKCH |
bennn] -3-(6-1mrano-2-uHI0INUI)IPOIHOHAT, BA3KOE MACISHHCTOE BEIIECTBO.

H-IMP (CDCls) §: 1,50 (9H, c); 2,00- 2,25 (2H, mwmp. c); 3,13 ('u, an): 3,37 - 3,75 (3H, m);
3,97 (1H, nn); 4,70 - 4,90 (1H, mmwp. ¢); 6,37 (1H, c); 6,80 (2H, n), 7,10 - 7,70 (5H, m); 9,25 (1H).

Ccputounsiii mpumep 88. Metun 2-[4-[((3S)-1-Tper-OyToKCHKapOOHHI-3- THPPOITUANHII)-OKCH |
dennn] -3- (6-maHo-1-MeTHI-2-HHIO0 K ) IPOITHOHAT, BI3KOE MACIIHUCTOE BEIIECTBO.

'H-IMP (CDCls) &: 1,45 (9H, c); 2,00 - 2,25 (2H, mmp. ¢); 3,13 (1H, an); 3,60 (3H, c); 3,62
(3H, ¢); 3,90 - 4,10 (1H, mm); 4,75 - 4,90 (1H, wwmp. c. ); 6,30 (1H, ¢); 6,80 (2H, n); 7,10 - 7,70 (5H,
Mm); 9,25 (1H).

Ccputounsiii mpumep 89. Mertun 2-[4-[((3R)-1-Tper- OyTOKCHMKapOOHMI-3- MHUPPOITHIHHIII)-
okcu] perm] -3-(6-urano-1-3Tri-2- HHIOIHII)IPOITHOHAT, BI3KOE MACISHHUCTOE BEIECTBO.

'H-IMP (CDCls) 6: 1,34 (3H, 1, J = 7,2 I'n); 1,47 (9H, ¢); 2,00 - 2,30 (2H, m); 2,90 - 3,30 (3H,
m); 3,40 - 3,80 (4H, m); 3,66 (3H, m); 4,15 (2H, 8. , J = 7,2 I'n); 4,70 - 5,00 (1H, mmp. c. ); 6,30
(1H, ¢); 6,84 2H, n, J = 8,8 I'y); 7,27 2H, n,J =8,8 I'n); 7,26 (1H, 1, J=7,0T'w); 7,54 (L H, 1, J =
7,0 I').

Ccputounsiii mpumep 90. Metun 2-[4-[((3S)-1-tper- OyTokcHKapOOHMII-3- MUPPOIUAXHII)-
okcu| ¢perm| -3-(6-umano-1-3Tui-2- WHIOIHII)IPOMTUOHAT, BI3KOE MACISHUCTOE BEIIECTBO

'H-SIMP (CDCls) 6: 1,32 3H, 1, J = 7,2 'm); 1,48 (9H, c); 2,00 - 2,30 (2H, m); 2,90 - 3,30 (3H,
m); 3,40 - 3,80 (4H, m); 3,64 (3H, ¢); 4,15 (2H, kB. , J = 7,2 T'); 4,70 - 5,00 (1H, wmp. c. ); 6,30
(1H, ¢); 6,84 2H, n, J = 8,8 I'm); 7,26 (2H, n, J =8,8 I'n); 7,26 (1H, a1, J=7,0 I'm); 7,54 (1H, o, J =
7,0 I').

Ccputounbiii mpumep 91. Metun 2-[4-[((3S)-1-Tper- OyTOKCHKApOOHHI-3- MUPPOIUIUHII)-
okcu]| enmn] -3- [1-(2-x70p0odTHI)-6-11MAHO-2-MHIOIWI| MPOMHOHAT, BS3KOE MACISHHCTOE
BEIIECTRBO.



'H-IMP (CDCls) 6 : 1,47 (9H, ¢); 2,00 - 2,30 (2H, m); 3,00 - 4,20 (9H, m); 3,66 (3H, c); 4,20 -
4,60 (2H, m); 4,80 - 5,00 (1H, m); 6,37 (1H, ¢); 6,84 (2H, n); 7,20 - 7,80 (5H, m).

Cepuiounbiii mpumep 92, Metun  2-[4-[(1-Tper-OyTOKCHKApOOHMI-4- ITHIIEPHINHIII)OKCH |
denmn] -3-(6-unano-1-3Tui-2- WHIOIHUI )IPOITHOHAT.

'H-AMP (CDCls) &: 1,34 (3H, 1); 1,60 - 2,00 (4H, m); 3,10 (1H, an); 3,30 - 3,40 (2H, m); 3,57
(1H, nm); 3,62 - 3,75 (2H, m); 3,90 - 4,30 (3H, m); 4,35 (1H, m); 6,30 (1H, c); 6,90 (2H, n); 7,30 (3H,
M); 7,54 (1H, n); 7,58(1 H, ¢).

Ccouiounbiii  npumep 93. Tlomyuenwe wmerun  2-[4-[((3S)-1-tper- OyTokcukapOOHMII-3-
nupposuauHui)okcu| Gpenun| -3-(5-umano-1-meTuin- 2- WHIOIIII)IPONHOHATA.

3,0 r metun 2-[4-[(3S)-1-tper- OyTOKCHKApOOHMII-3-TUPPOTUIHHI)OKCH | (erm] -3-(5-umnano-
2-un o) npornronara pacteopsutd B 30 M1 N, N- numerundopmamua, 1 3aTeM MepeMeIInBaiy,
oxjaxnas npaoMm. K BeleykazaHHoMmy pactBopy aobGasmsanu 270 mr 60% rugpuna HaTpus, U
nepememuBaid B TeueHue 10 munyT. [lonydeHHbI peakiMoHHBIA pacTBop cMermmBaiu ¢ 0,4 mi
METHJIMOMIAa, a CMECh IEepPeMEIIMBAIM TPU KOMHATHOH Temreparype B TeueHue 1 waca.
OOpaboTaHHBIi TakKMM O00pa30M PEAKIIMOHHBIM pAcTBOpP pPa30aBIsLIM CMEChIO TONyola W
JTHJIAIleTaTa, a 3aTeéM NPOMBIBAIM BOJHBIM pPACTBOPOM Xjopuaa amMmoHwus. Ilocie ocymku
OpPTraHUYeCKOTO CJI0Si C OTTOHKOM PacTBOPUTENS, MOTyUYEHHBIN TaKUM 00pa3oM OCTaTOK OYHILAIIN C
NOMOIIBI0 KOJIOHOYHOH XpomaTtorpaduu Ha CHIMKarelie C WCIOJNBb30BaHUEM B KauecTBE
AMIOUPYIOMIETO PACTBOPHUTENSI CMECh TUXJIOPMETaHa M aleToHa. B pesynbrare 3TOW MPOLEAypHI
noay4anu 2,0 T 11eJIeBOr0 COSTUHEHUS B BUJIC BSI3KOTO U MACIISIHUCTOTO BEIIECTBA.

'H-AMP (CDCls) 6 : 1,45 (9H, c); 2,00 - 2,22 (2H, m): 3,05 (1H, an); 3,35 - 3,80 (5H, m); 3,63
(3H, c); 4,00 (1H, an), 4,75 - 5,00 (1H, mmp. c. ); 6,25 (1H, n); 6,85 (2H, x); 7,20 - 7,50 (2H, Mm);
7,90 (1H, c).

Ccbutounsiii  mpumep 94. Ilomyuenue otun  2-(4-[((3S)-1-tper- OyTokchkapOOHHI-3-
nupponuanami)-3-(6-unano-1,2,3,4-rerparuapo-2-Had THi)IponuoHara.

9,0 r (6-umano-1,2,3,4-rerparuapo-2-vad i) MeTuATpUubeHUIPOCHOHHS P-TOIYyONICyIb(OHATA
cycrienmupoBa B 150 mur Terparmmpodypana, mocrenenHo mobasmss 600 mr 60% ruapuma
Hatpus. [loydeHHyI0 TakuM 00pa3oM CMeCh HarpeBalld ¢ OOPATHBIM XOJIOIMIBHUKOM B TedeHue 20
MuHyT. llocie oXJakAeHWs 110 KOMHATHOW TEMIIepaTypbl, K MOJYYCHHOMY pPEaKIIMOHHOMY
pactBopy nobasisuin 10 M pactBopa Tetparuapodypana, cogepxaiiero 4,16 r atun 2-[4-[((3S)-1-
TpeT-0yTOKCUKapOOHMI-3-ITUPPOITUANHIIT)OKCH | benun] -2-0KcoaleTara. [TosrydyeHHy10
PEaKIMOHHYIO0 CMech IepeMemuBain B TedeHue 10 MHHYT, a 3aTeM HarpeBajd ¢ OOpaTHBIM
XOJOAUIBHUKOM 2 4aca. [locre oxmaxaeHus 10 KOMHATHOW TeMIepaTypbl, MOJTy4YEeHHBIH TaKuM
00pa3oM peakIMOHHBIA MPOAYKT PACTBOPSUIN B 3TUJIALIETATE M MPOMBIBAJIN ITOCIIEA0BATENLHO BOJIOM
U HACBIIICHHBIM BOJHBIM pacTBOPOM xyiopuia HaTpus. [locme OCymIKH — TOJTYYEHHOTO
OpPTraHUYeCKOTO CJI0Sl C OTTOHKOM PacTBOPHUTES, MOyUYSHHBIH TaKUM 00pa3oM OCTaTOK OYHINAIHN C
MOMOIIBI0  KOJIOHOYHOH XpomaTtorpadu Ha CHJIMKarelie C WCIOJNB30BaHHEM B KauecTBE
AITIOUPYIOLIETO PACTBOPUTEINSI CMECH H-TEKCaHa W dTHIIAIeTaTa, B pe3ysbraTre dyero noryqanu 3,90
atun 2-[4-[((3S)-1-TpeT- OyTokcukapOOHMI-3-TIUPpOIUAMHII)OKCH]| (Genmn] -3-(6-uuano-1,2,3,4-
TeTparupo-2-HaTHII) akpuiiaTa B BUJE JKEITOr0 MaclIHUCTOro BeulecTBa cMecu E- u Z-popmax.
2,58 r momy4yeHHO#l TakuMm oOpa3om cmecu E/Z pactBopstiu B 40 mu1 3TaHONa, M MOJTYYEHHBIN
pactBop cMmemmBaiu ¢ 650 mr okcuma mamtaaus ¢ 1H20 < cynedarta Gapus, u moaBepraiu



KaTAIMTHYECKOW THIPOTCHU3AIMH TPH HOPMAIILHOM JaBJICHHH OKOJIO 5 4acoB. [locne ymaneHus
KaTaJnzaropa MmyTeM (QUIbTPAllMM U OTTOHKH DPACTBOPHUTENS, MOJYYCHHBIH OCTAaTOK OYHMILAIU C
MOMOIIIBIO KOJIOHOYHOW XpoMmaTorpaduu Ha CHIIMKArese, WCHOJb3ys B KA4eCTBE AIIIOMPYIOLIETO
pacTBOpUTENsl CMECh H- TeKcaHa M dTWianerara. B pesynbrate 3Toi mpouenypsl nomydand 1,69 r
IIEJIEBOTO COCTMHEHNUS B BUJIC )KEITOI0 MACISIHUCTOTO BEIIECTBA.

'H-IMP (CDCls) 6: 1,20 (3H, 1, J = 7,0 T'm); 1,45 (9H, c); 1,50 - 3,90 (16H, m); 4,10 (2H, k8. ),
4,82 (1H, m); 6,81 (2H, xB. , J = 9,0 I'm); 7,00 - 7,40 (5H, m).

Ccpuiounbiii  npumep 95,  IMomyuenme otun  2-[4-[((2S)-1-tper- OyTokcukapOOHMII-3-
TUPPOTHIUHII)oKCH | pern] -3-(5-1mano-2-0eH3uMHU 13011 ) TPOITHOHATA.

a) 3,42 r 3,4-nmamunob6en3onutpmwia u 4,06 T STHIXIIOpoalleTOMMUIATa THUIPOXJIOpPHUIA
pactBopsutn B 100 mu1 3TaHONa, MU PacTBOpP HArpeBajad ¢ OOpaTHBIM XOJIOAMJIBHUKOM B T€UEHHE 3
vyacoB. [locine oxJaxIeHHs W OTIOHKH PACTBOPHTENsI, MOJYYCHHBIH OCTATOK pacTBOPSUIM B
dTHJIAlaTaTe, NPOMBIBAIM BOJOW, a 3areM BhICyIIMBaNM. llocie OTrOHKHM pPacTBOPHUTEIS,
OCaXJICHHBIE TAaKUM O0pa3oM KpHCTALIBI COOMpamM IyTeM QHWIbTPAlH, B PE3yJIbTaTe Yero
noJy4anu 2,7 T 2-XJIOpOMETHII-5- OEH3UMHUAAa30IKapOOHUTPHIIA.

T. . 144 -146° C

H-IMP (CDCls) 6 : 4,83(2H,¢);7,48(1H, 1, J=7,1 T'n); 7,57 (1H, 1, J = 7,1 T'); 7,95 (1H, ¢).

b) 1,0 r 2-x0pomMeTHII-5-0eH3NMHUIa30JIKApOOHUTPHIIA, TOTYYCHHOTO B BBIIICYKA3aHHOM CTaIUU
a), u 2,19 r tpudenundochuna pacrsopsiu B 30 mn 1,2-auxioposTaHa, a MOIyYEHHBIH pacTBOP
HarpeBanu npu Temmepatrype 140° C B teuenume 1 wyaca. [locrne oxnaxkIeHuss U OTTOHKH
pacTBOpUTENs, IMOJYYEeHHBbIH TakuMm obpasom ocrarok u 2,03 r ostun  2-[4-[((3S)-1-
TpeTOyTOKCUKApOOHUI-3-TUPPOTUANHUI)OKCH | (enun| -2-okcoalerara pacTBOPSJIM B CMECH
pactBopuTtenei, cocrosmux u3 20 mn terparuapodypana u 20 mu stanona. [lepememuBas npu
KOMHATHOW TeMIepaType, K IOJIy4eHHOMY TakuM o0pazom pactBopy nobasmumm 1,1 r 1,8-
nmuazanuonkino[5.4.0] -7-yHIeneHa, ¥ CMech TepeMelInBalId MPU TOW K€ TeMmIeparype /2 daca.
[Tocne OTroHKW pacTBOPUTENSA, MOJYYECHHBId OCTAaTOK OYHINAIMA C IOMOIIBIO KOJIOHOYHOM
xpomarorpaduu Ha CHJIMKareje, WCIOJb3ys B KaueCTBE ODIIOMPYIOMIETO PACTBOPUTENS CMECH
xjmopodopmMa M 3TaHONA, B pe3ynbTare yero mojiydanu 1,5 r macmsaucroro stuin-2-[4-[((3S)- 1-
TpeT-0yTOKCUKapOOHUIT-3-MUPPOIHAUHIT )oKeH | eru) -3-(5-uuano-2-0eH3uMHIa30II1IT)aKpHIaTa
B Buge cmecu E- u Z-popm. IlomydeHHyro takum obOpa3zoMm cmech E/Z pacTtBopsianm B cMmecu
pactBopuTenel, cocrosimux u3 50 M rerparuapodypana u 50 M 3TaHONA, U TOTYYEHHBIH PaCTBOP
cvemmBam ¢ 1,5 r okcuma mammaams ¢ 1H2O e« cynpdara Oapus, W 3areM mOBepraiu
KaTAIMTHYECKOW THIPOTCHU3AIMK TMPH HOpMaIbHOM JaBiieHWH. [locie ynmameHus kaTamu3aTopa
nyTeM (QWIBTPAlMd W OTTOHKH PACTBOPHUTENS, IOJYYEHHBIH OCTATOK OYHINAIA C ITOMOIIBIO
KOJIOHOYHOH XpoMaTorpadui Ha CHJIMKareiie C HWCIOJb30BAaHHEM B KadyeCTBE DIIFOMPYIOIIETO
pacTBOpuUTENs CMecH XJopodopMa U dTaHoNa. B pesynbTare 3TON MpoIeayphl MOMydyalld LEJIeBOe
COEZIMHEHUE B BUJIE BSI3KOTO U MAaCISTHUCTOTO BELIECTBA.

'H-IMP (CDCls) §: 1,14 (3H, T, J = 7,0 I'y); 1,48 (9H, c); 1,90 - 2,30 (2H, mmp. c.); 3,05 - 3,90
(6H, m); 4,12 (2H, k8. , J = 7,0 I'r); 4,00 - 4,30 (1H); 4,70 - 4,95 (1H, mwp. c. ); 6,79 (2H, o, J = 8,8
I'm); 7,19 (2H, 1, J = 8,8 I'm); 7,35 - 8,10 (3H, m).

FD-MC (m/z): 504 (M™); 505 (M* + 1).



Ccounounsiii mpumep 96. IMomyuenue (+)-((2S)-1-p-ToayoncyabhOHUI-2- THPPOTHAMHUAT METHI
2-[4-[((3S)-1-Tper-OyTOKCHKAPOOHMII-3-TIUPPOTUAUHIIT) OKCH | benun| -3-(6-1mano-2-
unHoaun)npornuonara u (-)-((2S)-1-p- romyoun-cynbdonmn-2-nuppomuauani mMetua 2-[4-[((3S)-1-
TPeT-0yTOKCUKApOOHMI-3- THPPOIHIUHIIT)oKcH | perm ] -3-(6-11rano-2-MH 101 ) TPOIIUOHATA.

a) BOOHBIA pacTBOp, CoAep)KalMii 3 T THAPOKCHIA HaTpus, pactBopeHHoro B 10 mi Bompl,
nobamsii k100 M pactBopa MeraHoda, coaepikamiero 22 r wmetun 2-[4-[((3S)-1-tpert-
OyTOKCHKapOOHMI-3-IUPPONUAMHII) OKCH] ¢enmn] - 3-(6-1uaHo-2-uHI0MI)IPOIHOHATa, |
MOJYYCHHYIO CMECh NepeMelIMBalId MPH KOMHATHOW TeMmmepaTtype B TeueHue 24 gacon. [locie
OTIOHKHU pacTtBoputes, pH ocraBiieiicss 4acTu JOBOIWIN JI0 3HA4YEHUS 4-5 ¢ MOMOIIBIO JIUMOHHOM
KHACJIOTBI, a 3aTeM OKCTPAarupoBald ATHUJAmeTaToM. llyTeM OCyImIKM OSKCTpakTa C OTTOHKOM
pactBoputeinsi, monydanu 20 r 2-[4- [((3S)-1-TpeT-OyTOKCHMKAPOOHHI-3-MTUPPOIUANHII) OKCH |
¢dennn| -3-(6-unaHo- 2-UHIOIKII)IPOITHOHOBON KHCIIOTHI.

UK(KBr): 3352, 2218, 1710, 1677cmt

b) B 300 mn mgmokcana pactBopsiii 20 r 2-[4-[((3S)-1-Tper- OyTOKCHMKApOOHMI-3-
nupponuauHua)okcu| ¢erni] -3- (6-mmuaHO-2-MHIOINI)IPOITHOHOBOW KHCIOTHI, IMOJYYCHHOH B
Boilieykazanno uactu (a) u 11,9 r ((23)-1-n-romyosncynb(oHuT-2-MUPPOTHINHIAT )-METAHOIA.
[Tony4yeHHBIH TakuM 00pa30M PacTBOP CMEIIUBAIN C KAaTATUTHYECKH 3()(HEKTUBHBIM KOJINYECTBOM
4-numetwnamcuHonupuanHa ¥ 9 1 1,3-IUIMKIOreKCHIIKapOOJMUMuUIa, TIepeMEIuBas IpH
OXJIAXJICHUHM JIBJIOM, M CMECh IepeMEIIMBAIM TNPH KOMHATHOW Temmeparype 24 wdaca. Ilocne
yIAJICHUS OCAKICHHBIX MATEPUAIIOB MyTeM (MIIBTPAIMM M OTTOHKH PACTBOPHTEIIS, MMOJYYCHHBIN
OCTaTOK OYMIIAIH C MOMOIIBIO KOJIOHOYHOH XpoMmarorpauu Ha CHIIMKAaresie ¢ MCIOIb30BaHUEM B
Ka4yeCcTBE JJIIOMPYIOIIETO PACTBOPUTENS CMecH XJjopodopmMa U aleToHa, B pPE3yjbTaTe 4Yero
nonydanma 10,5 1 (+)-((2S)-1-p-tonyoncynbdouun-2- nuppoauauann)metiin2-[4-[((3S)-1-tper-
Oy TOKCHKApOOHUII-3-MTUPPOTUANHII) OKCH | (herm] -3-(6-1irmano-2-WHI0IMT ) IPOHOHATA.

'H-AMP (CDCls) 6: 1,00- 1,80 (4H, m); 1,46 (9H, c); 2,00 - 2,30 (2H, m); 2,43 (3H, ¢); 3,00 -
4,40 (12H, m); 4,75 - 5,00 (1H, m); 6,30 (1H, c); 6,82 (2H, n); 7,10 - 7,90 (9H, m); 9,00 (1H, c).

[Tocie MOBTOPHOTO 3MIOMPOBAHMS KOJIOHKH TOM K€ CHCTEMOW pacTBopHTenel, momydanu 9,5 T
((-)-((2S)-1-n-toayoncynshonunn-2- nuppoiauauann Metua 2-[4-[((3S)-1-tper-6yTokcukapOoHmI-3-
TUPPOTUIUHII )oKcH | Peru |-3-(6-1maHo-2-1HI0IWI)IPOITHOHATA.

'H-IMP (CDCls) 6: 1,00 - 2,00 (4H, m); 1,44 (9H, ¢); 2,00 - 2,25 (2H, m), 2,41 (3H, c); 2,95 -
4,10 (10H, m); 4,20 (2H, n); 4,70 - 4,90 (1H, m): 6,25 (1H, c); 6,80 (2H, n); 7,10 - 7,80 (9H, m); 9,20
(1H, ¢).

Ccoiiounbtii  npumep 97. Tlomyuenwe wmetun  2-[4-[((3S)-1-tper- OyTokcukapOOHMI-3-
TUPPOTUIUHIN)-3-(6-11MaHo0-1- 3TOKCHKapOOHUIIMETHII-2- WHIOJIWII)IPOITHOHATA.

3,0 r merun 2-[4-[((33)-1-Tper-OyTokcukapOoHMI-3-TIppoauIuHmMiI)okcu| penmn] -3- -3-(6-
ano-2-uagoaun)nponuonara pacteopsin B 30 mu N, N- numerundopmamuzga. IlomyuyeHHbIH
TakuM o0pa3zoMm pactBop cmemmBain ¢ 280 mr 60% ruapuaa HaTpus, nepeMemuBas IMpU
OXJIKJCHUU IIBJIOM, W elle nepeMemuBain B TedeHue 20 MUHYT NpH TOW Ke TemIepaType.
[Toy4deHHBIH peakIMOHHbIH pacTBOp cMenmBaiu ¢ 0,7 Ma OpomoarieTara 1 CMeCh IIepeMEIINBaIA B
teueHue 1 gaca. OOpaboTaHHBIN TakUM 00pa30M pPacTBOP CMEIIMBAIH C pa30aBIICHHOW COJISTHOU
KHACJIOTOH, OKCTPAarMpoBajd CMEChI0 JTWJAlleTaTa ¥ TOJyOoJla, TPOMBIBAIM BOJOW H 3aTeM
BeICymMBad. [locie OTroHKM pacTBOPUTENS, TOJTYYCHHBIH OCTATOK OYHMINAIA C ITOMOIIBIO



KOJIOHOYHOM XpoMaTorpapuu Ha CHIIMKAresie ¢ UCIIOIb30BaHUEM CMECH JMXJIOPMETaHa U alleToHa B
Ka4ecTBE JJIIOUPYIOIIEro pacTBopUTes. B pesynbTare 3Toi mponenypsl noiaydanu 3,2 T LEJIEBOTO
COCIMHEHUS B BHJIE BI3KOTO M MACIITHUCTOTO BEIIECTBA.

'H-IMP (CDCls) 6 : 1,26 (3H, 1): 1,46 (9H, c); 3,02 (1H, n); 3,30 - 3,70 (5H, m); 3,66 (3H, c);
4,00 (1H, nn); 4,20 (2H, k8. ); 4,80 (2H, c); 4,78 - 4,90 (1H, m); 6,40 (1H, c); 6,90 (2H, n); 7,20 -
7,70 (5H, m).

Ccputounbii  mpumep  98.  Tlomywenme  2-[4-[((3S)-1  -tper-OyrokcukapOonwmn-  3-
IUPPOTHIUHII )OKCH | pern] - -3-(6-muano-2-uHI0IWII)IPOIaHoIa.

2,7 v metun 2-[4-[((3S)-1-tpeT-OyToKCHKapOOHIII-3-ITUPPOTUAMHII)OKCH | Perm] -3-(6-naHo-
2-uHnonmwi)npornuonara pactBopsuii B 30 mur terparuapodypana, modaBmsas mpu 3toM 660 Mmr
ooporunpuaa Harpus. K mogydeHHOMY TakuM 00pa3oM pacTBOpY A0OaBIsIM 1O Karuie 12 wmu
METaHOJIa, MEePEMEIINBas MPH OXJKICHUU JIBJIOM, M IOJyYCHHYIO CMECh IEPEMEIIUBAIH IPH
KOMHATHOW TeMIepaType B TeueHHe 3 4acoB. IloiaydeHHbI peakMOHHBIA PacTBOP CMEIIMBAIU C
10% BOAHBIM pacTBOPOM JIMMOHHOW KHCJOTBI, JKCTParupoBaId AUXJIOPMETAHOM H 3aTeM
BeICymMBand. [locie OTroHKM pacTBOPUTENS, MOJTYYCHHBIH OCTATOK OYHMINAIA C ITOMOIIBIO
KOJIOHOYHOM XpoMaTorpaduu Ha CHJIMKareie C HCIOJb30BAHMEM B KadyeCTBE AIIIOMPYIOUIETO
pacTBOPUTEISE CMECH JUXJOpPMETaHa M MeTaHoya. B pesynbrare 3T0#l mpouenypsl noiaydanu 2,2 T
IIEJIEBOTO COCJIMHCHUS B BUJIC BA3KOT'O MACIISTHUCTOTO BEIIECTBA.

'H-IMP (CDCl3) §: 1,48 (9H, c); 1,95 - 2,25 (2H, m); 2,48 (1H, 1); 3,00 - 3,22 (2H, m); 3,40 -
3,69 (6H, m); 3,70 - 3,90 (1H, m); 4,70 - 4,90 (1H, m); 6,21 (1H, ¢); 6,80 (2H, x); 7,00 - 7,65 (5H,
Mm); 9,20 (1H, ¢).

Ccputounsii  mpumep 99. Ilomyuenwe ot 2-[2-[4-[((3S)-1 -Tper-OyTokcukapOOHMI-3-
OUPPOIUIUHUI)OKCH | penmn] -3- runpokcunponui] -6- unano-1-unnonanerara.

2,0 t 2-[4-[((3S)-1-TpeT-OyTOoKCcHKapOOHII-3-UpponuauHUI)okcu] denmn] - 3-(6-umano-2-
unpomn)nponanona pactopsuii B 30 M N, N-mumerundopmamuma. K BrelmieykazaHHOMY
pactBopy nobGaBmsumn 280 mr 60% ruapuna HaTpus, TepeMeluBas MPU OXJIKICHUHU JIbJAOM, U
3areM mnepememmBaid 20 MUHYT TpH KOMHATHOH Temreparype. llomydeHHBIH peaKIMOHHBIHN
pactBop cmemmmBanu ¢ 0,5 mu sTunOpomarierata, U cCMech NepeMellMBaIM B TedyeHHe 1 yaca.
OO0paboTaHHBI TakKUM 00pa3oM pacTBOp CMEIIMBAJIM C BOJHBIM PAcTBOPOM XJOpHJAa aMMOHWUS,
HKCTPArupoBaIM CMEChIO TOJIYOJIa U 3TUIIALleTaTa, IPOMBIBAIN BO/IOM, a 3aTeM BeicymuBanu. [locie
OTIOHKU PAacCTBOPUTEIIS, MOJTYUYEHHBIH OCTATOK OYMINAIN C MMOMOIIBIO KOJIOHOUYHOM XpoMaTorpapuu
Ha CHJIMKarelie, WCIOJb3Yys B KadyeCTBE JIIIOMPYIOMIETO PACTBOPUTENS CMECh AMXJIOPMETaHa H
areTroHa. B pesymprate 3TOM mponeaypsl moiydanu 1,5 r 1eneBoro coeuHeHUs B BHUJIE BA3KOTO
MAacCIISTHUCTOTO BEIIECTBA.

'H-IMP (CDCls) 6: 1,23 (3H, T); 1,45 (9H, c); 1,90 - 2,20 (2H, c); 4,20 (2H, s.); 4,50 - 4,90
(3H); 6,20(1H,¢);6,78(2H, ).

Ccopiounbiii mpumep  100.  Tlomyuenwe — 2-[2-[4-[((3S)-1-Tper-  OyTokcukapOOHMI-3-
MUPPOJTAIUHIIT)OKCH | peHM | 3THIT| -6-UHT0TKapOOHUTPHIIA.

a) B 40 mn rerparunpodypana pacreopsuiin 1,31 r p- runpokcubensanpaeruaa, 1,87 r (3R)-1-
TpeT-OyToKcuKapOOHMI-3- THIpoKcuniupponuanaa u 2,88 r tpudenmindocduna. Ilepemenpas npu
KOMHAaTHOW TeMmepaType, K IOJYyYeHHOMY TakuM oOpa3zoMm pactBopy jgobasmsimm 1,91 1
JTUATUIIa30AMKapOOKCHIaTa, U CMech NepeMemuBaid B TedyeHue 45 munyt. I[locne oTroHku



pacTBOPUTENS, TMOJYYECHHBIH OCTATOK OYHINAIM C IMOMOIIBI0 KOJOHOYHOH Xpomarorpaguu Ha
CHJIMKarese, UCTOIb3ys B KauecTBE AIIIOEHTA CMECh OCH30J1a W 3TWianeTara. B pesynbrare 3Toi
nporenypsl  noaydanu 2,9 r  [4-[((3S)-1-Tper- OyTOKCHKApOOHMI-3-TUPPOTHINHIII)-OKCH |
OeH3abAernia B BIIE MACISTHUCTOTO BEIIECTBA.

'H-IMP (CDCls) 6: 1,48 (9H, c): 2,00- 2,40 (2H, c); 3,30 - 3,80 (4H, m); 4,90 - 5,10 (1H, m);
6,98 (2H, 1, J=9,0 I'n); 7,84 (2H, 1, J = 9,0 I'm); 9,89 (1H, c).

b) 0,93 r [4-[((3S)-1-TpeT-OyTOKCHKAPOOHMII-3-TIMPPOIUAMHIAI)-OKCH|  OCH3aJIbIerHa,
MIOJIYYCHHOTO B BBIIIEyKa3aHHOM 4acTH a), u 1,6 r (6-umano- 2-ungonui)MeTHaTpudeHmidhochoHs
OpoMuIia PAcTBOpSIM B CMeCH pacTBopurteneld, cocrosamux u3 20 mu meranona u 20 M
terparuapodypana. B momydueHHoM TakuMm oOpa3om pactBope pactBopsiin 490 wmr 1,8-
nuazabunukino[5.4.0] -7-yHaeneHa, nepeMenBalid, OXJIaKAas MPU 3TOM JIBJOM, U TOJYyYECHHYIO
CMech IMepEeMEIIMBaIM TP KOMHATHOM TeMIieparype B TeueHHe 3 YacoB. llocie OTrOHKH
pacTBOpUTEIISA, TONYYEHHBIH OCTAaTOK OYHMINAIMA C IOMOMIBIO KOJOHOYHOM Xpomarorpaguu Ha
CHIIMKaresie, UCIOJIb3ysl B Ka4eCTBE AIMIOMPYIONIETO PACTBOPUTENSE CMECh XJIOpoopMa U MeTaHoJIa,
B pesyaprare  uero  monydaaun 700 wmr  2-[2-[4-[((3S)-1-Tper-OyTOKcHKapOOHMII-3-
NUPPOIUINHIIN )OKCH | penwmn| BUHMI | -6- mHI0IKapOOHUTpHIIa B BUe cMecu E- u Z-popm.

'H-IMP (CDCl3) 6 : 1,43 (9H, c); 1,90- 2,23 (2H, m); 3,30 - 3,70 (4H, m); 4,75 - 4,95 (1H, m);
8,65 (1H, mmp.c.).

¢) 700 mr 2-[2-[4-[((3S)-1-TpeT-OyTOKCHKAPOOHMII-3-IUPPOTHIAMHIIT)OKCH | (peHmT]| BUHII] -6-
UHIOJKApOOHHUTPUIIA, MOJYYEHHOrO B BbIICYKa3aHHOH dvacTu D), pactBopsuin B cMecH
pactBopuTtenei, cocrosmiet u3 20 mn meranona u 40 mn terparuapodypana. K nmomyueHHomy
pactBopy noGapnsiin /0 mr okcuma namnaaus © 1H2O ¢ cynwsdara G6apusi, u cmech moJBepraiu
KaTaJUTHYECKON THIPOreHU3aINH TP HOPMAIILHOM JIaBlIeHUH B TeueHue 3 yacoB. [locne ynanenus
KaTajm3aropa MmyTeM (QHUIbTPAIlM U OTTOHKH DPACTBOPHUTENS, MOJIYYCHHBIH OCTAaTOK OYHINAIN C
MOMOIIIBI0 KOJIOHOYHOW XpoMaTorpaduy Ha CHIIMKArese, WCHOJb3ys B KA4eCTBE AIIIOMPYIOMIETO
pacTBopuTeNs cMech Xiopodopma u MeTaHona. B pesynbrare 3T0# mpoueaypsl nmomydaan 650 mr
IIEJIEBOTO COCIMHEHNUS B BUJIC BA3KOTO M MACIISTHUCTOTO BEIIECTBA.

'H-AMP (CDCls) &: 1,50 (9H, c); 1,95- 2,20 (2H, m); 4,70 - 4,90 (1H, m); 6,30 (1H, c); 6,75
(2H, n); 7,10 (2H, n); 7,10 - 7,65 (3H, m); 9,46 (1H, mmp. c.).

Ccbutounsiii  nmpumep 101. Tlomyuenme ostun  242-[4-[((3S)-1-tper- OyTokcHKapOOHMI-3-
nuppoNuanHII)okcH | penunn] stuin| -6-nimano-1- nagonanerara.

2,4 1t 2-[2-[4-[((3S)-1-TpeT-OyTOKCHKAPOOHUI-3-MTUPPOTUANHII)OKCH]|  (eHma] oTuia] -6-
uHponkapoouutpuna pactsopsiii B 50 ma N, N- numerundopmamuga. K nomyueHHOMY Takum
o0pa3om pactBopy nobasisu 300 mr 60% ruapuna HaTpUs U MepeMEeLINBalIH, OXJIaxK/ast PH 3TOM
JBJIOM, a 3aTe€M IOJyYSHHYIO CMECh HarpeBajH JI0 KOMHATHOW TeMIIepaTyphl U IEpEeMEITUBAIN TIPH
Toii ke Temmneparype B TeueHue 20 muHyT. K BBImIeykazaHHoi cMmecu moGammsmn 0,76 wmo
THIOpOMoOAIeTaTa M TepeMENINBaIM, OXJaXKAas JIBJOM, a 3aTeM IepeMemmBany eme 1 dgac.
[Tonmy4eHHBI peaKIMOHHBIA PAcTBOP CMENIMBAJIM C BOJHBIM PAcCTBOPOM XJIOPHAAa aMMOHHS H
AKCTPArupoBaIl CMECHIO0 TONMyOJa W dTUJIAIETaTa, U MOMyUYEeHHBI OpraHMYECKUN CIION MPOMBIBAIH
BOJIOM ¥ BhICymMBanu. Ilocie OTTOHKM pacTBOPHUTES, MOTYYEHHBIH OCTaTOK OYHMILAIN C TIOMOIIBIO
KOJIOHOYHOM XpoMaTtorpaduu Ha CUIMKarese, UCHOJb3ysl B KAUeCTBE HIIIOMPYIOIIET0 PaCTBOPHUTEIS



CMech TUXJIOPMETaHa M aleToHa. B pe3ynpTare 3TOW MPOIEeRyphl MOyYaId [EIeBOe COSAMHEHUE
2,3 I' B BUJI€ BI3KOI'0 U MAaCIISTHHCTOI'O BEILIECTBA.

'H-AIMP (CDCl3) 6 : 1,2 (3H, 1); 2,00 - 2,20 (2H, m); 2,95 (4H, ¢); 3,30 - 3,60 (4H, m): 4,18 (2H,
kB. ); 4,70 (2H, ¢); 6,36 (1H, c); 6,75 (2H, n); 7,00 - 7,60 (5H, m).

Ccpinoynblit npuMep 102. [Tonyuyenue 2-[4-[(1-TpeT-OyTOKCHMKApOOHMI-4-
MUTIEPUTUHIIT)OKCUPEHWT| METHII| -5- OeH30(dypaHKapOOHUTPHIIA.

a) 5,07 r ruapoxcuna kanus 1006aBmsi K 30 MIT AMSTHIICHTIIMKOIS, U CMECh TEPEMEIIMBAIIHN TIPH
KOMHATHOU Temneparype ¢ gobdasinenueM 5,5 r 80% ruapasuna auruapara 2H20 u 5,0 r 5-6pomo-
2-(4-merokcubenzomn)oen3odypana. IloaydeHHy0 TakuM 00pa3oM CMECh HarpeBajid ¢ OOpaTHHIM
XOJOAMIBHUKOM. [locine oXJakaeHus, OAYYCHHBIH PEaKIIMOHHBIN pacTBOp moBowiu a0 pH 4-5,
AKCTParupoBaay OCH30JIOM, a 3aTeM BBICymMBaIU. [locie OTTOHKM pacTBOPUTEIIS, MOJTYYCHHBIH
OCTaTOK OYUINAIH C IMOMOIIBI0 KOJIOHOYHOM Xpomarorpaduu Ha CHIIMKAaresie, ¢ UCIOJIb30BAHUEM B
Ka4eCcTBE DIIIOMPYIOIIETO PACTBOPUTENSE CMECh H-TEKCaHa M M30IPOIAHOJIA, B PE3yJIbTaTe Yero
noay4anu 3,95 r 5-6pomo-2-(4-merokcrben3mn)oeH3odypaHa B BHIC KOPUIHEBOTO MACISTHHCTOTO
IPOIYKTA.

H-IMP (CDCls) 5 : 3,80 (3H, ¢); 4,02 (2H, c); 6,23 (1H, ¢); 6,90 (2H, 1, J = 9,0 I'n); 7,20 -
7,40 (4H,m); 7,57 (1H,m).

b) 3,95 r 5-6pomo-2-(4-meTokcubeH30MT)0eH30(ypaHa, MOJYyYCHHOTO B BBIIIICYKA3aHHOW CTa UM
a), u 1,67 r umanuaa meau cycrnenaupoBanu B 20 mi N-MeTHI-2-NUPPONIUIOHA, & CYCIICH3HIO
HarpeBanu npu temmeparype 200- 220° C B moroke a3ota. Ilocrme oxmakaeHwusl, MOJYy4YEHHBIH
PEaKIIMOHHBIN TMPOJYKT PACTBOPSUIM B XJOpohopMe, W HEPACTBOPHMBIC BEIISCTBA YAAISUIA C
noMomel0  GuiabTpoBaHus. [lodydyeHHBId  OpPraHMYECKH  CIIOM  MPOMBIBAJICS  BOJIOW H
KOHIIEHTpUpoBaica jaocyxa. Ilocie 3Toro, mosyuyeHHbI TakuM OOpa3oM OCTAaTOK OYMIIATU C
MIOMOIIBI0 KOJIOHOYHOW XpoMmaTorpaduyl Ha CHIIMKArese, WCHOJb3ys B KA4eCTBE AIIIOMPYIOMIETO
pacTBOPHUTEISI CMECh H- T€KCaHa M U30MPONMIOBOTO 3dupa, B pe3ynbTare yero nomydamu 3,10 r 2-
(4- meTtokcuben3un )-5-6en3odypankapobonuTpuia, T. mwi. 78-80° C.

!H-IMP (CDCls) §: 3,80 (3H, ¢); 4,10 (2H, c); 6,39 (1H, ¢); 6,90 (2H, 1, J = 9,0 I'n); 7,22 (2H,
n); 7,46 (2H); 7,78 (1H, c).

¢) 3,0 r 2-(4-meTokcubeH3m)-5-0eH30ypaHKapOOHUTPHIIA, TOJYYCHHOTO B BBIIICyKa3aHHOMN
vactu (b), pactBopsuti B 30 M quxsiopmerana, u pactBop oxiaxaanu 10 -50° C. K pactsopy mpu
nepeMennBaHuu 00apmsn mo kare 20 MI pacTBopa JMXJIOpMETaHa, cojaepxkaiiero 2,23 mi
Tpubpomuia 6opa. Ilocime mocTeneHHOro HarpeBaHHMs CMECH 10 KOMHAaTHOM TeMIleparypsl, ee
nepemenuBaiy B TeueHue 1 yaca. [TomydeHHbIN peaklIMOHHBIA pacTBOP paz0aBisid XJI0podhopMoM,
NPOMBIBAJIM  Pa30aBIICHHON COJSHOW KHCIOTOM U 3aTeM BbICymmBand. [locme OTroHKH
pacTBOPHUTENS, OCaXJACHHbIE TAaKUM OO0pa3oM KpUCTAIbl coOupaiu myTeM (uibTpauuu, B
pesynbrate 4ero moiydanu 2,48 r 2-(4-ruppokcuOeH3uin)-5-0eH30(ypaHKapOOHUTPUIA B BHUJIE
KENTHIX TPU3MOOOPA3HBIX KPHCTAIIIOB.

H-IMP (CDCls) 6 : 4,02 (2H, ¢); 6,45 (1H, ¢); 6,77 (2H, 1, J = 9,0 T'y); 7,10 (2H, n); 7,48 (2H);
7,81 (1H, c).

d) B 50 wmn Tterparuapodypana pactBopsuii 1,50 1 2-(4-ruppokcubenzomn)-  5-
6eH30¢ypaHKapOOHUTPUIIA, TOJYYEHHOTO B BBILIEYKa3aHHOM yacTu ¢), 2,37 T Tpudenmidochuna u
1,21 r 1-tper-OyrokcukapOboHun-4- ruapokcununepuanHa. IlepememmBas n1pu KOMHATHOMN



TeMIiepaTtype, TIOJYyYEeHHBIH  TakuM  oOpa3oM  pactBop cmemmBaym ¢ 157 1
IUATUIIa30AuKapOoKkcmnaTa, W mnepememmBanu eme B TeueHue 40 wyacoB. Ilocne oTroHku
pacTBOpUTENS MOJYYCHHBI OCTATOK OYMINAIM C IOMOIIbIO KOJOHOYHOW Xpomarorpaduu Ha
CHJIMKarese, UCIOoJb3ys B KaYeCTBE AIIIOUPYIOLIETO PACTBOPUTEIISA, CMECh H-TEKCaHa U ATHJIAIlETaTa.
B pesynbrare stoit mpouenypsi, momydanu 1,30 r meneBoro coeaMHEHHUS B BUAC OECI[BETHBIX
UTOJIbYaThIX KpucTamuioB. T. it 144-146° C.

'H-AIMP (CDCls) &: 1,47 (9H, c); 1,60- 2,00 (4H, m); 3,20 - 3,90 (4H, m); 4,05 (2H, c); 4,44
(1H, m); 6,41 (1H, ¢); 6,87 (2H, n, J = 9,0 I'm); 7,20 (2H, 1, J = 9,0 I'm); 7,47 (2H); 7,79 (1H, ¢).

Ceopiounbiii mpumep 103,  Tloayuenne  3-[3-[4-[((3S)-1 -Tper- OyrokcukapOOHMII-3-
MUPPOTUANHIIT)OKCH | hermt]| mporui | -5-6eH30hypankapOOHUTpHIIA.

a) 2,14 r (5-umano-3-6enzodypanun)meruntpudenmidochonus xmopuma u 0,7 1 4-
MeTOKCHU(EHUIAIICTAIbICTHIa PACTBOPSUIA B CMECH pacTBoputeiel, coxepkameid 100 wmu
terparuapodypana u 100 vt aranona. [lonydeHHsid TakuM 006pazom pactBop cMemmBamm ¢ 0,71 ¢
1,8- nmazaburukino[5.4,0] -7-yHaeneHa u nepeMemuBaim B TeueHue 24 daco. [locnme oTroHkn
pacTBOpUTEIIS, TONYYEHHBIH OCTAaTOK OYHMINAIMA C IOMOIIBIO KOJOHOYHOH Xpomarorpaguu Ha
CHIIMKAaresie, WCIOJb3Yysl B KAueCTBE DSJIIOMPYIOIIEr0 PACTBOPUTENS TOJYOJN, B PE3yJbTaTe Yero
nonydamn 0,86 r  kentoro u  MaciusHuctoro  3-[3-(4-metoxcudenwn)ammn] - -5-
oenzodypankapbonutpuia B Bunae cmecu E- u Z-popm. Ilonyuennyro takum obpazom cmech E/Z
pactBopsuin B 100 mur 3TaHONa, a PacTBOp MOABEPrajid KAaTAIUTUYECKOH THAPOTCHU3ALUU IPH
HOpMaibHOM JnaBieHuM B mpucytctBuu 370 mr 5% mnammanupoBannoro yrias. Ilocme storo
KaTaJIM3aTop YIS IyTeM (DUIbTpaIid, @ PACTBOPUTEIHh OTIOHSIIN, B PE3YJIbTATE YETO MOITyqaln
0,6 r 3-[3-(4-meTokcudenmn)nponui] -5-6enzodpypankapoonuTpuia. [logydeHHOEe TaKUM 00pa3om
METOKCH-coenHeHne pactBopsuim B 20 mur guxmopmerana. IlepememmBas mpu -40° C, k
MOJIYYEeHHOMY pacTBOpY A00aBisin 1o karwie 10 My pacTBopa auxiopMerana, coaepxamiero 0,4 mu
Tpubpomua 6opa. [lomyueHHYI0 cMech HarpeBaid 10 KOMHATHON TeMIlepaTypbl U MepeMelInBaIn
B TeueHue 2 4yacoB. [loiydeHHBIN peakIMOHHBIN PacTBOP BBUIMBAIMA B XOJIOJHYIO Pa30aBIEeHHYIO
COJISTHYIO KHCIIOTY M DKCTparupoBaiu xiopodopmom. [locae ocyIku moayd4eHHOTO0 OPraHudeckoro
CIOS. MU OTTOHKH PACTBOPUTENS, MOJNYYEHHBI TakuM OOpa3oM OCTaTOK OYHIIAIU C TOMOIIBIO
KOJIOHOYHOM XpoMaTorpaduu Ha CHJIMKareie C HCIOJb30BAaHHEM B KadyeCTBE AIIIOMPYIOIUIETO
pactBopuTeNs Toiyojia. B pesymbrate aTOM mpoueaypbl  monydann 280 wmr  3-[3-(4-
rupokcudeHmn)nponui] -5-6enzopypankapOoHUTpUIIA.

H-IMP (CDCls) 6 : 2,0 (2H, m); 2,64 (4H, m); 6,80 (2H, n); 7,16 (2H, n); 7,52 (3H, m): 7,79
(1H).

b) B 20 mu Terparuapodypana pactBopsuin 280 mr 3-[3-(4- rumpoxcudenwn)nponui] -5-
O6eH30dypaHKapOOHUTPUIIA, TOJYYSHHOTO B BhIlieyka3zanHoi dvactu (a), 280 mr (3R)-1-tper-
OyTokcukapooHun-3- runpokcunupponuauHa u 400 mr tpudenmndocouna. IlepemenmmBas mnpu
KOMHATHOW TeMmIepaType, TMONy4YeHHBI TakuM o00pa3oM pacTBOp cMemmBaid ¢ 265 wmr
JTUAITHIA30AMKApOOKCUIIaTa, U MPOJOIKAIM TepeMenBarh B TeueHue 24 dacoB. [locie oTroHku
pacTBOpUTENs, TOTYYEHHBIH OCTAaTOK OYHWIIAIM C TMOMOIINBIO KOJOHOYHOM Xpomarorpaduu Ha
CHITMKaresie, UCIOJIb3ysl B Ka4eCTBE AMIONPYIONIETO PACTBOPUTENSI CMECh H-TEKCaHa M dTHIIAIeTaTa.
B pesynbrare atoit mponeaypsl monydasn 400 Mr meneBOro COSTUHCHHS B BHUJE JKEITOTO H
MAacCIISTHUCTOTO BEIIECTBA.



'H-IMP (CDCls) & : 1,46 (9H, c); 2,05 (4H, m); 2,66 (4H, m); 3,60 (4H, tmp. c); 4,85 (1H, mup.
¢); 6,85 (4H, n); 7,05 (2H, n); 7,53 (3H, m); 7,83 (1H).

CcChUI0YHBII puMep 104. [Monyuenue 4-[((3S)-1-TpeT- OyTokcukapOoOHMI-3-
OUPPOITUIUHII )OKCH | -3-METOKCUOEH3aIbIeTHa.

B 50 wmn rerparmmpodypana pactBopsuin 3,04 r BanwmmHa, 3,74 r (3R)-1- Tper-
OyTokcukapOoHmI-3-TuaApokcunupponuania u 5,24 r tpudenmndocuna. IlomyyeHHbIH TakuM
obpazom pactBop cmemuBaiu ¢ 4,00 r gudTHIa30MKApOOKCHIIaTa, U CMECh MEPEeMEUINBAIN MIPH
KOMHaTHOW TemnepaTtype 18 uwacoB. [locne KOHIIEHTpAIUK PEaKIMOHHOTO PacTBOpPA, MOJTYYCHHBIH
TakuM 00pa30M OCTAaTOK OYMINAIA C IOMOIIBIO KOJIOHOYHOW Xpomarorpaguu Ha CHJIMKarelie,
UCTIONB3Ysl B KAUECTBE JITIOUPYIOLIETO PACTBOPHUTENS CMECh ATaHoa H XjopodopMma. B pesynbrate
ATOM TpoLeaypsl, mosrydasu 5,0 T IeeBOro CoeIMHEHMsI B BUJIE MACIISTHUCTOTO BEIIIECTBA.

'H-IMP (CDCls) §: 1,47 (9H, c); 2,00 - 2,40 (2H, m); 3,50 - 3,80 (4H, m); 3,90 (3H, c); 5,02
(1H, mwup. c.); 6,80 - 7,60 (3H, m): 9,86 (1H, c).

Ccoutounbiii ipumep 105. TTonmyuenune 4-[[4-(N-ameTua) aMHHOMETHIIIMKIOTCKCHII| METOKCH]
OeH3anbAeruaa.

[Tonmyyanu meneBoe COeIWHEHHE B COOTBETCTBHM C IPOLEAYPOH, OMMCAHHOH B CCBUIOYHOM
npumepe 104.

'H-IMP (CDCls) §: 0,80 - 2,10 (10H, m); 3,13 (2H, an, J = 6,1 'y u 6,1 T'); 3,84 2H, 1, J =
6,1 I'n); 5,56 (1H, wwp. c.); 6,97 2H, a1, J =8,7 I'n); 7,82 (2H, 1, J= 8,7 I'r); 9,88 (1H, ¢).

Ccounounsiii mpumep 106. TTonyuenue 3-aneroxcu-4-[((3S)-1- arerni-3-nuppoauanHuI)OKCH] -
OeH3anbaeruaa.

a) 5,5 r 4-[((3S)-1-Tper-0yTOKCHKAPOOHMII-3-ITUPPOTHIUHII)- OKCH] -3- METOKCHOCH3aIIbICT 1A
pactBopsuii B 20 M1 quxsiopMeTaHa ¢ nocneayoumm goodasinenneM 30 M MypaBbUHOW KHCIIOTHI.
[TonyyeHHyro TakuM 0Opa3oM cCMech MepeMelIMBaIl MPU KOMHATHOM Temrieparype 1 4yac u 3atem
eme 1 gac mpu 50° C. PactBoputrens W MypaBbUHAs KHCJIOTa OTIOHSUIUCH HPU HMOHUKEHHOM
JIABJICHUH, M TIOJNYYeHHBI ocTaToK pacTBopsuid B 100 M Terparuapodypana. [TomydeHHbIH Takum
oOpa3oMm pacTBOop cMmemmBam ¢ 2,68 r amermixiopumga, w 8,63 T TpUITHIAMHHA IO Karuie
NO0ABIISITH K 9TOW CMECH | ITepEeMEIINBalIH, OXJIaX/1asi TIPU 3TOM JIbaI0M. [locie aToro pactBopurenb
OTTOHSUTH M TIOJYYCHHBIH OCTaTOK PacTBOPSUTH B XJIOpOdOpMe, ¥ MPOMBIBAINA BOJOH, U OCYIIAJH
NOJIyYEeHHBIH opranndeckuii cioil. [locie OTrOHKM pacTBOPUTEINS, OTYUYEHHBIH OCTaTOK OUYMIIAIH C
MOMOIIBIO0 KOJIOHOYHON XpoMarorpaduu Ha CHIIMKarese, B Ka4eCTBE AMIOCHTA UCIOJIb3Ys TOJIYOJ, B
pesynbrare  uwero  momydand 4,3 r  4-[((3S)-1-anertmn-3-nupponuanHUI)oKcH|  -3-
METOKCHOEH3aJIbIETH/Ia B BUJIE MACIISIHOM BSI3KOM KUIKOCTH.

'H-IMP (CDCls) & : 2,04 (5H, m); 3,50 - 4,00 (4H, m); 3,90 (3H, c); 5,10 (1H, mmp. c.); 6,80 -
7,60 (3H,m); 9,86 (1H,c).

b) 4,3 r 4-[((3S)-1-ameTni-3-muppPOTUINHIII)OKCH | -3- METOKCHOCH3aJIbJICTH/IA, TTOJYYCHHOTO B
BBINIIEYKa3aHHOW YacTH (a), pactBopsut B 40 Mi1 iuxsiopMeTana, u pactBop oxuaxaamm a0 -70° C. K
BBINIIEYKa3aHHOMY PacTBOPY MpH MEpeMeInBaHNH J00aBIsIIH 1Mo Karuie 12,6 r Tpubpomuma Gopa.
[TorydeHHBI TakuM 00Opa3oM peakIUOHHBIN pacTBop HarpeBasid a0 0°C u 3areM BbUIMBAJIM B
JIeASHYI0 BOAY, € OKcTparupoBaiin xyopodopmom. IlomydeHHBIH OpraHUYECKHUH  CIIOU
KOHIIEHTPUPOBAIM J0CYXa, M MOJyYEHHBI TaKUM 00pa3oM OCTaTOK KPHUCTAIIU30BAIU U3 CUCTEMBI
pacTBOpHuTENeH XiIopodopMa U H-TeKcaHa, B pe3ynbrare yero nomydanu 2,0 r 4-[((3S)-1-anerwnn-3-



MAPPOTUANHUIT) OKCH]| -3-THApOKCHOEH3anbAeruaa. [lodydeHHOe TakuM o0pa3oM COeIUHEHUE
MCIIOJIH30BAJIM B MOCIIEAYIONIEH peakuu 0€3 JOMOTHUTEIbHON OUYMCTKH.

'H-AMP (CDCls) §: IMCO-ds = 9:1) §: 2,00 - 2,50 (5H, m); 3,50 - 4,00 (4H, m); 5,32 (1H,
mmwp. ¢); 6,96 (1H, o, J = 8,0 I'm); 7,22 - 7,58 (2H, m); 9,81 (1H, ¢).

c)1,1 r 4-[((3S)-1-aerni-3-nuppoauauHmI)oKcu| -3- THAPOOCH3aIbACTHIA, TOJYYCHHOTO B
BBILICYKAa3aHHOW YacTH D), cycrieHanpoBaiy B 5 M1 TUPUIUHA, ¢ ocieayomuM godasienreM 0,86
I yKCycHoro aHruapuzaa. [lomydeHHyro Takum 00pa3oM CMeCh MEpeMENIMBAIN TPU KOMHATHOM
temreparype B TedeHne 1 daca. [locnme OCymKu peakIMOHHOIO pPacTBOpa IMpH MOHWKCHHOM
JABJICHUM, TIOJIyYCHHBIH TaKUM OOpa3oM OCTaTOK OYHMIIATHM C TIOMOIIbI  KOJOHOYHOM
Xpomarorpaduu Ha CHIIMKArese, IIOHPYsS CMEChIO 3TaHOoJa W xyopodopma. B pesymbrare 3T0M
nporexypsl noaydanu 1,30 r 1eiaeBoro CoeIMHEHMs B BUJIE MACJISTHUCTOTO BEIIECTBA.

'H-MP (CDCI3) & : 2,06 (3H, c); 2,28 (3H, c); 2,00 - 2,40 (2H, m); 3,40 - 3,90 (4H, m); 5,60
(1H, mup. ¢); 6,90 - 7,90 (3H, m); 9,90 (1H, ¢).

Ccputounsiit mpumep 107. [onyuenue 4-[(1-TpuTuia-4-uMuaa305111) METOKCH | OCH3aIbICTHIA.

1,22 r p-runpokcudensanpaeruga u 4,08 r 4-xmopmerun-1- TputHimmMmuaazona pacteopsuii B 40
vt N, N-mumermndopmamusa, ¢ mocneayronmm godasieaneM 1,66 T 6€3Bo1HOTO KapOoHaTa Kajws
U 3aTeM TepeMelnBaIu npu KoMHaTHOW Temmnepartype 40 uacos. [lomydeHHBIH TakuMm 0Opa3zom
PEaKIIMOHHBIA PACTBOP paclpeiessuid MEXIy BOAOW U OEH30JI0M, a OpPraHU4YeCKUW CIIou
KOHIICHTPUPOBAIH JocyXa. [loJiydeHHBIH OCTAaTOK OYHINAIM C TIOMOIIBI0  KOJIOHOYHOM
xpomarorpaduu Ha  CHJHMKareie, OIIIOUPYsS  XJIOpohOpMOM, W  OUHUIICHHBIH  HPOIYKT
KPUCTA/UTU30BAJIM M3 CUCTEMbl PACTBOpPUTENCH H-TekcaHa u OeH3ona. B pesynbrare 3TOM
IpOILIEAYPhI OTyYalH 1iejeBoe coeaunerue (2,3 r).

T.mn. 181-182° C.

!H-IMP (CDCls) 6 : 5,09 (2H, ¢), 6,90 (1H, 1, J = 1,1 T'w); 7,00 - 7,40 (17H, m); 7,47 (1H, 1, J =
1,1 T); 7,81 (2H, n, J = 8,8 I'm); 9,88 (1H, ¢).

Ccputounsiii npumep 108. TMomyuenwe 2-[2-[4-[(3S)-1-auetnn-3- nupponumuamin)okcu] -3-
ruipokcudenmn| aTui| -5- 6eHzopypankapOoOHUTpUIIA.

a) 1,3 r 3-anermnokcu-4-[((3S)-1-anernn-3-nupponuaunuinokcu| oensanpaeruaa u 2,22 r (5-
uaHo-2-0eH3odypanmwn)MeTiiitpudenmt  -pochoHUs  XJopuga  pacTBOpsUIA B CMECH
pactBopuTteneil, cocrosimet u3 10 mn Terparuapodypana u 10 mu 3TaHONA, ¢ MOCIETYIOLIUM
no6asnennem 0,943 r 1,8-guazabunuxio[5.4.0] -7-yHaeueHa M 3aTeM IMepeMELINBAlIU  IPH
KOMHATHOU TeMIiepatype B TeueHue 2 dacoB. K momydeHnHoil cmecu 3atem mobOasmsim 1,88 t 1,8-
nuazabuiukino [5.4.0] -7-yHmenieHa u 3 MUI BOJBI, € TOCICAYIONIUM TEPEMEIIUBAHUEM TPH
KOMHATHOW TeMIiepaType B TeueHue 2 4acoB. [loimydeHHbI TakuM 00pa3oM peaklMOHHBIM pacTBOP
noogun 1o pH 4-5 ¢ 10% BoaHBIM pacTBOPOM JTUMOHHOW KHCIIOTHI M KOHIEHTPHPOBAIHU TIPH
MOHMKCHHOM JIaBJICHWH, a TMOJYYSHHBI OCTAaTOK AKCTPAarHpoBalM XJIOpOoGOpPMOM U 3aTeM
BeICyIIMBad. [locie OTroHKM pacTBOPUTENS, TOJTYYCHHBIH OCTATOK OYHINAIA C ITOMOIIBIO
KOJIOHOYHOH Xpomartorpaduu Ha CHJIMKareyie, JJIIONPYS CMEChlo XJjopodopmMa W OSTaHONA, B
pe3yabTare yero noaydanu 1,8 r 2-[2-[4-[((3S)-nmupponuaunnn)okcu| -3-TUApOKCUPESHNI | BUHUI] -
5- OeH3odypaHkapOOHUTPHIIA B BHJIE MTOPOIIKO0Opa3Hoii cmecH E- u Z-n3omepos.

'H-AMP (CDCl3) & : 2,00 - 2,50 (5H, m); 3,40 - 4,00 (4H, m); 5,00 (1H, mmup. c); 6,30 - 7,90 (9H,
M).



b) 1,8 r 2-[2-[4-[((3S)-1-ameTwmi-3-THUPPOTHINHII)OKCH ]| -3-THAPOKCUGCHMI]| BHHWI]| -4-
6eH30(hypaHKapOOHUTpPUIIA, TOJYYCHHOTO B BBIINICYKa3aHHOMW 4YacTH (a), pacTBOPSUIM B CMECH
pactBoputeneit, cocrosmeii u3 300 mn terparuapodypana u 300 M 3TaHONA, W PacTBOP
MOJBEPrajid KaTaJUTUYECKOMY BOCCTAHOBJICHHUIO IPU HOPMAJIbHOM JIaBJICHUHU B T€UYEHUE 5 4acoB B
npucytcTBun 340 mr okcuaa namwaaus - 1H20 - cynbdara 6apus. [locie yganenus katanuzaropa
nyTeM (UIBTPAIMH ¥ KOHIICHTPUPOBAHUS MOJYYCHHOTO (HIBTPATa, OCAXKICHHBIC TAKUM 00pa3oM
KpUCTaUTBI coOupanu myTteM (uiabTpanmy, B pe3ysbTaTe dero mnoiaydaid 1,6 T 1eneBoro
COCIMHEHMS B BUJIe OeciiBeTHBIX kpucTayioB. T. mn.191-193° C.

UK (KBr); 2224, 1644, 1512 cm*

'H-AMP (CDCls) §: 2,09 (3H, c); 2,00 - 2,50 (2H, m); 3,04 (4H, c); 3,50 - 3,90 (4H, m); 4,96
(1H, mmp. ¢); 6,40 (1H, c); 6,50 - 6,90 (3H, m); 7,50 (2H, c¢);7,80(1H, c).

[Tocnenyromue coeauHenust ccbuiouHbix npumepoB 109 u 110 momyvanu B COOTBETCTBHH C
IpOIIeTypOid, OMTMCAHHOM B CChUTOYHOM mpumMepe 108.

Ccputounsiii npumep 109. 2-[2-[4-[[4-(N-AueTnin)aMUHOMETHIIIIMKIOTSKCHII| METOKCH| (eHMI]
aTHII| - 5-0eH30(hypaHKapOOHUTPHIL.

T.mn.: 159-161° C

'H - AMP (CDCls) 6: 0,80 - 2,10 (10H, m); 1,99 (3H, ¢); 3,04 (4H.c); 3,19 2H, 11, J=6,1u 6,1
I'n); 3,63 (2H, 1, J = 6,1 I'n); 5,50 (1H, wmwmp. c. ); 6,40 (1H, ¢); 6,79 (2H, 1, J = 8,3 I'n); 7,08 (2H, n,
J=8,3Tu); 7,49 (2H); 7,49 (1H).

Cepuounsiii mpumep 110, 2-[2-[4-[(1-Tpurun-4-umumazonun)merokcu| dennn] stun] -5-
O6eH3opypaHKapOOHUTPHIL.

T.mn. 165-167°C

'H-AMP (CDCls) §: 3,03 (4H, c); 4,97 (2H, ¢); 6,38 (1H, ¢); 6,90 - 7,70 (22H, m); 7,78 (1H, c).

Ccoutounbiii mpumep 111. Tlomyduenwe 2-[2-[4-[(1- wummmazomun)merun)bennn]| stun]| -5-
OeH3odypaHkapOOHUTpHUIIA.

a) 911 wmr 4-rugpokcumerwnOenzanpaeruna u 2,0 r  (5-npaHo-2-  GeH30(ypaHWI)-
MeTunTpudeHmIpocHoHUs XITOpHUIa pacTBOPSUTM B CMECH pacTBopuTenei, cocrosmeid u3 10 mu
terparuapodypana u 10 mur srtanona, modasisu 845 mr 1,8-nmnazaburukio[5.4.0] -7-yHueneHa u
nepeMenuBaIi P KOMHATHOW Temreparype B TedeHne 1 gacos. [locne oTroHkm pacTtBOpuTEls,
MOJYYCHHBIH OCTAaTOK OYHINAIMA C TOMOIINBI0 KOJOHOYHOW XpoMaTorpaduu Ha CHUJIMKareie, B
pesynbraTte  4ero  momydanu 2,3 r  2-[2-(4-  ruapoxcuMeTwieHWNT)BHHUI]  -5-
oenzodypankapbonutpuia B Bune cmecu E u Z nzomepos. 2,3 r momydeHHON TaKM 00pa3oM CMeCH
E/Z cmecu pacTBOpSIM B CMECH pacTBopuTenei, cocrosimeit u3 10 ma terparuapodypana u 10 mn
ATAHOJIA, @ PACTBOP MOJBEPralid KaTAIUTHUYCCKOW TUAPOTCHU3AIMU NP HOPMAaJIbHOM JaBJICHUH B
TedeHne 7 dacoB B mpucyTctBuu 600 mMr okcuma nammaams ¢ 1H2O ¢ cymedara Gapws. Ilocne
yIaJICeHUsl KaTalu3aTopa MyTeM (QHUIbTpAllMM W OTTOHKH PACTBOPHUTENS, IONyYEHHBI OCTAaTOK
OUYHINAIHA C TIOMOIIBI0 KOJIOHOYHOM XpoMmaTorpaduu Ha CHIIMKAarele, dIIONPYsS XJIOpOPOpMOM, B
pe3yibTare 9ero TIOJTyYaJTi 835 MT 2-[2-(4-rumpokcuMeTHI(DSHMIT)ITHII | -5-
6eH30(ypaHKapOOHUTPUIIA B BUAE KPUCTAIIIOB.

T. mn.: 123-124° C.

H-IMP (CDCls) 6: 1,60 (1H, c); 3,10 (4H, ¢); 4,67 (2H, ¢); 6,41 (1H, ¢); 7,20 (2H, 1, J = 8,2
I'm); 7,34 (2H, n, J = 8,2 I'm); 7,52 (2H, ¢); 7,82 (1H, c).



b) 835 mr 2-[2-(4-rumpoxkcumernndeHun)atii] -5-6en3odypan KapOOHUTPHIIA, TTOTYIEHHOTO B
BBIILICYKA3aHHON YacTu (a), pacTBOPSIM B 15 MJI THOHWIXJIOpHUJA, U PACTBOP MEpPEMEIINBAIIN [IPU
KOMHATHOMW TemnepaType B TeueHue 1 yaca. [locie 3Toro THOHWIXIOPU]] OTTOHSUIM, U TTOTYYCHHBIH
ocratok pactBopsuin B 30 min aneronutpmiia, BMecte ¢ 550 mr N- amermnummnazona u 600 mr
noauaa Harpus. IlodydeHHslid TakuM 00pa3oM pacTBOp HarpeBajl ¢ OOPAaTHBIM XOJOJMIBHUKOM 3
yaca. [locine OTrOHKHM pacTBOPUTEINS, MOJYYECHHBIH OCTATOK OYHINAIHM C TIOMOIIBI KOJIOHOYHOH
xpomarorpaduu Ha CHIHMKarene, J3IIOHpPYys xiopodopmom. B pesynabrare STOW mpouemaypbl
nony4anu 300 Mr 1eTIeBOro COSAMHEHUS B BHJIE KOPHYHEBBIX KPUCTAIUIOB.

T. mn.: 72-73° C.

'H-AMP (CDCls) & : 3,08 (4H, c); 5,09 (2H, c); 6,40 (1H, c); 6,89 (1H, c); 7,00 - 7,18 (5H, m);
7,49 (2H, c); 7,56 (1H, ¢); 7,79 (1H, c).

Ccputounbii npumep 112, Tlonyuenue 4-[2-(5-tmano-2- Oenzodypanua)sTusi] OCH30MHOM
KHCJIOTHI

a) 517 r wmetun 4-popmmnbenzoata u 13,97 r  (5-umanHo-2-  GeH30(ypaHI)
mMeTunTpupeHmpocHoHns XI0puaa pacTBOPSUTM B CMECH pacTBOpuTenel, cocrosimeid u3 50 mu
terparuapodypana u 50 M meranona. 5,02 v 1,8- auazabunmkio[5.4.0] -7-yHaeneHa 100aBIsUH K
MOJYYCHHOMY TaKUM o00pa3oM pacTBOpY H IEPEMEIIMBAIM, OXJIAXAas JIbJIOM, a 3aTeM
nepeMelIMBaId NP KOMHATHOW Temmeparype 2 daca. [locpemcTtBoM cOopa OCaXIECHHBIX
KpHUCTAUIOB 4epe3 GuibTp, monydanu MeTua 4-[2-(5-mano-2- GensodypaHuin)BUHUI] O€H30aT B
Buge cmecu E- u Z-popm. Takum 00pa3oM MOJYYCHHBIC KPHUCTALIBI PACTBOPSIIM B CMECH
pacTBOPUTENEH, COCTOSIIIEN U3
300 mu Terparumpodypana m 100 mm 3TaHONA, a pPacTBOp MOJMBEPralid KaTATHUTHUYECKOU
THJIPOTCHU3AMN TIpU HOPMAJIBbHOM JaBJICHUH B TeueHHe 2 4yacoB B mpucyrctBuu 2,0 T okcuaa
nawtagust - 1H20 ¢ cynedarta Oapus. Ilocne ynmameHust karanmzatopa mmyTeM (GWIBTpAldd H
KOHIIEHTPUPOBAHUS MOIY4YE€HHOrO (MIIbTpaTa, MOJTy4YEHHBIH TakKUM 0Opa3oM OCTAaTOK OYMIIATHU C
MOMOIIBI0 KOJIOHOYHOW XpoMaTorpaduu Ha CHUJIIMKarenie, IIUpys OSH30J0M, B pe3yibTaTe 4yero
nonyyanu 8,1 r metun 4-[2-(5- unano-2-6eH3odypanmn)atii] GeH30aTa B BUJIE MPH3MOOOPa3HBIX
KpHUCTaJIOB, T. I1.: 114-115° C.

'H-AMP (CDCls) § : 3,13 (4H, c); 3,90 (3H, ¢); 6,31 (1H, ¢); 7,26 (2H, x, J = 8,5 I'n); 7,50 (2H,
c); 7,80 (1H, ¢); 7,98(2H, n, J = 8,5 I'mm).

) 15 r wmetun 4-[2-(5-umano-2-6enzodypanun) dTWia] OeH30aTa, TOJYYSHHOTO B
BBIIIICYKAa3aHHOW YacTu (a), pacTBOpsUTM B CMECH pacTBOpHUTeNel, cocrosmer u3 20 M
teTparuapodypana u 20 M sTaHOIa, U 3aTeM H00aBisH 11 Mt 1 H. BOMHOTO pacTBOpa THAPOKCHIIA
HATpUS W ellle MepeMelnBald pU KOMHATHOM Temmeparype B TedeHue 14 dacos. Ilocme storo,
MOJTyYEeHHBIM PEaKIIMOHHBIN pacTBOP MOBOIWIH /10 pH 2 KOHIIEHTPUPOBAHHOW COJITHOM KUCIIOTOU, 1
OCaXJIEHHBbIE TaKUM OOpa3oM KpHUCTAIBl COOMpald MyTeM (QUIbTpalMM, MPOMBIBAIN BOJOU, a
3aTeM BbICYMIMBaJIH. B pesynbrarte 3T0#l mponenypsl, nomydand 1,41 r neneBoro coeauHeHus, T.
mn.234-235° C.

H-AMP (IMCO-dgs) ¢ : 3,13 (4H, ¢); 6,70 (1H, c); 7,44 (2H, 1, J = 8,0 I'm); 7,69 (2H, c); 7,88
(2H, n, J = 8,0 I'm); 8,06 (1H, c¢).

Ccoutounsiii pumep 113. Tlonyuenue 2-[2-[4-[(4-meTun-1-nunepasunnn) kapOoHu| GeHun]
3TUI| -5-6eH30(hypaHKapOOHUTPUIIA.



1,35 r 4-[2-(5-tmano-2-6eH30ypaHuin) THia| OCH30MHOW KHCIOTHI HAarpeBald ¢ OOpaTHBIM
XOJOAMIBHUKOM B TeyeHue 2 dacoB B 15 mi tumonmnxmnopupma. Ilocie 3Toro THOHMIXIOPHT
OTIOHSUIM, a TOJY4YEeHHBIH TakuM oOpa3oM ocTaTok pactBopsuii B 10 mu terparmapodypana.
[TomydenHbIit TauM 00pa3oM pacTBop AoOaBisum 1o karie k 20 Mi pactBopa terparuapodypana,
comepxkamiero 1,0 r l-merwieHnunepasuHa, MEPEMENIAHHOTO MPU OXJIAXACHUU JibaoM. [locie
nepeMeIuBaHys P KOMHATHOW Temreparype B TedeHHe 1 vaca W IMOCICAYIOIIEro YIalCHHS
pacTBOpUTENSl IyTeM JUCTHUIALWU, TOJYYCHHBIH OCTaTOK pacTBOPSUIM B  XjopodopMme U
NPOMBIBAIA HACBIIICHHBIM BOJHBIM pacTBOpoM OukapOoHara HaTpus. [locie ocyniKy moIy4eHHOTO
OpPraHUYeCKOTO CJIOST M OTTOHKH PACTBOPUTEIS, IOJYYEHHBIH OCTAaTOK OYHINAIA C ITOMOIIBIO
KOJIOHOYHOM XpoMmaTorpaduu Ha CHIMKaresie, J3JIOUpPYs CMecbio Xxiopodopma B dTanone. B
pe3yJbTare 3TOW mpoueaypbl noiaydyanu 1,35 T 1eIeBoro cCoelMHEHHUs B BHJE KPUCTAIOB, T. ILI.
115-116° C.

H-IMP (IMCO-ds) 6 : 2,34 (3H, c); 2,43 (4H, mmp. c); 3,11 (4H, c); 3,64 (4H, mmp. c.); 6,42
(1H, ¢); 7,26 (2H, 1, J =9,0 I'n); 7,40 (2H, 1, J = 9,0 I'm); 7,50 (2H, c); 7,80 (1H, c).

Ccputounbii mpumep 114. Tlonyuenue 2-[2-[4-[[(2-mupaszunmn)amuno] kapOonwi| ¢enun|
3THII| -5- OeH30(ypaHKapOOHUTPHIIA.

a) 1 r 4-[2-(5-unano-2-6enzodypanmn)atwi]| OeH3oiHoW kuciaoThl u 573 wmr  1-
THJIPOKCUOCH30TpUA30J1a, TIPU KOMHATHOW Temrmeparype pactBopwin B 100 mu muxiopmeraHa c
nocneayomuM noo6asnenueM /80 mr 1,3-AULMKIOreKCUIKapOOAMUMHIA U 3aTeM IepeMelIuBaIn
IpU TOM ke TemmepaType 3 yaca. [lociie OTTOHKH pacTBOPHUTEIIS, MOJTYYCHHBIA OCTATOK OYHMIIIAJIH C
MIOMOIIBIO0 KOJIOHOYHOH XpoMaTorpaduu Ha CHIIMKAaresie, SII0NPYs CMEChIo Xjiopodopma u 3TaHoa,
a OYMIIEHHBI TakuM OO0pa3oM MPOMYKT KPUCTAJUIM30BAIM W3 CMecH OeH30ja M H-reKkcaHa. B
pesyibraTe 3ToW mpouenypbl moiaydanu 1,2 r 2-[2-[4-[[(1-Oen3oTpurazonuin)okcu] KapOOHHI]
dbenun] -stun| -5-6eH3zodypankapOOHUTpUIA B BUJE MOPOIIKOOOpA3HOro BemiecTa, T. .. 171-
172° C.

'H-AMP (CDCls) 6 : 3,14 (4H, c); 6,48 (1H, c); 7,30-8,30 (11 H,m);

MC(m/z): 409 (M* +1).

b) 100 wmr 2-[2-[4-[[(1-Oen3oTpuazonun)okcu]  kKapOouwa]  denmn]| otwa]  -b-
OeH3odypaHKapOOHUTPHIIA, MTOJIYYCHHOTO B BBINIEYKa3aHHOW 4yacTu a), U 23,3 MI' aMHHOIIMpa3uHa
pactBopsuiu B 2 Mt N, N-nmumerundopmamuna. [lomyueHHblid TakuM 06pa3oM pacTBOP CMEIIUBAIH C
13,0 mr (60%) rumpuaa HaTPUS ¥ EPEMENIMBAIN IPH KOMHATHOM TeMIlepaType B TCYCHUE 2 YacoB.
[TosrydyeHHBIM peakUMOHHBIN pacTBOpP pa30aBisIM ATHIIALIETATOM, IPOMBIBAJIM BOJIOM, a 3aTeM
BeICymMBaid. [locie OTroHKM pacTBOPUTENS, TOJTYYCHHBIH OCTATOK OYHMINAIA C ITOMOIIBIO
KOJIOHOYHOH Xpomarorpaduu Ha CHIUKareje, B pe3ylbTaTe Yero IMoiydaid 55 Mr ImeneBoro
COCIMHEHUS B BUJE IMOPOIIKOOOPA3HOTO BemecTBa, T. ml.: 183-185° C.

'H-AMP (CDCls) §: 3,17 (4H, c); 6,42 (1H, ¢); 7,34 (2H, 1, J = 9,0 I'm); 7,59 (2H, ¢); 7,81 (1H,
¢); 7,90 2H, n, J = 9,0 I'm); 8,26 (1H, mn, J = 3,0 m 1,6 I'm); 8,40 (1H, mn, J = 3,0 I'm); 8,65 (1H,
mmwp. ¢. ); 9,74 (1H, 1, J = 1,6 I'm).

Ccbutounbiii  mpumep 115, Tlomyuenue  wmetmn[S-[((3S)-1-tper- OyrokcukapOOHMII-3-
TUPPOTUIUHII )OKCH | -2-[2-(5-1maHo-2-0eH30¢hypaHui) ST |peHnI| oKcoarleraTa.

a) B 40 mu terparuapodypana pacteopsuin 1,38 r 2,4- nuruapokcubensanpaeruaa, 1,87 r(3R)-
1-tper-OyTokcukapO6oHUN-3- ruapokcunupponuauaa u 2,88 r tpudenundocuna. IlomydeHHbIi



TakuM oOpazoM pacTBop cMmemuBanu ¢ 1,91 r audTmnazonukapOOKcHiIaTa W MEPEMEIINBAIN TIPU
KOMHaTHOW TeMmneparype 1 dac. Ilocie OTTOHKM pacTBOpUTENS, OJYUYEHHBIM OCTATOK OYMILAIM C
MOMOIIIBI0 KOJIOHOYHOW Xpomarorpaduu Ha CHIIMKAareie, B pe3yibraTe dero nonyyamu 1,2 r 4-
[((3S)- 1-tper-OyToxcuKapOOHUI-3-MUPPOTUAUHIII]| -OKCH| -2-THAPOKCUOCH3AIBJCTHAA B BHJIC
BSI3KOT'O M MACJISTHUCTOTO BEIIECTBA.

'H-AMP (CDCls) §: 1,47 (9H, c); 2,00-2,36 (2H, m); 3,30-3,75 (4H, m); 4,94 (1H, xs.); 6,38
(1H, x, J = 2,1 Tw); 6,52 (1H, an, J =8,0u 2,1 I'n); 7,44 (1H, n, J = 8,0 I'm); 9,72 (1H, ¢); 11,45
(1H, ¢).

) 1,27 r 4-[((3S)-1-Tper-0yTOKCHKAPOOHUI-3-TUPPOTUIUHIIT)OKCH | - 2-
TUAPOKCUOCH3AIBACTH/IA, TIOJYYCHHOTO B BhINIEyKa3aHHOH vactu a), u 0,884 r stmiiGpomoarnierara
pactBopsuin B 100 mu amerona. IlomyueHHBI TakuMm 00pa3oMm pacTBop cmemmBamu ¢ 1,12 r
0e3BOTHOrO KapOOHATa KaiHs, U CMECh HarpeBajid C OOpaTHBIM XOJOIWILHUKOM B TedeHue 1,5
yaca. [locne oxnaxxaeHus, HEPACTBOPUBINMECS BEIIECTBA YIAISUIM IyTeM (uiabTpammu, a
pacTtBopuTenb OTrOHsUTH. [locie 3Toro, MosydeHHbIH OCTATOK OYMIIATU C TOMOIIBI0 KOJOHOYHON
xpomarorpaduu Ha CHJIHKaresie, B pesyibrare yero noiydanu 1,44 t stun[2-dpopmui-5-[((3S)-1-
TPEeT-0yTOKCUKAPOOHWI- 3-TIUPPOTUAMHUI)OKCH| (EeHMII| OKCcHalerara B BHIEC BS3KOTO U
MAaCIISTHUCTOTO BEIIECTBA.

'H-AMP (CDCl3) 5: 1,30 (3H, T, J = 7,0 I'nm); 1,47 (9H, c); 2,00-2,28 (2H, m); 3,36-3,70 (4H,
m); 4,28 (2H, k8. ); 4,71 (2H, ¢); 4,94 (1H, xBunr); 6,31 (1H, 1, J = 2,2 T'n); 6,53(1H, an, J = 8,8 u
2,2 T'n); 7,84 (1H, c); 10,39 (1H, c).
¢) 1,44 r stun[2-popmun-5-[((3S)-1-Tper-OyToKCHKapOOHMI-3- MHUPPOTUIMHII)OKCH] (heHu]
OKcoalleTaTa, IIOJIyYeHHOTO B  BbllleykazaHHo vactu b), wu 1,71  r(5-umano-2-
6en3zo¢pypanun)meruntpudenmndochonuss Xjaopujga pacTBOPSIM B CMECH  pacTBOpUTENeH,
cocrosimiei u3 10 M Terparunpodypana u 10 M meranona. [ToydeHHBIN TakuM 00pa3oM pacTBOP
cmemmmBaiu ¢ 0,664 r 1,8-guazabunmkino[5.4.0] -7-yHIeneHa, ¥ cMech TepeMelInBalId B TeUeHue 1
yaca. [locme OTrOHKHM pacTBOPUTEINS, MOJYYEHHBIH OCTATOK OYHUINAIHA C TIOMOIIBIO0 KOJOHOYHOMH
Xxpomarorpaduu Ha CHJIMKAreie, JIIIOUPYsS CMEChI0 O€H30Jla M dTHIAIeTaTa, B pe3yJjbTaTe Yero
nony4anu 1,8 r onedgunoBoro coeaunenus B Buae cmecu E- u Z-¢popm. 1,8 r nomydeHHOro Takum
00pa3oM OJE(PUHOBOTO COEIMHEHMs pacTBOPSIIM B CMECU pacTBopuTeneil, cocrosimedt u3z 40 mu
terparuapodypana u 40 M sTaHONa, M TOMYUYEHHBIM PpAcTBOpP MOJABEpPralu KaTaJUTHUECKON
TUAPOTEHU3ALMN TIPU HOPMAIbHOM JaBiieHWU B mpucyTctBuu 0,22 r okcuaa nmamnaaus ¢ cyibdara
Oapus * 1H20. I[Nocne ypanenus karanu3aropa myTeM (HIbTPALUH, TOJTyYeHHBIH OCTATOK OYNIIIAIIH
C TIOMOIIBI0 KOJIOHOYHOH XpoMmMaTorpaduu Ha CHIIMKareie, SJIOUPYs CMeChl0 OeH307a W
sTHIIaleTaTa. B pesynbrare 3TOH mporeaypsl morydand 1,6 r 1eieBoro CoeIMHEHUS B BHJIE BSI3KOTO
MAacIISTHUCTOTO BelecTBa. Bo BpeMsi peakiiy OCYIIECTBISIIN IepedTeprhUKAITIIO.

'H-AMP (CDCl3) §: 1,46 (9H, c); 1,96-2,08 (2H, m); 3,08 (4H, c); 3,36-3,68 (4H, m); 3,80 (3H,
Mm); 4,62 (2H, ¢); 4,80 (1H, mmp. ¢); 6,30 (1H, ¢), 6,36 (1H, a1, J = 8,0 I'm); 6,43 (1H, ¢); 7,02 (1H, &,
J=8,0Tm); 7,46 (2H, ¢); 7,77 (1H, ¢).

WnmtoctpatuBHblil npumep 1 (u3o0perenus). Dtun 3-(5-amuanno-2- 6enzopypanmn)-2-[4-[((3)-
3-MUPPONUIUHIIT)OKCH | PeHMIT| MPOMMOHATa TUTHIPOXIOPH/I.

1,96 r stun 2-[4-[((3S)-1-TpeTOyToKcukapOorun-3-nupponuaunun)okcu| dperui] -3- (5-umuano-
2-6enzodypanmn)nponuonara pactBopsuii B 150 ma »Tanona. [lpu oxnmaxaeHWd IbIOM H



MepeMEIINBaHNN, XJIOPOBOJIOPO OapOOTHpOBaIM B TMOJMYYEHHBI TakuM OOpa3oM pacTBOp [0
HACBHIIIEHHOTO YPOBHS, M 3aTeM ocTaBsuid Ha 18 wacoB. [lomyueHHBIH peakIMOHHBIA PacTBOP
KOHIIEHTPUPOBAIIU JIOCYXa MPH MOHMWKCHHOM JIaBJICHHUH, U MOJTYYCHHBIH TaKMM 00pa3oM OCTaTOK
pactBopsuir B 300 M1 pacTBopa 3TaHoja, comaeprxkaiiero 15% (M. /00. ) aMMuaka u 3aTeM pacTBOP
ocraBisui eme Ha 18 yacoB. Ilocie OTrOHKHM pacTBOPUTENs, MOJTYYECHHBIH OCTATOK IOABEPIaIH
KOJIOHOYHOH Xpomarorpaduu, MCIob3ysl KOJOHKY, 3allOJIHEHHYIO BBICOKOIIOPUCTBIM IOJIMMEPOM
(CHHTETHYECKMM aJICOPOEHTOM; IMOJMMEpP CTUPOJ-AuBHHMIOCH30aa Diaion HP-20), ucmons3ys B
Ka4eCTBE DIIIOCHTA CMECh BOJBI U aneToHuTpuia. [lomydeHHbIe TakuM 00pa3oM HyXKHbIE (ppaKiuu
MoIBEprajau oopaiieHHO-(a30BoOM KUIKOCTHON XxpoMarorpaduu Beicokoro paspemieHuss (JKXBP), ¢
UCTIOJIb30BAHUEM KOJIOHKH, 3aIllOJTHEHHOW OKTAJCHMII CBSI3aHHBIM CHJIMKAresjeM, SJIIOHPYsI CMECHIO
BOABI W areroHuTpwia. llocie 3Toro smoWpoBaHHBIE TakKUM 00pazoM (pakiuu cobupany,
CMEIIUBAIIK ¢ pa30aBICHHON COJISTHOM KUCIIOTOMW, U 3aTeM KOHIICHTPUPOBATIH Jocyxa. B pe3ynbraTe
3TOH mpoueaypsl norydanu 610 Mr 11eneBoro coeMHeHNs B BUAE TBEPOTO BEIIECTBA.

'H-AMP (DMCO-dg) §: 1,08 (3H, J = 7,0 I'y); 1,90-2,30 (2H, m); 3,00-3,80 (6H, m); 3,80-4,30
(3H, m); 5,08 (1H, mmp. c. ); 6,73 (1H, ¢); 6,93 2H, n, J = 8,3 I'); 7,33 (2H, n, J = 8,3 I'n); 7,73
(2H, ¢); 8,08 (1H, ¢); 9,25 (2H, mmp. ¢); 9,40 (2H, mmwp. c); 9,50- 10,00 (2H, wmp. c.).

[Tocnenyromme COeNMHEHNS] HIUTFOCTPATUBHBIX MPUMEPOB 2-17 mosyyaid B COOTBETCTBUU C
NPOIIETy PO, ONTUCAHHOM B WILTFOCTPATHBHOM mpuMepe 1.

WmmtoctpatuBubiid  npumep 2. Ot 3-(5-amuanHo-2-6enzopypannn)- 2-[4- [((2S, 4S)-2-
KapOaMOWI-4-TTUPPOTHMAUHII )OKCH | DeHUIT | MpOonMoHaTa JUTHAPOXIOPHU (TBEPI0E BEIIECTBO).

(2H, o, J =8,3T'w); 7,72 (2H, ¢); 8,10 (1H, c); 9,00-10,00 (6H).

WmntoctpatuBubiid  npumep 3. Ot 3-(5-amununo-2-6enzodpypanun)-2-[4-[((2S, 4S)-2-
JUMETHIIKapOamMoui- 4-MUppOIUAUHUI)OKCH]| (eHWI] mnpomuoHaTa AWTUAPOXIOpPHA (TBEpaoe
BEIIIECTBO).

'H-AMP (DMCO-ds) 6: 1,11 (3H, T, J = 7,0 I'my); 1,70-3,30 (2H, m); 2,91 (3H, c); 2,96 (3H, c);
3,00- 4,20 (7H, m); 4,70 (1H, wup. c. ); 5,10 (1H, mmwmp. c.); 6,69 (1H, c); 6,86 (2H, n, J = 8,7 I'n);
7,29 (2H, 1, J = 8,7 '), 7,69 (2H, c); 8,07 (1H, ¢); 8,80 (1H, mmp. c.); 9,10 (2H, mmwp. c. ); 9,34
(2H, wup. c. ); 10,08 (1H, mup. c.).

WmmtoctpatuBubiid  npumep 4. Otun 2-(5-amuanHo-2-6enzodypannn)-3-[4-  [((3S)-3-
MUPPONUINHII)OKCH | (PeHUIT| MPONMOoHaTa JUTUAPOXIOPU (TBEPAOE BEIIECTBO).

'H-AMP (IMCO-dg) 6: 1,08 (3H, T, J = 7,0 T'm); 1,80-2,30 (2H, mmp. c); 2,70-3,70 (6H, m);
4,08 (2H, k8. J = 7,0 T'm); 4,35 (1H, 1, J = 7,9 I'n); 5,08 (1H, mmwp. ¢); 6,84 (2H, 1, J = 8,3 T'); 6,9
(1H, ¢); 7,17 (2H, n, J = 8,3 I'm); 7,79 (2H, ¢); 8,12 (1H, ¢); 9,33 (2H, mmp. c); 9,51 (2H, mwmp. c);
9,80 (2H, mmup. ¢).

WmmtoctpatuBubiid  mpumep 5. Otun  3-(5-amuauHo-2-0enzodypanmn)-3-  [4-[((3S)-3-
MAPPOTUANHII-OKCH | (PeHMIT| TpormroHaTa AUTHAPOXIOPHU/I (TBEPIOE BEIIECTBO)

H-IMP (IMCO-ds) §: 1,17 (3H, 1, J = 7 T'y); 2,0-2,2 (2H, m); 3,0-3,8 (6H, m); 4,07 (2H, k8. );
4,5-4,7 (1H, m); 5,13 (1H, m); 6,94 (1H, ¢); 6,94 2H, n,J =9 I'n); 7,32 2H, 1, J =9 T'm); 7,73 (2H,
¢); 8,13 (1H, ¢); 9,21 (2H, mmp. ¢); 9,40 (2H, mmmp. c); 9,4-10,0 (2H, mmp. c).

WnnroctpatuBubiii  mpumep 6. Dtunm  3-(5-amumauno-3-6enzodpypanmn)-  2-[4-  [((3S)-3-
MUPPOIUINHII)OKCH | (DeHUIT| MPONMOHaTa JUTUAPOXIOPU (TBEPAOE BEIIECTBO).



H-IMP (IMCO-ds) §: 1,06 (3H, 1); 2,10 (2H, mmp. ); 3,0-3,7 (7H); 4,05 (2H, x».); 5,09 (1H,
mup. ¢); 6,95 (2H, n); 7,28 (2H, n); 7,77 (3H); 8,21 (1H, ¢); 9,2-9,8 (6H).

WnnroctpatuBHbiii npumep 7. Otun 2-(2-(5-amuanno-2-6ensodypanun)- stuwi] -5-[((3S)-3-
MUPPOIUINHIII)OKCH | O€H30aTa JUTUIPOXIOPHU (TBEPIOE BEIIECTBO).

'H-AMP (IMCO-dg) 6: 1,29 (3H, T, J = 7,0 I'n); 2,00-2,35 (2H, m); 2,90- 3,60 (8H, m); 4,18
(2H, k8., J = 7,0 I'n); 5,20 (1H, mmwp. ¢); 6,75 (1H, ¢); 7,20 (1H, xn, J =79 u 2,8 T'); 7,39 (1H, 1, J
=79Tu); 7,41 (1H, o, J = 2,8 T'm); 7,74 (2H, ¢); 8,09 (1H, c); 9,23 (2H, mmup. ¢); 9,40 (2H, mmp. c.
); 9,50-10,20 (2H, mmmp. c).

WimtoctpatuBubiid  pumep 8. Dtwi|2-[2-(5-amuauno-2-6enzodypanmn)- stmi] -5-[((3S)-3-
MUPPOIUINHII-OKCH | (PEHUIT | MPOIMoHaTa JUTHIPOXIOPUT (TBEpAOE BEIIECTBO)

'H-AMP (IMCO-dg) 6 : 1,18 (3H, J = 7,0 I'm); 2,0-2,30 (2H, m); 3,02 (4H, c); 3,00-4,00 (6H, m);
4,90 (2H, k8., J = 7,0 T'y); 5,12 (1H, mwp. ¢); 6,80-7,00 (3H, m); 7,24 (1H, 1, J = 8,64 I'y); 7,76 (2H,
¢); 8,12 (1H, ¢); 9,29 (1H, ¢); 9,45 (2H, mmmp. ¢); 9,40-10,10 (2H, mwmp. ¢).

WmtoctpatuBublid mpumep 9. Dtun 5-amuauno-2-[2-[4-[((3S)-3- nupponuauaun)okcu| heHum]
atui| -3-6en3odypankapOoKcuiIaTa JUTUAPOXIOpU (TBEPAOE BEIIECTBO).

H-IMP (IMCO-ds) & : 1,36 (3H, 1); 2,08 (2H, m); 4,30 (2H); 5,00 (1H, mmp. c); 6,90 (2H, n);
7,10 (2H, n); 7,83 (2H); 8,34 (1H, ¢); 9,27 (2H, mwp. c); 9,51 (4H, mwp. c).

WmmtoctpatuBubiid  npumep  10. Dtun  3-(5-amupuuobenso[b] tuen-2-un)- 2-[4-[((3S)-3-
OUPPOTUINHII)OKCH | PEeHIUIT| MPOMHOHATA UTHIPOXIOPHU T (TBEPI0E BEIIECTRO)

H-IMP (IMCO-dg) 6 : 1,19 (3H, 1, J = 7,0 I';y); 2,00-2,40 (2H, m); 3,00-4,20 (9H, m); 5,08 (1H,
ump. ¢); 6,92 (2H, a, J = 8,75 I'n); 7,27 (1H, ¢); 7,31 (2H, 1, J=8,75T'n); 7,68 (1H, 1, J=8,3u 1,5
I'n); 8,10 (1H, x, J = 8,3 I'm)); 8,27 (1H, o, J = 1,5 I'); 9,19 (2H, wmmp. c.); 9,42 (2H, wmp. ¢); 9,10-
10,00 (2H, mmp. c).

WmmtoctpatuBubiii npumep 11, Otun 3-(6-ammaunoGenso[b] Ttuen-2- wm)- 2-[4-[((3S)-3-
NUPPOJIMANHUI-OKCH | (PEHUIT| MpoNroHaTa JUTHAPOXJIOpU (TBEpAOE BEIIECTBO)

H-IMP (IMCO-ds) ¢ : 1,05 (3H, 1); 2,10 (2H, m); 3,30 (7H, m); 4,0 (2H, m); 5,05 (1H, mmup. c);
6,90 (2H, n); 7,22 (3H, m); 7,60-7,90 (2H, m); 8,38 (1H, ¢); 9,10 (2H, mmwp. ¢); 9,35 (2H, wmp. c);
9,40 (2H, mmp. ¢).

WnmtoctpatuBubiii  npumep 12, Dtun  3-(6-amuauno-1-3THn-2-unmonwn)-  2-  [4-[(4-
MUTICPUINHIII)OKCH | (PeHUIT| MPONMOHATA JUTHAPOXIOPH (TBEPI0OE BEIIECTBO).

H-IMP (IMCO-ds) §: 1,05 (3H, T); 1,28 (3H); 1,83 (2H mmp. c); 2,08 (2H, mmp. c); 2,90-3,20
(5H, mmwp. ¢); 3,90-4,40 (3H, m); 4,62 (1H, mmp. ¢); 6,34 (1H, ¢); 6,97 (2H, n); 7,34 2H); 7,47 (1H,
n); 7,58 (1H, n); 8,13 (1H, ¢); 8,90- 9,40 (6H, mwmp. ¢),

WnmoctpatuBubiit  npumep 13. Dtun  3-(6-amumuno-1-3tun-2-ungomun)- 2-  4-[((3R)-3-
TMUPPOITHIUHII )OKCH | (peHMIT| pornoHaTa TMTHAPOXJIOPHT (TBEPI0C BEIIECTBO)

'H-AMP (IMCO-ds) 5: 1,08 (3H, T, J = 7,0 I'm); 1,31 (3H, T, J = 7,0 I'm); 2,10-2,30 (2H, mmp.
c); 3,17 (1H, nm); 3,20-3,40 (2H, m); 3,90-4,40 (5H, m); 5,14 (1H, mmp. ¢); 6,37 (1H, ¢); 6,97 (2H, x,
J=88Tm), 7,38 2H, n, J =8,8 I'n); 7,49 (1H, n, J = 8,3 I'nr); 7,62 (1H, n, J = 8,3 T'); 8,14 (1H, ¢);
8,99 (2H, mmp. ¢.); 9,32 (2H, mmp. ¢); 9,50-9,70 (2H, mmp. c).

WnmtoctpatuBubiid  npumep 14, Ortun  3-(6-amunuHo-1-metun-2-ungonun)-  2-4-[((3S)-3-
NUPPOJNMIANHUI)OKCH]|  (deHw1I|  mOpomuoHaTa  JUTHApPOXJOpUl  (mepesrepudukanus  C
MCITOJIh30BAHUEM dTAHOJIOBOT'O PACTBOPUTEIS) (TBEPIOE BEIIECTBO).



'H-AMP (JIMCO-ds) §: 1,05 (3H, T); 1,95-2,30 (2H, m); 3,76 (3H, c); 4,02 (2H, ks.); 4,00-4,30
(1H, m); 5,00-5,20 (1H, m); 6,38 (1H, ¢); 7,00 (2H, n); 7,40 (2H, n); 7,50-7,70 (2H, m); 8,25 (1H, ¢);
9,30-10,10 (6H).

WnntoctpatuBubiii mpumep 15. Dtun 3-(6-amuauno-2-uadtun)-2- [4-((3S)- 3-nupponuautun)-
OKCH | -(heHWJT| TPONMOHAaTa JUTUIPOXIOPHU]] (TBEPAOE BEIIECTBO).

'H-SIMP (IMCO-ds) & : 1,06 (3H, T, J = 7,0 I'm); 2,00-2,20 (2H, m); 3,00-4,00 (7H, m); 3,99 (2H,
kB., J = 7,0 I'm); 5,11 (1H, m); 6,92 (2H, x,J = 9,0 I'n); 7,31 (2H, 1, J = 9,0 'n); 7,55 (1H, n, J = 8,0
I'n); 7,80 - 8,10 (4H, m); 8,51 (1H, ¢); 9,40 (2H, mwmp. ¢); 9,58 (2H, mwp. c); 9,50-10,00 (2H, wmp.
c).

WmtoctpatuBubiid npumep 16. Otun 3-(7-amuanno-2-wadtun)-2- [4-[((3S)- 3-mupponuanHmw)-
okcu | heHwm] mponuoHaTa AUTHIPOXJIOPHUL (TBEPIOE BEIIIECTBO).

'H-AMP (IMCO-dg) & : 1,01 (3H, 1, J = 7,0 I'm); 2,00-2,20 (2H, m); 3,10-3,80 (7H, m); 3,98 (2H,
kB., J = 7,0 I'n); 5,10 (1H, m); 6,93 (2H, n, J = 9,0 T'w); 7,32 (2H, 1, J = 9,0 I'm); 7,50-8,10 (5H, m);
8,44 (1H, m); 9,41 (2H, mmp. ¢); 9,59 (2H, mmp. ¢); 9,30-10,00 (2H, wmwup. c).

WmmtoctpatuBubiid  npumep 17. Drtun  3-(7-amupnHo-2-nHadtin)-2- [4-[(4- nunepuauHmI-
MeTOKCH | peHmIT| mpornuoHaTa TMrHIPOXIOPHI (TBEPI0C BEIIECTRBO)

'H-AMP (IMCO-dg) & : 1,01 (3H, 1, J = 7,1 I';m); 1,45-1,55 (2H, m); 1,85-1,95 (2H, m); 2,80-2,95
(2H, m); 3,15-3,50 (5H, m); 3,81 (2H, n); 3,95-4,05 (2H, m); 4,05-4,15 (1H, m); 6,87 (2H, n, J = 8,3
I'n); 7,27 (2H, 1, J = 8,3 I'n); 7,58-7,63 (1H, m); 7,75-7,80 (1H, m); 7,84 (1H, ¢); 7,95 (1H, o, J =
8,8 I'm); 8,07 (1H, n, J = 8,8 I'y); 8,40 (1H, ¢); 9,29 (2H); 9,53 (2H).

WmtoctpatuBubiid npumep 18. 3-(7-Amuauno-2-nadtun)-2-[4- [(4- mHIepuanHIIT)-METOKCH |
(eHMIT| -PONMOHOBOM KHCIIOTHI IHIPOXJIOPUIa MOHOTHPAT.

1,51 r atun 3-(7-amuauno-2-HadTwn)-2-[4-[(4-nunepuanHn)- MeTokcH| (DEeHMII] MpOormHoHaTa
JUTHIpOXJIopuaa pactBopsuii B 50 M KOHIICHTPUPOBAHHOW COJITHOW KHCJOTBI, & pacTBOP
OCTaBISUTM B TEPMETHUYHO 3aKPBITOM COCYJle NPH KOMHATHOHW TeMIlepaType B TedeHHe 62 4acos.
[Tocre ocymKy MOMYYEHHOTO PEaKIMOHHOTO PAacTBOPA MPU MOHMKEHHOM JaBJICHUH, MOTYYECHHBIH
TaKUM O00pa3oM OCTaTOK OYHMINAIM MYTEeM HAaHECEHHs €ro Ha KOJOHKY, YIaKOBaHHYIO
BBICOKOTIOPHCTBIM MOJMMEPOM (CHHTETHYECKUH aJCOpOCHT; MOJMMep CTUPOJIa M JUBHHUIIOCH30J1a
HP-20). Ilocie sTOrO, 3II0MpOBaHHBIC TakKUM O00pa3oM (pakiud COOHpaTd W CMEIIHBAIU C
HEOOJBIIMM KOJIMYECTBOM 93TaHOJIA, a 3aTeM OCAXJICHHBIC KPUCTAIBI COOMpaid MyTeM
¢unbTpanmu. B pesymprare 31O mporenypbl monydanu 0,79 r 1eJIeBOro COCAMHEHHS B BHIC
kpuctayuios. T. mi.: 285 - 287° C (¢ pazin.).

[TocKONBKY pacTBOPHUMOCTh TaKHMM OOpa30oM MOITYYEHHOTO MPOJYKTa B JIFOOOM pacTBOPHTEIE
OYCHb HU3KA, TO COCAMHEHHE 00padaThIBAIN JAUTHIPOXIOPHIOM C COJISTHOW KUCIOTOW W 3aTeM JIO
nposeneHus usMepenus SIMP ocymanu.

'H-AMP (IMCO-ds) & : 1,45 - 1,60 (2H, m); 1,85 - 1,95 (2H, m); 1,95 - 2,05 (1H, mmp. c); 2,8 -
2,9 (2H, m); 3,1 - 3,2 (1H, m); 3,2 - 3,3 (2H, m); 3,4 - 3,5 (1H, m); 3,80 2H, n, J =6,4 I'mm); 3,9 - 4,0
(1H, m); 6,87 2H, n, J = 8,8 T'); 7,27 (2H, 1, J = 8,8 I'm); 7,60 (1H, n, J = 8,8 ['m); 7,75 - 7,80 (1H,
m); 7,83 (1H, ¢); 7,94 (1H, n, J = 8,8 I'm); 8,07 (1H, 1, J = 8,3 I'm); 8,40 (1H, c); 8,8 - 8,9 (1H, mmmp.
c.); 9,33 (2H); 9,54 (2H).

WUnmtoctpatuBubiid  npumep  19.  3-(5-Amuamno-2-0enzodypanmn)-2-  [4-  [((3S)-3-
MUPPOJIUINHII)OKCH | (PEHUIT| MPOITMOHOBOM KUCIOTHI JUTHIPOXJIOPU/I.



3,2 1 otun  3-(5-amuamno-2-6enzodypanmn)-2-[4-[((3S)-3- muppoaumuamn)okcu] (heHun]
NPOMHOHATA TUTUAPOXJIOopHaa pacTBOpsuid B 80 Mi1 2 H. COJSTHOM KHCIIOTHI, @ paCTBOP HArpeBajH C
0o0paTHBIM XONOAMWIBHUKOM B TeueHne 30 muuyT. Ilocie oxnakJeHus U OTTOHKH PacTBOPUTEI,
MOJYYCHHBI OCTATOK OYHINAIM C IOMOIIbIO KOJOHOYHOW Xpomarorpaduu ¢ HCHOIb30BaHUEM
KOJIOHKH, YTAaKOBAaHHOH BBICOKOTIOPUCTBIM IIOJIMMEPOM (CHHTETHUYECKHI aJCOpOCHT; MOJIMMEp
crupoia-guBuHIIOeH30ma Diaion HP-20), a B kadectBe siroeHTa wncmoib3oBaad 5 - 10%
arieronuTpmia. [locae 3Toro, MIOUPOBaHHBIC TAKMM 00pa3oM (pakiuu cOOMpaliv, U JTOBOIMIN JIO
sHaueHust pH 2 - 3 pa30aBiaeHHOU COJITHOW KHCIIOTOHM, a 3aTeM KOHIICHTPHPOBAIM Jocyxa. B
pe3yJbTaTe 3TOH Mponeaypsl moiaydanu 1,25 r 1eneBoro COeAMHEHUS B BIJIE TBEPAOTO BEIIECTBA.

'H-AMP (JIMCO-ds) & : 2,00 - 2,30 (2H, m); 3,00 - 3,80 (6H, m); 4,10 (1H, T, J = 7,2 I'n); 5,10
(1H, mmwp. ¢); 6,74 (1H, ¢); 6,94 (2H, 1, J = 8,3 I'); 7,40 (2H, n, J = 8,3 I'm); 7,74 (2H, ¢); 8,09 (2H,
¢); 9,22 (2H, mmp. c); 9,40 (2H, mwup. c); 9,10 (2H, mwup. c).

[Tocnenyromue coeAMHEHUST WILTIOCTPATUBHBIX npuMepoB 20 - 26 mosrydanu B COOTBETCTBHH C
IPOIIEeTypOid, OTMCAHHON B MILTIOCTPATHBHOM mpumepe 19.

WmmtoctpatuBubiid  npumep 20, 3-(5-Amununo-2-6enzodypanmn)-2-  [4-[((2S, 4S)-2-
JUMETHIIKapOaMOMIT-4-TIMPPOIMANHIIT)OKCH ]|  (PEHMII| TPOMMOHOBOW KHCIOTH JUTHAPOXJIOPU
(TBEp10€ BEIIECTBO).

'H-AMP (IMCO-dg) & : 1,80 - 3,00 (2H, m); 2,89 (3H, c); 2,95 (3H, ¢); 3,00 - 3,70 (4H, m); 4,09
(1H, 1, J = 7,9 T'u); 4,70 (1H, wwp. c); 5,12 (1H, mwmp. ¢); 6,71 (1H, ¢); 6,86 (2H, 1, J = 8,3 T'); 7,30
(2H, n, J=8,3T'); 7,73 (2H, ¢); 8,10 (1H, ¢); 8,76 (1H, mup. ¢); 9,30 (2H, mmup. c); 9,46 (2H, mmp.
¢); 10,80 (1H, mup. c).

WnmtoctpatuBubiid  npumep 21, 2-(5-Amuamno-2-6ensodypanmn)-3-  [4-  [((3S)-3-
MUPPOIUINHII)OKCH | (DeHUIT| MPOITMOHOBOM KUCIOTHI JUTUAPOXIOPU (TBEPAOE BEIIECTBO).

H-IMP (IMCO-ds) & : 1,90 - 2,30 (2H, m); 2,90 - 3,70 (6H, m); 4,26 (1H, 1, J = 7,9 T'y); 5,06
(1H, mmp. ¢); 6,83 (2H, 1, J = 8,3 I'n); 6,93 (1H, ¢); 7,17 (2H, n, J = 8,3 'm); 7,78 (2H, ¢); 8,14 (1H,
¢); 9,30 (2H, mup. ¢); 9,47 (2H, mmp. ¢); 9,80 (2H, mmwp. c).

WmmtoctpatuBubiii  npumep  22.  3-(5-AmuamHo-2-Oenzodypanmwn)-3-  [4-  [((3S)-3-
MUPPOTUANHIIT)OKCH | (PEHHII| TPOITMOHOBOM KUCIOTHI AUTUIPOXITIOPHU (TBEPIOE BEIIECTRO).

H-IMP (IMCO-ds) ¢ : 2,0- 2,2 (2H, m); 3,0-4,0 (6H, m); 4,6 (1H, m); 5,10 (1H, m); 6,92 (1H,
¢); 6,92 2H, 1, J =9,0 I'm); 7,32 2H, n, J = 9,0 I'm); 7,73 (2H, ¢); 8,16 (1H, ¢); 9,30 (2H, mmp. c);
9,46 (2H, mmp. ¢); 9,6 - 10,0 (2H, mwmp. c).

WnntoctpatuBubiii  npumep  23.  2-[2-(5-Amuauno-2-6enzodypanmn) ostun]| - 5-[((3S))-3-
MUPPOIUIUHII)OKCH | O€H30MHOM KUCIOTHI AUTHIIPOXIIOPH (TBEPI0OE BELIECTBO).

'H-AMP (JIMCO-ds) 6 : 1,90 - 2,30 (2H, m); 2,90 - 3,70 (3H, m); 4,96 (1H, mmp. c); 6,75 (1H,
c); 7,08 (1H, nn, J =79 wm 2,8 I'm); 7,28 (1H, n, J =79 I'm); 7,41 (1H, n, J = 2,8 T'); 7,75 (2H, ¢);
8,09 (1H, c); 9,25 (2H, mwup. ¢); 9,42 (2H, mwup. ¢); 9,50 - 10,00 (2H, mwmp. c).

WnmoctpatuBubiit npumep 24. [2-[2-(5-Amuauno-2-6en3odypanmn) stwi] - 5-[((3S))-3-
MUPPOJIUINHII)OKCH | (HeHUIT| YKCYCHON KUCIOTHI TUTHIPOXJIOPU (TBEpAOE BEIIECTBO)

H-IMP (IMCO-ds) &: 1,95 - 2,30 (2H, m); 3,03 (4H, c); 5,04 (1H, mmp. c); 6,68 - 6,90 (3H,
m); 7,14 (1H, o, J = 8,3 T'm); 7,74 (2H, c); 8,10 (1H, ¢); 9,38 (2H, mmup. c); 9,66 (2H, mmp. c); 9,00 -
10,00 (2H, tmmwp. c).



WnnroctpatuBubiii  npumep 25, 3-(5-Ammamnobenso[b]  twmen-2-wnm)-  2-[4-  [((3S)-3-
OUPPOITUIUHII )OKCH | PeHMIT| TPONMOHOBOM KUCIOTHI AUTHIPOXIOPH (TBEPIOE BEIIECTBO).

'H-AMP (IMCO-dg) &6 : 1,90 - 2,40 (2H, m); 3,00 - 4,10 (7H, m); 5,14 (1H, mmp. c); 6,93 (2H, 1,
J=8,2Tn); 7,28 (1H, ¢); 7,33 2H, 1, J = 8,2 I'n); 7,70 (1H, 1, J = 8,8 I'r); 8,09 (1H, 1, J = 8,8 I'y);
8,26 (1H, c); 9,24 (2H, mwup. ¢); 9,47 (2H, mup. ¢); 9,00-10,20 (2H, mwup. c).

WnntoctpatuBubiit ipumep 26. 3-(7-Amuauno-2-Hadtin)-2-[4-[((3S)-3- nmupposuauHii)okcu|
(dbeHWIT| TPOTMOHOBOM KUCIOTHI JUTHAPOXIOPHU (TBEPIOC BEIIECTRO).

H-AMP (AIMCO-dg) &: 2,00 - 2,20 (2H, m); 3,00 - 3,70 (6H, m); 5,01 (1H, m); 5,11 (1H, m);
6,92 (2H, n, J = 9,0 I'n); 7,33 (2H, n, J = 9,0 I'm); 7,50 - 8,20 (5H, m); 8,43 (1H, c); 9,00 - 10,50
(6H).

WnnroctpatuBubiii  npumep  27.  Otun  (+)-3-(7-ammauHo-2-Hadtun)-2-[4-  [((3S))-3-
UPPOITHIUHII )OKCH | peHWIT| TporroHaTa TUTHIPOXIOPH/I.

123,1 r stun (+)-2-[4-[((3S)-1-tper-OyTokcukapOOHMI-3- MUppOIUAnHII)OKCH]| dennn] -3-(7-
[IMaHO-2-Ha(THII)[TPOIIMOHATAa PACTBOPSUIM B CMECH pacTBopuTesei, coctosimer u3z 480 wmu
muxyiopmerana U 1286 mut sranona. [lepememmBas npu -10° C, xmopoBogopon 6apboTupoBaiu B
MOJIYYCHHBIH TaKUM 00pa3oM 10 ypOBHS HACHIIIEHUS, MTOJyYEHHBIH PacTBOpP OCTABISUIM elle Ha 26
yacoB mpu Temreparype oT -8 mo -5° C. Ilocie 3TOro moiydeHHBIH pPEAKIMOHHBIA PaCTBOP
KOHIICHTPUPOBAIH MPU TOHM)KEHHOM JaBlieHHH npu Temreparype ot 10° C u HmKe, B pe3ynbraTe
yero noiydanu 154 r macnsHucTOro npoaykta. [lomydeHHBIH TakuM 00pa3oM MacisTHUCTBIH
npoayKT pactBopsutd B 1480 mut aTaHONA M, MOIEP)KUBAsT BHYTPEHHIOK TeMmepatypy npu -10° C
WK HIOKE, BBOJWIM aMMHAYHBIN ra3 70 TeX 0P, [TOKa KOHIEHTpalus ero He ctanet 21% (00. /00. )
win Oonpire. [locne BeimepkuBanus npu Temnepatype oT -8° C go 5° C B teuenue 107 yacos,
MONyYEHHBI PEAKIMOHHBIN pacTBOpP KOHIIEHTPUPOBAIM TMPH TOHIKEHHOM JIABJICHUH IIPH
temneparype ot 10° C win HMXKe Ui OTTOHKHM PacTBOPUTENS, M MOJYyYEHHBIM TakuM 00pazom
ocratok pactBopsuti B 200 mu Boabl. Ilocnme moBenenus mo 3HaueHust pH 3 - 5 pazbaBieHHOM
COJITHOM KMCIIOTOM, MOJIYYEHHBIH pacTBOp OYMILAIM C MOMOIIBI0O KOJOHOYHOM Xpomatorpaduu c
UCTIOIb30BAaHUEM  KOJIOHKH, YIMAKOBAHHOW BBICOKOTIOPHCTHIM  TOJUMEPOM  (CHHTETHUYECKHI
ancopOeHT; moiauMep CTupoi-auBuHWIOeH30ma Diaion HP-20) u ucnosnb3oBaHHEM B KadecTBe
DIIIOEHTAa CMECH BOJBI M aleToHuTpuia. [lociae 3TOro amoupoBaHHBIE TaKUM 00pa3oM Gpakiuu
coOupalu, CMEIINBaIU ¢ HEOONBIIUM KOJTHUYECTBOM COJISTHOWM KHCIOTHI U KOHIICHTPUPOBAJIH J0CYyXa.
B pesynprare stoii mpoueaypsl nomydanu 107 r meneBoro coeidHeHHs B BUZIE OECIBETHOTO
TBEPJIOTO BEIIECTBA.

H-IMP (IMCO-ds) §: 1,01 (3H, T, J = 7,2 I'm); 2,00 - 2,30 (2H, m); 3,1 - 3,6 (6H, m); 3,90 -
4,05 (2H, m); 4,05 - 4,15 (1H, m); 5,10 (1H, wmwmp. ¢); 6,93 (2H, 1, J = 8,8 I'n); 7,32 (2H); 7,60 (1H,
n,J=83Tn); 7,78 (1H, n, J = 8,3 I'n); 7,85 (1H, ¢); 7,96 (1H, x, J = 8,3 T'n); 8,08 (1H, 1, J = 8,3
I'm); 8,41 (1H, c¢); 9,20 - 9,30 (2H, mup. c); 9,40 - 9,70 (4H, mwmp. c).

[Tocneayromue CoeMMHEHUS HIUTFOCTPATUBHBIX MPUMEpoB 28 - 32 moirydaad B COOTBETCTBHH C
IPOIIEeTypOid, OTMCAHHON B WILTIOCTPATHBHOM TpuMepe 27.

WnmoctpatuBubiit  npumep 28.  Otun  (-)-3-(7-ammauno-2-vadrun)-2-  [4-  [((3S))-3-
MUPPONUINHII)OKCH | (DeHUIT| MPONMOHaTa JUTUAPOXIOPU (TBEPAOE BEIIECTBO).

H-IMP (IMCO-ds) §: 1,02 (3H, T, J = 7,2 I'm); 2,00 - 2,30 (2H, m); 3,1 - 3,6 (6H, m); 3,90 -
4,05 (2H, m); 4,05 - 4,15 (1H, m); 5,10 (1H, wmwmp. ¢); 6,94 (2H, 1, J = 8,8 I'n); 7,32 (2H); 7,60 (1H,



n,J=283TIm); 7,78 (1H, n, J = 8,3 I'm); 7,86 (1H, c); 7,96 (1H, x, J = 8,3 'm); 8,08 (1H, x, J = 8,3
I'm); 8,42 (1H, c¢); 9,20 - 9,30 (2H, mup. c); 9,40 - 9,70 (4H, mwmp. c).

WnntoctpatuBubiit npumep 29. Dtun (+)-3-(5-amumunoOenszo[b] tuen-2 wn)- 2-4-[((2S)-2-
MUPPOIUINHIII)METOKCH | (DEHUIT| TPOMTMOHATA JUTHIPOXIOPHU]] (TBEPAOE BEIIECTBO).

'H-AMP (IMCO-dg) 6: 1,10 (3H, 1, J = 7,3Tm); 1,73 (1H, 1. xB. J = 12,3 u 8,3 I';y); 1,84 - 2,05
(2H, m); 2,06 - 2,16 (1H, m); 3,12 - 3,27 (2H, mwup. ¢); 3,39 (1H, an, J = 15,0 u 7,8 I'r); 3,64 (1H,
o, J = 15,0 7,8 I'm); 3,80 - 3,93 (1H, mup. c); 4,00 - 4,24 (5H, m); 6,93 (2H, 1, J = 8,3 I'm); 7,30
(1H, ¢); 7,31 (2H, n); 7,67 (1H, o, J = 8,3 I'); 8,11 (1H, n, J = 8,3 I'm); 8,23 (1H, ¢); 9,12 - 9,30
(3H); 9,45 (2H, ¢); 9,43 (2H, ¢); 9,74- 9,94 (1H, wup. c).

WnnroctpatuBubiii npumep 30. Dtun  (-)-3-(5-amuaunobenso[b] tuen-2- wn)-2-[4-[((2S)-2-
MUPPOITHIUHII )METOKCH | (PeHHII | TPONMOHATA JUTHAPOXIOPU (TBEPIOE BEIIECTBO).

H-IMP (IMCO-dg) §: 1,09 3H, 1, =7,3Tm); 1,72 (1H, 1. xB., J = 12,11 8,3 T'm); 1,82 - 2,03
(2H, m); 2,06 - 2,16 (1H, m); 3,12 - 3,27 (2H, mwup. ¢); 3,39 (1H, ax, J = 15,0 u 7,8 I'mm); 3,64 (1H,
an, J =150 u 7,8 I'm); 3,80 - 3,93 (1H, mmp. c); 4,00 - 4,24 (5H, m); 6,93 2H, n, J =8,8 ', 2 «
AH); 7,30 (1H, ¢); 7,31 (2H, n, J = 8,8 I'n); 7,67 (1H, nn, J = 8,3 u 1,5 I');8,11 (1H, a1, J = 8,3 I'n);
8,23(1 H, 1, J = 1,5 T'm); 9,10 - 9,25 (1H, mmmp. ¢); 9,21 (2H, ¢); 9,43 (2H, c¢); 9,74- 9,84 (1H, wmmp.
c).

WnmrocTpaTHBHBII npuMep 31. Ortun (+)-3-(7-amununO-2-HadTIN)-2-[4-[(4-
MUTIEPUINHIII)OKCO | -(heHIIT | MPOTMOHATA JUTHAPOXJIOPU L (TBEPIOE BEIIECTBO).

H-IMP (IMCO-dg) 6: 1,01 (3H, 1, J = 7,1 T'y); 1,75 - 1,85 (2H, m); 2,05- 2,15 (2H, m); 3,0- 3,1
(2H, m); 3,1 - 3,2 (3H, m); 3,9 - 4,0 (2H, m); 4,0 - 4,1 (1H, wwmp. ¢); 4,1 - 4,2 (1H, m); 4,61 (1H, wmup.
¢); 6,95 2H, n, J = 8,8 T'm); 7,29 (2H, n, J = 8,8 I'm); 7,61 (1H, x, J = 8,3 'm); 7,78 (1H, n, J = 8,3
I'm); 7,84 (1H, ¢); 7,95 (1H, n, J =8,3 I'n); 8,07 (1H, n, J = 8,8 I'n); 8,38 (1H, ¢); 8,9 - 9,1 (2H, mmmp.
¢); 9,20 (2H, mup. ¢); 9,49 (2H, mwup. c).

WnmtoctpatuBHblid mpumep 32. Dtui (-)-3-(7-amuauno-2-Hadtun)-2-[4-[(4- nunepuanHI)OKCH]
-(eHuIT| MponruoHaTa TUTHAPOXJIOPH (TBEPIO€ BEIIECTBO).

H-IMP (IMCO-ds) 6: 1,01 (3H, T, J = 7,1 I'm); 1,75 - 1,80 (2H, m), 2,05 - 2,15 (2H, m); 3,0 -
3,1 (2H, m); 3,1 - 3,3 (3H, m); 3,50 - 3,60 (1H, m); 3,65 - 3,75 (2H, m); 3,9 - 4,0 (2H, m); 4,0 - 4,1
(1H, mmp. ¢); 4,1 - 4,2 (1H, m); 4,61 (1H, mmp. ¢); 6,95 (2H, o, J = 8,3 I'n); 7,29 (2H, 1, J = 8,3 '),
7,61 (1H, n,J=8,8T'n); 7,78 (1H, n, J = 8,3 I'm); 7,84 (1H, ¢); 7,95 (1H, x, J = 8,3 I'm); 8,07 (1H, &,
J=8,8Tm); 8,39 (1H, ¢); 8,9 - 9,1 (2H, mmwp. c); 9,23 (2H, mwup. ¢); 9,50 (2H, mmp. ¢).

WmmroctpatuBubiid npumep 33. Ot (+)-2-[4-[((3S)-1-anetumuionn-3- TUPPOITUANHILIT)OKCH |
denmn] -3- (7-amuanHO-2-Ha T IPOIMOHATA JUTHIPOXIOPHI.

B 1,000 mn sranona pactBopstii 105,3 r atun (+)-3-(7-amuamno-2- wadTn)-2-[4-[((3S)-3-
OUPPOJIMIUHKUI)OKCH| (QEeHWI| TpomnmuoHaTa JAWTHApoXJopuaa. l[lepemenivBas NPy KOMHATHOM
TeMIieparype, MOJIy4YeHHBIH TakMM 00pa3oM pacTBOp cMemmBaaun ¢ 51,5 T sTHianerumugata
rugpoxyiopuaa. [lepememuBas W OXJIaX7as JbIOM, K BBIIICYKAa3aHHOMY pacTBOPY MO Karuie
nobasisn 89 MIT TpUATHIIAMHHA, TIOJJICPKMBasi TIPH BHYTpeHHEW Temmepatrype oT 3 - 5° C, u
nepeMenMBaIn B TedeHue 2,5 dacos, momuepkuBas npu Temmepatype 5° C wmmm Huke. [locie
OTTOHKHA PAcCTBOPUTEINIA TMPH TOHMKEHHOM JaBICHHWM M HHU3KOW TeMIeparype, MOaydYeHHBIH
PEaKIMOHHBIN pacTBOp MOBOAWIN 10 3HaueHUs pH 4-5 pa30OaBieHHON CONSHON KHUCIOTOM, 3aTeM
NPOJIOJDKAIA  JUCTWUISIMIO TPU  TOHW)KCHHOM  JABJICHUHM JIUISL  yJAJICHUS PAaCTBOPHUTEIIS.



[Tomy4yeHHBIN OCTATOK OYHINAIMA C TOMOIIBIO KOJIOHOYHOM XpoMarorpaduu C HMCIOJb30BaHUEM
KOJIOHKH, YIAaKOBAHHON BBICOKOIIOPHUCTHIM IOJIMMEPOM (CHHTETUYCCKUI aJCOpOCHT; MOIMMEp
crupoia-nguBuHIIOeH30ma Diaion HP-20) u B kadecTBe 3JIIOCHTA HCIOJIB30BAIU CMECh BOJBI U
aneronutpuia. I[lociae 3Toro, smowpoBaHHBIE (PAKIUK COOMpANM, CMEIIMBAIA C HEOOIBIINM
KOJINYECTBOM Pa30aBICHHON COJISIHOM KHCIOTHI, a 3aTeM KOHIICHTPHPOBAIH JlocyXa. B pesynbraTe
aToil mponeaypbl moiydanu 110,1 r memeBoro coeauHeHUs B BHUAEC OECIBETHOTO TBEPIOTO
BEIIIECTBA.

H-IMP (IMCO-ds) & : 1,02 (3H, m); 2,10 - 2,35 (2H, m); 2,26 (1,5H, ¢); 2,30 (1,5H, c); 3,19
(1H, m); 3,40 - 3,85 (5H, m); 3,90 - 4,05 (2H, m); 4,05 - 4,15 (1H, m); 5,13 (0,5H, mmp. c); 5,20
(0,5H, mmp. ¢); 6,90 - 6,97 (2H, m); 7,32 (2H, m); 7,61 (1H, n, J = 8,3 I'n); 7,80 (1H, nn, J = 8,3 u
1,5 T'm); 7,84 (1H, c); 7,96 (1H, n. J = 8,3 I'n); 8,08 (1H, 1, J = 8,3 I'm); 8,43 (1H, c); 8,52 (0,5H,
ump. c); 8,61 (0,5H, mup c); 9,28 - 9,40 (3H, mwwup. ¢); 9,50 - 9,60 (2H, mup. c).

[Tocnenyromme coeAMHEHUST WILTIOCTPATUBHBIX NMPUMEpoB 34 - 38 mosrydanu B COOTBETCTBHH C
IPOIIEeTypOid, OTMCAHHON B MILTIOCTPATHBHOM TpuMepe 33.

WimtoctpatuBubiid npumep 34. Dtun (-)-2-[4-[((3S)-1-aueTnMugonn-3- mUPPOIUAUHIII)OKCH ]
dennn| -3- (7-amuauHO-2-HAP T )IPONMOHATA JUTHIPOXJIOPHUL (TBEPIOE BEIIECTBO).

H-IMP (IMCO-ds) &: 1,02 (3H, m); 2,10 - 2,35 (2H, m); 2,26 (1,5H, ¢); 2,30 (1.5H, c); 3,19
(1H, m); 3,40 - 3,85 (5H, m); 3,90 - 4,05 (2H, m); 4,05 - 4,15 (1H, m); 5,13 (0,5H, mmp. c); 5,20
(0,5H, mmwp. c); 6,90 - 6,97 (2H, m); 7,32 (2H, m); 7,61 (1H, 1, J = 8,3 T'm); 7,80 (1H, on, J=8,3 u
1,5 T'm); 7,84 (1H, ¢); 7,96 (1H, n, J = 8,3 I'n); 8,08 (1H, 1, J = 8,3 I'm); 8,42 (1H, c); 8,52 (0,5H,
ump. c); 8,61 (0,5H, mup. ¢); 9,28 - 9,40 (3H, umwmp. c); 9,50 - 9,60 (2H, mwmp. c).

WnmrocTpaTHBHBII npuMep 35. Ot (+)-2-[4-[((2S)-1-aueTumumonn-3-
OUppOTUANHII)METOKCH| herm] -3- (5-aMmuanHoOeH30[b] THEH-2-1iT)IponHoHaTa TUTHAPOXIOPH/T
(TBepaOe BEIIECTBO).

H-IMP (IMCO-ds) 5 : 1,09 (3H, T, J = 7,3 I'm); 1,95 - 2,60 (4H, m); 2,26 (1H, c); 2,47 (2H, ¢);
3,30 - 3,70 (4H, m); 3,90 - 4,10 (5H, m); 4,40 - 4,60 (1H, m); 6,85 - 6,95 (2H, m); 7,28 - 7,33 (3H,
m); 7,67 (1H, n, J = 8,3 I'm); 8,11 (1H, x, J = 8,3 I'n); 8,23 (1H, c); 8,54 (2/3H, c); 8,69 (1/3H, c);
9,23 (2H, c); 9,35 - 9,50 (3H, m).

WnmrocTpaTHBHBII npuMep 36. Ortun (-)-2-[4-[((2S)-1-aneTumu gom-3-
nUPPOTUINHII)METOKCH| (hern] -3-(5-amuauHo0eH30[ D] THeH-2-11) mponuoHaTa TUTHAPOXIOPUST
(TBepaOe BEIIECTRO).

H-IMP (IMCO-ds) §: 1,09 (3H, T, J = 7,3 I'm); 1,95 - 2,60 (4H, m); 2,26 (1H, c); 2,47 (2H, ¢);
3,30 - 3,70 (4H, m); 3,90 - 4,10 (5H, m); 4,40 - 4,60 (1H, m); 6,85 - 6,95 (2H, m); 7,28 - 7,33 (3H,
Mm); 7,67 (1H, o, J = 8,3 T'm); 8,10 (1H, n, J = 8,3 I'); 8,23 (1H, c); 8,51 (2/3H, ¢); 8,66 (1/3H, c);
9,16 (2H, c); 9,30 - 9,48 (3H, m).

WnnroctpatuBublit npumep 37 Otuin (+)-2-[4-[(1-auetumumonn-4- nmunepuauHuI)okcHu | Gennn| -
3-(7-amuauHO-2-HAQ THII)TPOITHOHATA JUTHAPOXJIOPHU/ (TBEPIOE BEIIECTBO).

H-IMP (IMCO-ds) ¢ ; 1,01(3H, 1, J = 6,9 I'm); 1,65 - 1,80 (2H, m); 2,0 - 2,1 (2H, m); 2,30 (3H,
¢); 3,1 - 3,2 (1H, m); 3,2 - 3,8 (5H, m); 3,9 - 4,0 (2H, m); 4,0 - 4,1 (1H, mmwmp. c); 4,67 (1H, mwup c);
6,95 (2H, n, J=8,8 I'm); 7,30 (2H, n, J = 8,8 T'm); 7,61 (1H, 1, J =8,3I'm); 7,78 - 7,84 (1H, m); 7,84
(1H, ¢); 7,95 (1H, n, J = 8,3 I'mm); 8,08 (1H, 1, J = 8,3 I'mm); '8,40 (1H, ¢); 8,80- 9,55 (6H).



WnnroctpatuBubiit mpumep 38. Dt (-)-2-[4-[(1-aneTuMuaoni-4- mUnepuanHmI)-oKcH | penn]-
3- (7-amMuauHO-2-Ha THI)IPONMOHATA JUTHIPOXIOPH (TBEPI0E BEIIECTBO)

[a]p = -67,69° (c= 0,585, H20)

WnntoctpatuBubiit  npumep  39.  (+)-2-[4-[((3S)-1-Auetumuionn-3- MUPPOTUIAUHII)-OKCH |
¢dennn| -3- (7-aMmuIUHO-2-HAPTUIT)IPONTMOHOBOMN KUCIOTHI JJUTHIIPOXIOPHI.

[Tpu moamep:kuBaHUKM BHYTpPeHHEH TemmepaTypsl npu -5°C wiau Hmxke, 110,1 r stun (+)-2-[4-
[((3S)-1-anerumumonn-3-mupponuauauin)okcu| ¢denwmn] -3-(7- amuauHO-2-HAGTHI)IPOITHOHATA
muruapoxiopuaa pactBopsuir B 3 300 M1 KOHIIEHTPUPOBAHHOHN COJISTHOW KHCJIOTBI, @ IMOJTy4YeHHBIN
pacTtBop ocrtaBisuin eme Ha 232 vaca mpu 5° C. IlomydeHHBIM pEakIMOHHBIA pPacTBOP
KOHI[CHTPUPOBAIIM IyTEeM OTTOHKU COJISHOH KHCIOTHI M BOJbI TpPH TOHIKEHHOM JaBIICHUU.
[TommydeHHBI OCTATOK OYMINAIM C TIOMOIIbI0 KOJOHOYHOH XxpomaTtorpaduu, Ha KOJIOHKE,
HAIOJTHEHHOW CHHTETHYECKUM aJICOPOSHTOM THIIa BBICOKOIIOPUCTOTO MOIMMeEpa (TIOUMEp CTHpOJIa-
nuBuHWIIOeH30ma Diaion HP-20), smioupyst cMecblo BOabl M aneroHuTpwia. [locie 3roro,
AJIFOMPOBAHHBIC (PPAKIIUK COOUPAITH, CMEIIMBAIHN C HEOOJBIIMM KOJUYECTBOM COJITHOM KUCIIOTHI, U
3aTeM KOHIICHTPUPOBaIM Jocyxa. B pesynbrate 3T0i mporenypsl, nomydann 103,6 r meneBoro
COCIMHEHUS B BHJIC CBETJIO-)KEITOTO TBEPIOTO BEIIECTBA.

H-IMP (IMCO-ds) 6: 2,10- 2,4 (2H, m); 2,28 (1,5H, c); 2,31 (1,5H, c); 3,10- 3,30 (1H, m);
3,40- 4,10 (6H, ¢); 5,14 (0,51-1, mwup. c¢); 5,20 (0,51-1, mup. c); 6,90 - 7,00 (2H, m); 7,35 - 7,40 (2H,
m); 7,60 (1H, x, J = 8,3 I'm); 7,80 (1H, o, J = 8,3 I'y); 7,84(1 H, ¢); 7,94 (1H, n, J = 8,3 I'r); 8,06
(1H, o, J = 8,3 I'm); 8,42 (1H, c); 8,55 (0,5H, mwup. ¢); 8,65 (0,5H, mmup. c); 9,30- 9,70 (5H).

KXBP: Kononka: nurang-oOMeHHOro tuma ¢ D-neHuImimaMuHOM B KadecTBE ONTHYECKH
aktuBHoro 1iearpa (SUMICHIPA OA-5000, 4,6 @ « 150 mm, Sumika Analisis Center

PactBoputens: 2 MM BOJHOTO pacTBopa cyib(arta meau: areToHuTpt = 85: 15 (06. /006.)

CxopocTts ntoToka: 1 mi/mMun

Kononounas temneparypa: 60° C

Bpewms ynepxxanus: 43,60 MUHYT

[Tocnenyroiue coennHEHUsT WIUTIOCTPATUBHBIX npuMepoB 40 - 44 momydann B COOTBETCTBUHU C
MPOLEAYPOM, OIMCAHHOW B UJLTIOCTPATUBHOM npumepe 39.

WmroctpatuBabiii npumep 40. (-)-2-[4-[((3S)-1-Auetrnmuaon-3- TUPPOIHIUHII)OKCH | HeHMI]
-3-(7-amMuaMHO-2-HA( TUIT ) IPOMTHOHOBOW KUCIOTHI IUTHIAPOXIOPH (TBEPAOE BEIIECTBO).

H-IMP (IMCO-dg) 6 : 2,05 - 2,4 (2H, m); 2,28 (1,5H, ¢); 2,31 (1,5H, ¢); 3,10- 3,30 (1H, m);
3,40 - 4,10 (6H, m); 5,13 (0,5H, mmp. ¢); 5,20 (0,5H, mmp. c); 6,90 - 7,00 (2H, m); 3,5 - 7,40 (2H,
m); 7,60 (1H, x, J = 8,3 I'm); 7,81 (1H, o, J = 8,3 I'y); 7,84 (1H, ¢); 7,94 (1H, 1, J = 8,3 I'm); 8,06
(1H, n, J=8,3 T'm); 8,42 (1H, ¢); 8,55 (0,5H, mwup. c.); 8,64 (0,5H, /up. c.); 9,30- 9,70 (5H).

KXBP: Kononka: murang-oOMeHHOro Tuma ¢ D-meHumuimaMuHOM B KadeCTBE ONTHYECKH
axtuBHoro 1earpa (SUMICHIPA OA-5000, 4,6 @ x 150 mm, Sumika Analisis Center)

PactBopuTens: 2 MM BosHOTO pacTBOpa cynbdara Meau: aeToHuTpui = 85: 15 (06. /006.)

CkopocTb nmotoka: 1 mii/MuH

Kononounas temneparypa: 60° C

Bpewms ynepxxuanwusi: 38, 14 MuHyT.



WnnroctpatuBubiit npumep 41, (+)-2-[4-[((2S)-1-AnetuMuaoni-2- THPPOIHAMHNAT)METOKCH |
denmn] -3-(5-amuauHoOeH30[D] THEH-2-MT) TPONMOHOBON KHUCIOTHI JUTHAPOXJIOPUA (TBEPIOE
BEIIIECTBO).

'H-AMP (IMCO-dg) 6: 1,95- 2,60 (4 H, m); 2,25 (1H, ¢); 2,44 (2H, c); 3,15 - 3,80 (5H, m); 4,40
- 4,60 (1H, m); 6,83 - 6,95 (2H, m); 7,26 (1H, ¢); 7,32 (2H, n, J = 8,8 'n); 7,61 (1H, o, J = 8,5 'm);
8,04 (1H, n,J = 8,50 I'ry); 8,21 (1H, ¢); 8,40 - 10,90 (6H).

WnntoctpatuBnbiit npumep 42. (-)-2-[4-[((2S)-1-AuetuMuaonin-2- MUPPOTUIAUHUIT)METOKCH |
benmn] -3-(5-amuauHoOeH30[D] THEH-2-MT) TPONHMOHOBON KHCIOTHI JUTHAPOXJIOPUA (TBEPIOE
BEIIIECTBO).

'H-AMP (IMCO-dg) 6: 1,95 - 2,60 (4H, m); 2,25 (1H, c); 2,44 (2H, c); 3,15 - 3,75 (4H, m); 3,82
(1H, T, J = 7,5 T); 4,40 - 4,60 (1H, m); 6,83 - 6,95 (2H, m); 7,27 (1H, m); 7,31 (2H, 1, J = 8,8 I'n);
7,64 (1H, n, J =8,8 I'm); 8,06 (1H, 1, J = 8,8 I'm); 8,21 (1H,c);8,40- 10,40 (6H).

WnnroctpatuBHelil npumep 43. (+)-2-[4-[(1-Auetumugoni-4- nunepuanuun)okcu| dherwn] -3-(7-
aMUJIMHO-2-Ha( THIT)TPOITMOHOBOM KHUCIOTHI JUTHAPOXJIOPUT (TBEPIOE BEIIESCTBO).

H-IMP (IMCO-ds) ¢: 1,65 - 1,80 (2H, m); 1,95 - 2,05 (2H, m); 2,31 (3H, c); 3,1 - 3,2 (1H, m);
3,3-3,9 (5H, m); 3,95 - 4,05 (1H, m); 4,66 (1H, mmwp. c. ); 6,95 (2H, n, J =8,8 I'n); 7,29 (2H, 1, J =
8,3 I'm); 7,60 (IH, o, J = 8,8 I'n); 7,81 (1H, n, J = 8,8 I'nn); 7,84 (1H, ¢); 7,95 (1H, n, J = 8,8 I'n);
8,07 (1H, n, J = 8,8 I'm); 8,43 (1H, c); 8,80 - 9,65 (6H).

WntoctpatuBusbiii npumep 44. (-)-2-[4-[(1-Auetumunonn-4- nunepuauami)okcu| dpenmn| -3-(7-
aMHJITHO-2-HaQTHI)IPOTUOHOBON KUCIIOTHI TUTUAPOXIOPU] (TBEPIOE BEIIECTBO).

H-IMP (IMCO-ds) ¢ : 1,65 - 1,80 (2H, m); 2,00 - 2,10 (2H, m); 2,30 (3H, c); 3,1 - 3,2 (1H, m);
3,3 - 3,85 (5H, m); 3,95 - 4,05 (1H, m); 4,66 (1H, m); 6,95 (2H, 1, J = 8,8 I'n); 7,30 (2H, 1, J = 8,8
I'm); 7,61 (1H, o, J = 8,8 I'm); 7,78 (1H, 1, J = 8,8 I'n); 7,85 (1H, ¢); 7,95 (1H, 1, J = 8,8 I'ny); 8,08
(1H, n, J = 8,8 I'm); 8,40 (1H, c); 8,60 - 9,65 (6H).

WmmroctpatuBHblid ipumep 45. (+)-2-[4-[((3S)-1-Auetrumuaomi-3- TUPPOTUANHIII)OKCH| (HeHNMIT]
-3-(7-amuaHO-2-HAQTHIT)IPONTMOHOBOW KHCIIOTHI THAPOXJIOPH/IA IEHTATHIPAT.

102,6 r (+)-2-[4-[((3S)-1-aneTumumonn-3-nmupponuauuun)okcu] ¢enmn]| -3- (7-amuguHO-2-
Ha(TUI)IPOMTMOHOBOMH  KHMCIOTHl  auruapoxiopuna pactBopsiiu B 1000 ma  Boxel.  Ilpu
NepeMeIIMBaHNH, TIOJYYCHHBIH TakuM o0Opa3oM pacTBOp JoBoaAwiIM 10 3HaueHus pH 4.8,
MIOCTETNICHHO J00aBJIsisi BRICOKOOCHOBHYIO MOHHO-0OMeHHYyr0 cmonry OH-tuna (Amberlite 1A-410).
[Tocne sToro cMmoiny yaansiav myTeM (QUIbTPAaLUH, a MOJTYYEHHBIH (QUIBTPAT KOHLEHTPUPOBAIH
nocyxa. Takum oOpazom mosydeHHbIH octatok (94,6 r) pactBopsuiin B 142 M1 BOIBI, U PacTBOp
cmemmBany ¢ 1570 mi aTaHONa, M IepeMeIIMBaIIM TPU KOMHATHOM Temneparype B TedeHue 1 gaca.
[Tocrne ynaneHuss KpUCTAUIOB MyTeM (DUIBTpaliu, B MOJYYEHHBI MAaTOYHBIA pacTBOpP BHOCHIIH
3aTpaBOYHble KpucTaiwisl W nepemenmBanu npu 8° C B teuenue 40 wacos. [locnme storo,
OCQXJICHHBIC TaKUM O0pa30M KPHUCTAJUIBI COOMpANN IyTeM BaKyyMHOW (DMIIBTpAIMd, MTPOMBIBAIIH
ATAHOJIOM, a 3aT€M BBICYIIMBAIM BO3AYXOM B Te€4eHHE 6,5 4acOoB MpH HOPMAaIbHOM JIaBICHUU H
OTHOCHUTENbHOW BiaxkHOCTH OT 60 mo 70%. B pesymprare 3TO# mponemypsl, nomydamn 70,3 T
IIEJIEBOTO COCTMHEHNUS B BUIE OECIIBETHBIX MTPU3MOOOPA3HBIX KPUCTAJIIOB.

[a] 5'= +57,4 (C = 1000, H20) (comobunusanus npu 40° C, usmepsanu gepes 30 MHHYT HOCTIE

HarpeBaHus MPHU ITOU TeMIIepaType)



H-IMP (IMCO-ds) 6 : 2,20 — 2,35 (2H, m); 2,29 (1,5H, ¢); 2,32 (1,5H, ¢); 2,80 - 2,95 (1H, m);
3,30 - 4,00 (6H, m); 5,16 (0,5H, mmp. c); 5,22 (0,5H, mmp. ¢); 6,90 - 7,00 (2H, m); 7,45 - 7,51 (2H,
m); 7,57 (1H, n, J = 8,3 I'm); 7,66 (1H, n, J = 8,0 ['m); 7,93 (1H, n, J = 8,3 I'y); 7,97 (1H, n, J = 8,3
['m); 8,11 (1H, c); 8,68 (1H, mwup. ¢); 8,70 - 9,30 (umup. c.); 11,50- 12,20 (mwmp. c).

Onemenrtapubiii ananu3 st C26H28N4O3 « HCI » SH20:

Brruucneno: C 54,68; H 6,88: N 9,80; Cl 6,21

Haiineno: C 54,77; H 6,76: N 9,68; C1 6,42

PesynbraThl KprcTAIIOrpaUuecKOro peHTTEHOBCKOTO aHAIM3a MOATBEPIWIN, YTO MOyYeHHOE
nenesoe coeaunenue apisercs (2S)-2-[4- [((3S)-1-ameTuMumonI-3-MUPPOTHIUHII)OKCH | (heHm] -
3-(7- aMuauHO-2- HAQTHI)IPOIMUOHOBOM KHUCIOTOM.

WnnroctpatuBHbiii  npumep  46.  Metun  (+)-3-(6-amuauno-2-unmonnn)-2-[4-  [((3S)-3-
UPPOITHIUHII )OKCH | peHWIT| porMoHaTa TUTHIPOXIOPH/I.

[pu OXJIaXICHUH JIBIAOM, XJIOPOBOIOPOA 0apOOTHPOBAIM B CMECH PACTBOPHTEIICH, COCTOSIICH

u3 10 mu quxmopmerana u 20 mur meranosa. K HacklmeHHOMY TaKUM 00pa3oM pacTBOPY 100aBIISIIH
10 ma pactBopa guxjopmerana, coxaepxkamtero 450 wr (+)-((2S)-1-p-TonyoncyabhoHu-2-
nuppouauHua)MeTa 2-[4-[((3S)-1-TpeT-0yTokcukapOoHI-3-UppOoIUAUHUI)oKCH ]| enm] - 3-
(6-1tmaHO-2-MHI0JIWI)-IPOITHOHATA.
[TonyyeHHyro TakuM o0Opa3oM cMech OCTaBisiM emie Ha /2 dvaca npu 5° C. Ilocie
KOHIICHTPUPOBAHUS JIOCyXa NP MOHKECHHOM JaBJICHUH Ipu Temreparype ot 40° C wiu Hibke,
HOJTyYEHHBIH ocTaToK pactBopsuii B 20 Ml pacTBope 3rtaHosa, coaepkamem 14% (m. /00. )
aMMHUaKa, ¥ MepeMelIBaIi PU KOMHATHOW Temieparype B TeueHue 24 vacos. [locne oTroHku
pacTBOPUTEIIS, TIOTYYCHHBIH TaKUM 00pa3oM OCTaTOK IMOJABepraiu oOpamnieHHo-¢pa3zoBoii KXBP ¢
UCIIOJIb30BAHUEM KOJIOHKH, 3aIOJTHEHHON OKTaICIMIICBSI3aHHBIM CHJIMKArejIeM U JJIIOUPYS CMEChIO
BOABI M areToHuTpuia. [locie 93TOro 3aroMpoBaHHbIC (PAKIUK COOMpAU, CMEUIMBATH C
pa30aBIeHHON CONSHOM KHCIOTOW W 3aTeM KOHLEHTPUPOBAIM JAocyxa. B pesynbrare 5TOi
HPOLeTYpbl NOTyYaly 1eeBoe coequHenne (95 Mr) B BH/e TBEpOTO BEIECTBA.

H-IMP (IMCO-ds) 6 : 2,30 (2H, m); 3,30 (1H, m); 3,50 - 3,60 (5H, m); 3,70 (3H, c); 4,20 (1H,
1); 5,20 (1H, m); 6,33 (1H, c¢); 6,96 (2H, n); 7,33 (2H, n); 7,40 (1H, n); 7,64 (1H, x); 7,80 (1H, ¢);
9,30 - 9,80 (6H, ™).

WnntoctpatuBublid  nipumep  47. Mertun  (-)-3-(6-amupuno-2-ungonmn)-2-  [4-  [((3S)-3-
TUPPOITHIUHII )OKCH | (peHWIT| TponroHaTa TUTHIPOXIOPH/I.

DTO COCOMHEHHE TOJIyYald B COOTBETCTBHU C TPOIEIYpPOH, OMUCAHHONW B HMJUTIOCTPATHBHOM
npumepe 46 (TBepIoe BEIIeCTBO).

'H-SIMP (AIMCO-ds) §: 2,30 (2H, m); 3,30 (1H, ax); 3,50 - 3,60 (5H, m); 3,70 (3H, c); 4,20 (1H,
T1); 5,20 (1H, m); 6,33 (1H, c¢); 6,96 (2H, n); 7,33 (2H, n); 7,40 (1H, x); 7,64 (1H, x); 7,80 (1H, c);
9,30 - 9,80 (6H, m).

WnmroctpatuBubiid mpumep 48. (+)-3-(6-AMuanno-2-ungonmi)-2- [4-[((3S)-3- mupponuantin)-
OKCH | (peHMIT] MPONMOHOBON KUCIOTHI TUTHIPOXJIOPHU/L.

1,8 r wmerun (+)-3-(6-amuauno-2-unnonmn)-2-[4-[((3S)-3- nupponuauHmn)okcu| GeHu]
NPOMNHOHATA JUTHIPOXIOpHAa pacTBOpsuid B 60 MJI KOHIIGHTPUPOBAHHOW COJISIHOM KHCJIOTBI, H
pactBop nepemermBanu npu 5° C B TeueHue 7 qHel. [locie KOHIEHTPUPOBAHUS PEAKIIMOHHOTO
pacTBopa J0cyxa, Py MOHMKEHHOM JaBJICHUH MpH TemmepaTtype oT 50° C uiam HUXKe, MOJTydeHHBIH



OCTaTOK mojBepraiu obpameHHo-¢pazopoir KXBP ¢ ucmonb3oBaHMEM KOJOHKH, 3alOJHEHHOU
OKTaJIeINJI-CBA3aHHBIM CHJIMKAreiaeM, JSJIIOMpYs CMEChio BOJbI M areroHutpuia. Ilocie storo,
AIIIOUPOBAaHHBIC HYXKHBIE (DPAKIIMK OOBEAUHSIIN, CMEIIUBAIN C Pa30aBICHHON COJSHON KUCIOTOH, a
3aTeM KOHIEHTPHPOBAIM J0cyXa. B pesynbraTe omucaHHOM mpoueaypsl, noixydain 1,3 r meneBoro
COCIMHEHUS B BHJIC TBEPAOTO BEIIECTBA.

MK (KBr): 3600- 3300, 1730, 1680cm™

WmrocTpaTUBHBII puMep 49. (-)-3-(6-Amuauno-2-unmgonmn)-2-[4-[((3S)-3-
MUPPOJIUINHII)OKCH | (PeHUIT | MPOITMOHOBOM KUCIOTHI JUTUIPOXJIOPHUI.

OTO coelMHEHHE MOJy4Yalld B COOTBETCTBHM C MPOIEAYPOH, OMUCAHHONW B WIUIFOCTPATUBHOM
npumepe 48 (TBepaoe BEIIeCTBO)

UK (KBr): 3600 - 3300, 1730, 1680 cm™.

WmmtoctpatuBubiid  npumep  50.  3-(5-Amuauno-2-6enzodypanmin)-2-[4-[((3S)-1-meTni-3-
TUPPOTHITHII )OKCH | (peHMIT| TPOITMOHOBOW KUCIOTHI TUTHIPOXIIOPH/I.

10 r  Omun  3-(5-umano-2-6enzodypannn)-2-[4-[((3S)-1-meTrii-3-muppOTHIMHNIT)OKCH |
denun|nponuonara pactBopsiin B 70 mut atanona. PasmemuBas u oxyiaxaast JIbJIOM, B MOJTy4EHHBIH
pacTBop 0apOOTHPOBAIN XJIOPOBOJIOPOJA O YPOBHS HACHIINIEHHUS. 3aT€M HACBIIIEHHBIH PacTBOP
octapnsuii Ha 20 yacoB npu 25° C. Ilocie OTrOHKH pacTBOPUTENs, OCTATOK pacTBOpsuid B 50 M
aTaHona, cojepxkamiero 14% macc. /06. aMMuaka, U MOJy4eHHBIH pacTBOp octaBisui emie Ha 20
yacoB npu 25° C. 3areM, paCTBOPUTENb YJAISIU MMyTeEM AUCTUULSILIMUA U NOJYy4Yald B pe3ysbTare
STHI 3-(5-amuauno-2-0en30dypanun)-2[4-[((3S)-1-MeTra-3-MUPPOTUAUHIIT)OKCH | bennn|
nponuoHaT-AuruApoxIopua. TloaydenHnoe cinoxxuodgupHOe coeanHeHue pactBopsuii B 50 i 2 H.
COJISTHOM KUCJIOTBI, U HArpeBaJId ¢ 0OpaTHBIM XOJI01uIbHUKOM B TeueHue 30 MmuHyT. [locne oTronku
pacTBOpUTENs NpU TOHW)KEHHOM JaBJICHHM, NOJIYYEHHBIH OCTAaTOK IOJBEPrajii KOJOHOYHOM
xpomarorpaduu, HCIONb3Yys KOJIOHKY, 3alOJHEHHYI0O CHHTETHYECKHM aJCOpOEHTOM TuIa
BBICOKOIIOPHUCTOrO MoiuMepa (mojuMep cTuponia u auBuHmWiIOeH30ma, DiaionHP-20), u amoupys
CMEChbI0O BOJABI M aueToHuTpwia. HyxkHble (pakunu OObEIUHSIIM M IOJABEpraiu oOpalieHHO-
dazoBoii XKXBP, wucrnonbs3ys KOJOHKY, 3allOJTHEHHYIO OKTAICIMJICBSI3aHHBIM CHJIMKAareieM, |
DIIIOUPYST CMECBI0 BOABI M aneToHuTpwia. llocie 3Toro H>moMpoBaHHBIE HYXKHBIE (QpaKiuu
00BEIMHSIN, CMEIIUBAKN C pa30aBIICHHOW COJISTHOM KHCJIOTOM W KOHIICHTPUPOBAIHM Jocyxa. B
pe3ynbrare onucaHHoW mporeaypsl nomydanmu 200 Mr meneBoro COSJMHEHUS B BHUAC TBEPIOTO
BEIIIECTBA.

'H-AMP (DMCO-dg) & : 2,40-3,40 (6H, m); 2,92 (3H, m); 5,10-5,40 (1H, ump. c): 6,82 (1H, c);
7,01 2H, n,J=8,4T'n); 7,43 (2H, 1, J = 8,4 I'n): 7,82 (2H, ¢); 8,17 (1H, c); 9,34 (2H, mmp, c); 9,23
(2H, mmp. ¢).

CoenuHeHHs, TpeICTaBlIEHHbIE WUTIOCTPATUBHBIMU mHpuMepamMu 51-82, Obuin mosyueHbl B
COOTBETCTBUH C MPOIIEypOi, ONTMCAHHOM B WILTIOCTpAaTUBHOM npumepe S0.

WnmoctpatuBubiit npumep 51. 2-[4-[((3S)-1-Auermi-3-nupponuauaun)okcu] ¢ennn] -3-(5-
aMHJINHO-2-0€H30()ypaHIT) MPOITHOHOBON KUCIIOTHI TUTUIPOXIOPH (TBEPI0E BEIIECTBO)

'H-AMP (DMCO-ds) 4 : 1,90-2,38 (5H, m); 3,00-3,90 (6H, m); 4,06 (1H, 1, J = 7,2 I'n); 4,88 (1H,
mmwp. ¢), 6,67 (1H, ¢); 6,87 (2H, 1, J = 8,3 I'm); 7,29 (2H, 1, J = 8,3 I'm); 7,70 (2H, ¢); 8,08 (1H, c);
9,20 (2H, mmp, ¢); 9,41 (2H, wwmp, c.).



WnnrocTpaTUBHBIN puMep 52. 3-(5-Amuauno-2-6enzodypanni)-2-[4-[((3S)-1-
JMMETHIKApOaMOWI-3-TIUPPOIUINHII) OKCH| (EHMJI| TPOIMUOHOBOM KHUCIOTHI THUAPOXIOPH]
(TBep10€ BELIECTBO).

'H-AMP (DMCO-ds) 6: 1,84-2,20 (2H, m); 2,75 (6H, c); 3,00-3,90 (6H, m); 4,09 (1H, 1, =7,2
I'n); 4,87-5,10 (1H, mmp. ); 6,68 (1H, c); 6,87 (2H, n, J = 8,75 I'u); 7,29 (2H, n, J = 8,75 I'n); 7,70
(2H, ¢); 8,07 (1H, ¢); 9,23 (2H, mwup, ¢); 9,39 (2H, mmp, c.).

WnntoctpatuBubiii mpumep 53. 3-(5-Amuanno-2-6enzodypanun)-2-[4-(((2S)-2-nmupposauauHi-
METOKCH | (peHWIT| MPONMMOHOBOM KUCIOTHI AUTHIPOXIIOPH (TBEPIOE BEIIECTBO).

H-IMP (IMCO-ds) 6 : 1,95 (4H, mmp, ¢); 6,71 (1H, ¢); 6,97 (2H, n); 7,27 (2H, n); 7,71 (2H, ¢);
8,06 (1H, c); 9,15-9,35 (5H); 9,7 (1H).

WnnroctpatuBubiii  npumep 54, 3-(5-Amuauno-2-6enszodypanmn)-2-[4-  [(TeTparumpo-3-
bypanuin)-okcu| peHus | mponuoHOBON KUCIOTHI THAPOXIOPH (TBEPIOE BEIIECTRO).

'H-AMP (IMCO-ds) 6: 1,6-2,4 (2H, m); 3,0-3,9 (6H, m); 4,0 (1H, an); 4,8-5,1 (1H, m); 6,75
(1H, ¢); 6,9 (2H, n); 7,32 (2H); 7,77 (2H, ¢); 8,1 (1H, ¢); 9,37 (4H, n).

WmmtoctpatuBubiid  npumep 55, 3-(5-AmunnHo-3-metmin-2-6enzodypanmn)-  2-[4-[((3S)-3-
TUPPOITHIUHII )OKCH | (PeHWIT| IPOITMOHOBOW KUCIIOTHI TUTHIPOXIOPH]I (TBEPI0E BEIIECTBO)

'H-AMP (IMCO-ds) 6 : 2,06(5H, m); 5,05 (1H, mmp. ); 6,94 (2H, n); 7,22 (2H, n); 7,70 (2H, ¢);
8,08 (1H, c); 9,10-9,50 (5H, m).

WnmtoctpatuBublid  nipumep  56.  3-(5-Amwuauno-7-metokcu-2-  6enzodypannn)-2-[4-[((3S)-3-
OUPPOITHIUHII )OKCH | (PEHMIT| TPOMMOHOBOM KUCIOTHI AUTHIPOXIOPH (TBEPIOE BEIIECTBO).

H-IMP (IMCO-ds) ¢ : 1,90-2,40 (2H, m); 2,90-3,80 (6H, m); 4,03 (3H, c); 5,00-5,20 (1H, mmp.
); 6,65 (1H, ¢); 6,91 (2H, n, J = 8,3 I'); 7,31 (2H, n, J = 8,3 I'n); 7,32 (1H, c); 7,68 (1H, ¢); 9,16
(2H, wup. ); 9,40 (2H, mmp); 9,20-10,0 (2H, wrup).

WmmroctpatuBabiid ipumep 57. 3-(5-Amuanno-3-6en3odypanmn)-2-[4-[((3S)-3-mupponuanHi)-
OKCH | -(eHUJI | MPOTMOHOBON KUCJIOTHI IUTUAPOXJIOPHI (TBEPOE BEIIECTBO).

H-IMP (IMCO-ds) ¢ : .2,1 (2H, mmp. ); 3,00-4,00 (7H, m)x 5,08 (1H, mmp); 6,90 (2H, 1, ) =8
I'm); 7,30 (2H, n, J =8 I'n); 7,77 (3H); 8,22 (1H, c); 9,0- 10,00 (6H).

WmmtoctpatuBublid  nipumep 58. 5-Amununo-2-[2-[4-[((3S)-3- mupponuanHmn)okcu]| ¢GeHmn|
a1I1| -3-0eH30(ypaHKapOOHOBOM KUCIOTHI AUTHAPOXIOPHU] (TBEPIOE BEIIECTBO).

'H-AMP (AMCO-dg) ¢ : 2,07 (2H, m); 3,00-3,50 (8H), 5,05 (1H, mmup. ); 6,85 (2H, m, J = 8,0
I'n); 7,15 (1H, n, J = 8,0 I'n); 7,82 (2H, c); 8,35 (1H, ¢); 9,30 (1H,c); 9,50 (2H, mmp.).

WnntoctpatuBubiit npumep 59. 3-[2-[2-(5-AmuaunoOen3o[b] tuen-2-un stua] -4-3TOKCH-5-
[((3S)-3-mupponuauamin)okcu]| ¢GeHWT| MPONMUOHOBOW  KHCIOTHI  JTUTHAPOXJOpHI (TBepaoe
BEIIIECTRO).

'H-sIMP (IMCO-ds) §: 1,30 (3H, T, J = 7,0 I'w); 2,00-3,90 (14H, m); 4,01 (2H, k8., J = 7,0 ['n);
6,94 (1H, ¢); 6,96 (1H, ¢); 7,39 (1H, ¢); 7,79 (1H, n, J = 9,0 I';m); 8,20 (1H, x, J = 9,0 I'm); 8,37 (1H,
¢); 9,41 (2H, mmwmp.); 9,59 (2H, mmp.); 9,0 - 10,0 (2H, mwmp.).

WnmoctpatuBubiit npumep 60. 3-[2-[2-(5-Amumuno6en3o[b] Tuen-2- wn) stun]| -5-[((3S)-3-
MUPPOJIUINHIII)OKCH | (PEHUIT| MPONTHOHOBON KHUCIOTHI JUTHIPOXJIOPU (TBEPAOE BEIIECTBO).

H-IMP (IMCO-ds) 4 : 2,00 - 4,80 (14H, m); 5,08 (1H, m); 6,77 (1H, 1, J = 8,5 I'n); 6,82 (1H,
¢); 7,18 (1H, n, J = 8,5 I'm); 7,35 (1H, ¢); 7,72 (1H, n, J = 8,7 I'm); 8,16 (1H, n, J = 8,7 I'm); 8,23
(1H, ¢); 9,31 (2H, mmp.); 9,51 (2H, wwmp.); 9,3-9,8 (2H, mmp.).



WnnioctpatuBubiii  npumep 61, 4-(5-AmuaumnoGenso[b]  twen-2-un)-3-[4-  [((3S)-3-
TMUPPOIIUINHIII)-OKCH | (DEHWII| MACIISTHON KUCIOTBI JUTUIPOXIIOPU]T (TBEPAOE BEIIECTBO).

'H-AMP (JIMCO-ds) 6 : 2,00-2,30 (2H, m); 5,00-5,20 (1H, m); 6,85 (2H, n); 7,20 (1H, c); 7,25
(2H, m); 7,65 (1H, nn); 8,05 - 8,25 (2H, m);

WnmrocTpaTUBHBIN npuMep 62. 3-(5-AmunuHOoO6eH30([b] TUeH-2-1n)2-[4-[(2-
TOKCHKApPOOHWIMMUHO)- TEKCArUAPOTMHUPUMUINH-5-1I| OKCH| (DEHUJI| MPONMUOHOBOH KHUCIOTHI
JUTHIIPOXJIOPU] (TBEPAOE BELIECTBO).

H-IMP (IMCO-ds) 6: 1,27 (3H, 1, J = 7,0 I'm); 3,00-4,04 (mmp. ); 4,24 (2H, xB., J = 7,0 I'n);
4,90-5,10 (1H, mwmp); 6,99 (2H, n, J = 8,3 I'n); 7,34 (2H, n, J = 8,3 I'n); 7,39 (1H, ¢); 7,68 (1H, an, J
=9,0wu 1,8 I'n); 8,10 (1H, n, J =9,0 'm); 8,24 (1H, 1, J = 1,8 I'r); 8,98 (2H, mwmp. ); 9,23 (2H, 1mp.
); 9,44 (2H, mmp. ); 11,65 (1H, c).

WnnroctpatuBubiii  npumep 63, 3-(5-Amuamnobenso[b]  tuen-2-un)-2-[4-[(2- (umuHO-
)reKCaruapONMUPUMHIUH-5-1I] OKco| (eHMII| MPOMMOHOBOM KHCIOTHI IUTHAPOXJIOPHI (TBEpaOe
BEIIIECTBO).

H-IMP (JIMCO-ds) & : 3,20 - 4,20 (3H, m); 3,44 (2H); 4,80-5,00 (1H, mup.); 6,98 (2H, x, J =
8,31 TI'); 7,17 (2H, ¢); 7,29 (1H, ¢); 7,34 (2H, o, J = 8,31 I'u); 7,70 (1H, ax, J = 8,2 u 2,0 I'r); 8,06
(2H, ¢); 8,12 (1H, x, J = 8,2 I'); 8,25 (1H, ¢); 9,46 (2H, mmp.); 9,57 (2H, mmp.).

WmntoctpatuBubiid  npumep 64,  3-(5-AmuamnoOenso[b]  tmen-2-un)-2-  [4-  [((2S)-2-
MUPPOTUANHUIMETOKCH | PEHUIT | MPOMTMOHOBON KUCIIOTHI TUTUAPOXJIOPH (TBEPAOE BEIIECTBO).

H-IMP (JIMCO-dg) ¢ : 1,95 (4H, m); 3,00 - 4,20 (8H, m); 6,95 (2H, x, J= 8,0 I'n); 7,28 (3H);
7,70 (1H, n, J = 8,0 I'y); 8,06 (1H, 1, J = 8,0 I'); 8,23 (1H, ¢); 9,20- 9,50 (6H).

WnnmrocTpaTHBHBII npuMmep 65. 3-(5-AmuauaobenH30[b] THEH-2-1)-2-[4- [(4-
MUTIEPUINHII )OKCH | (PeHMIT| TPOTTMOHOBON KUCIOTHI JUTHAPOXIIOPUT (TBEPIOE BEIIECTBO).

'H-IMP (CDCl3 ) ¢: 1,80- 2,15 (4H, m); 3,00-3,25 (4H, m); 3,30 - 4,00 (3H, m); 4,60 - 4,70 (1H,
m); 6,97 (2H, 1, J = 8,3 I'n); 7,31 (3H, m); 7,69 (1H, xn); 8,13 (1H, 1, J = 8,8 I'y); 8,26 (1H, c); 9,31
(2H, mup.); 9,50 (2H, mmwmp.); 9,00 - 10,00 (2H, mmp.).

WnmtoctpatuBHblid ipumep 66. 3-(5-Amununo6en3o[b] tuen-2-un)-2- [4-[(2-aMuHO3THI)-OKCH]
(eHMIT| MPONMOHOBOW KUCIOTHI TUTUAPOXIOPH (TBEPAOE BEIIECTBO).

'H-AMP (IMCO-dg) 6 : 3,00 - 4,40 (7H, m); 6,93 (2H, 1, J = 8,3 T'm); 7,29 (1H, c); 7,32 (2H, 7, J
=8,3Tu); 7,67 (1H, nn, J =9,0 m 1,0 I'y); 8,20 (1H, x, J = 9,0 I'y); 8,32 (1H, ¢); 8,10 - 8,60 (3H.
wmp. ); 9,24 (2H, mmwmp.); 9,46 (2H, mmp.).

WnmtoctpatuBHblid mpumep 67. 3-(5-Amuannobenso[b] tuen-2-un) -2-[4-(2- (1-mupposuH-2-wi)-
AMHHOATOKCH | (D€HMII| TPOMTMOHOBOW KUCIOTHI AUTHIAPOXIIOPHT (TBEPAOE BEIIECTBO).

H-IMP (IMCO-ds) 6 : 1,88 - 2,30 (2H, m); 2,60 - 3,00 (2H, m); 3,00 - 4,30 (9H, m); 6,90 (2H,
n,J=28,3TIm); 7,30 (1H, ¢); 7,31 2H, n, J = 8,3 T'm); 7,70 (1H, ax, J = 8,50 u 1,00 I'm); 8,11 (1H, n,
J=8,50Tm); 8,25 (1H, ¢); 9,28 (2H, mmp. ); 9,48 (2H, mmp.); 10,00 (1H, mwup.); 10,19 (1H, mmp.).

WnroctpatuBubiii mpumep 68. 3-(5-Amununo-2-unmponun)-2-[4-[((3S) -3- nuppotuanHiT)oKCH |
(dheHus | MPOMMOHOBOM KUCIOTHI TUTHAPOXIOPH (TBEPI0€ BEIIECTRO).

H-IMP (JIMCO-ds) 6 : 2,00 - 2,35 (2H, m); 4,00 - 4,30 (1H, m); 5,00 - 5,30 (1H, mmp. ); 6,37
(1H, ¢); 7,00 (2H, n); 7,40 (2H, n): 7,60 (2H, n); 8,10 (1H, c); 11,60(1H, c).

WnmtoctpatuBubiid npumep 69. 3-(6-Amuanno-2-unnonmi)-2-[4-[((3S)-3-mupporuanHiT)okcH |
(dheHns | MPOMMOHOBOM KUCIOTHI TUTUAPOXIOPH (TBEPI0€ BEMIECTRO).



'H-AMP (IMCO-dg) 6 : 2,20 (2H, m); 3,40 (4H, m); 5,16 (1H, mup. ); 6,36 (1H, c); 7,00 (2H, n);
7,27 (2H, n); 7,36 - 7,96 (3H, m); 9,20 - 9,50 (6H, m); 11,80 (1H, c).

WnnroctpatuBubiit mpumep 70. 3-(5-Amuauno-2-unaoamn)-2-[4-[((3R) terparumpo -3-dhypanui]
OKcH | (peHmIT| MPOMMOHOBON KUCIOTHI TUAPOXIIOPH (TBEPIOE BEIIECTRO).

'H-AMP (IMCO-dg) 6: 5,00 (1H, mmp. ); 6,28 (1H, ¢); 6,82 (2H, n); 7,30 (2H, n); 7,58 (2H, n);
8,00 (1H, ¢); 9,10 (41-1); 11,8 (1H, ¢).

WimtoctpatuBasiii npumep 71. 3-(5-Amuauno-2-unnonun)-2-[4- [((3S)- Terparuapo-3-¢ypanun|
-oKcH| ()eHWII| IPONMMOHOBOU KUCIOTHI THIPOXJIOPU (TBEpAOE BEIIECTBO).

'H-AMP (IMCO-dg) 6 : 5,10 (1H, mmp. ); 6,27 (2H, c); 6,82 (2H, n); 7,29 (2H, n); 7,58 (2H, c);
8,00 (1H, ¢):9,12(4H); 11,8(1H, c).

WmtoctpatuBubiid  npumep /2. 3-(5-Amwmauno-1l-mertwn-2-unnommn)-2-[4-  [((3S)-3-
MAPPOTUANHII)-0KCH | (PEHUIT | MPOMTMOHOBOM KUCIOTHI IUTUAPOXIOPHU (TBEPOE BEIIECTBO).

H-IMP (IMCO-ds) ¢: 1,90 - 2,25 (2H, m); 3,73 (3H, ¢); 5,00 - 5,20 (1H, mmp. ); 6,40 (1H, n);
6,95 (2H, c); 7,40 (2H, n); 7,62 (2H, ¢); 8,10 (1H, ¢); 9,00 - 9,80 (6H, mup.).

WnnrocTpaTuBHBI ~ TIpUMeEp 73. 3-(6-AmuuHO-1-3THI-2-UH K0 )-2-[4- [((3S)-3-
UPPOTUINHII )-0KCH | (DEHHJI| TIPOMHOHOBOM KUCIIOTHI AUTHIPOXIOPHUT (TBEPIOE BEIIECTBO).

'H-AMP (IMCO-ds) ¢ : 1,30 (3H, T); 1,95 - 2,30 (2H, m); 5,10 (1H, m); 6,37 (1H, c); 6,92 (2H,
n); 7,30 - 7,70 (4H, m); 8,10 (1H, c); 9,30 - 9,90 (6H, mmp.).

WnnroctpatuBHbil ipumep 74. 3-(6-Amuno-1-stun-2-ungonnn)-2-[4- [((3S)- 3-nupponuaunun)-
okcu ] heHwIT] MPOMUOHOBOM KHCIOTHI JUTHAPOXIOPHU I (TBEPIOE BELIECTRO).

'H-AMP (IMCO-dg) 6: 1,31 (3H, T1); 2,00 - 4,50 (11H); 5,11 (1H, mmp. ); 6,38 (1H, c); 6,96
(2H, n, J=8,4T'n); 7,30 - 7,70 (4H, m); 8,17 (1H, ¢); 9,07 (2H, mmup.); 9,34 (2H, mup.); 9,30 - 10,00
(2H, mup.).

WnntoctpatuBHblid  ipumep 75. 3-[6-Amuauno-1-(2-xmopostuin)-2- uagomui] -2-[4-[((3S)-3-
UPPOSTUINHII )OKCH | PEHWUIT| TPOITMOHOBON KHCIOTHI TUTHAPOXIOPU (TBEPIOE BEIIECTBO).

H-IMP (JIMCO-ds) 6: 2,00 - 5,00 (13H); 5,13 (1H, mmup. ); 6,42 (1H, c); 6,97 2H, 1, J = 8,4
I'm); 7,50 - 7,70 (2H, m); 8,22 (1H, ¢); 9,13 (2H, mmp.); 9,39 (2H, mup.): 9,50 - 10,00 (2H, mup.).

WnntoctpatuBublii pumep 76. 3-[6-Amumuno-1,2,3,4-tetparuapo-2- naptun] -2-[4-[((3S)-3-
MAPPOTUANHIIT)OKCH | (PEHHIT| TPOITMOHOBOM KUCIOTHI AUTUIPOXIIOPU/T (TBEPIOE BEIIECTRO).

H-IMP (IMCO-ds) ¢ : 1,30 - 4,00 (16H, m); 5,10 (1H, m); 6,94 (2H, 1, J = 9,0 I'n); 7,20 - 7,70
(5H, m); 9,18 (2H, mup. ); 9,34 (2H, mup. ); 9,50 - 10,00 (2H, wmp.).

WmntoctpatuBublii  npumep /7. 3-[5-Amumambo-2-0enzumunazommi-2-  [4- [((3S)-3-
MAPPOTUANHIIT)OKCH | (PEHHIT| TPOITMOHOBOM KHUCIOTHI AUTUIPOXIIOPHU (TBEPIOE BEIIECTRO).

H-IMP (IMCO-ds) 6 : 1,98- 2,28 (2H, mmp.); 3,00 - 4,80 (7H, m); 5,00 - 5,20 (1H, mmp. ); 6,93
(2H, 1, J=9,0'm); 7,34 2H, n, J = 9,0 I'm); 7,91 (2H, ¢); 8,28 (1H, ¢); 9,36 (2H, mmp. ); 9,61 (2H,
mmp. ); 9,40 - 10,10 (2H, mmp.).

WnmroctpatuBubiii pumep 78. 3-(7-Amuanno-2-uadtin)-2-[4-[(3R)-3- mupposiuanHILT)OKCH ]
(eHnI1| - TPOITMOHOBOM KUCIIOTHI AUTHIPOXJIOPHU (TBEPAOE BEIIECTBO).

IH-SIMP (JIMCO-dg) 6 : 2,00 - 2,20 (2H, m); 3,00 - 4,20 (7H, m); 5,10 (1H, wmp.); 6,92 (2H, 1, J
=9,0 I'm); 7,33 2H, 1, J = 9,0 I'y); 7,50 - 8,20 (5H, m); 8,43 (1H, c); 9,39 (2H, mmwmp.); 9,60(2H,
mwp.); 9,50- 10,00 (2H, mup.).



WnnroctpatuBubiit mpumep 79. 3-(7-Amuauno-2-nadtn)-2-[4-[(4- nunepuauamn)okcu] GeHu]
MIPONMOHOBOM KUCIOTHI JTUTHAPOXIIOPUT (TBEPAOE BEILIECTBO).

'H-AMP (JIMCO-ds) 6: 1,70 - 2,20 (4H, m); 2,80 - 4,10 (7H, m); 4,50 - 4,80 (1H, m); 6,95 (2H,
n,J=8,0Tm); 7,30 (2H, n, J =8,0 I'n); 7,60 - 8,50 (6H, m); 9,35 (2H, mmp. ); 9,57 (2H, wmp. ); 9,10
- 9,80 (2H, mmp.).

WmtoctpatuBubiid npumep 80. 3-(6-AmuanHo-1-kapOokcumeTnn-2- unHmommn)-2-[4-[((3S)-3-
OUPPOTUIUHII)OKCH | PeHMIT| TPONMOHOBOM KUCIOTHI AUTHIPOXIOPH (TBEPIOE BELIECTBO).

'H-AMP (IMCO-dg) 6: 1,93 - 2,30 (2H, m); 2,80 - 3,80 (6H, m); 3,90 - 4,25 (1 H, T1); 5,00 - 5,50
(3H, mmp. c); 6,41 (1H, c); 7,00 (2H, n); 7,42 (2H, n); 7,60 - 7,90 (2H, m); 8,30 (1H, ¢); 9,10 - 10,00
(6H, mmup.).

WnnroctpatuBHbiil pumep 81. 6-Amuauno-2-[3-ruapokcu-2- [4-[((3S)-3- muppoIuInHIiI)OKCH |
¢bennn| nponui] -1-MHA0ITYKCYCHOM KUCIOThI JUTHIPOXIOPHUT (TBEPIOE BEIIECTBO).

H-IMP (IMCO-ds) 6: 1,95 - 2,20 (2H, m); 4,90 - 5,15 (3H, m); 6,20 (1H, c); 6,90 (2H, n); 7,25
(2H, n); 7,57 (2H, m); 8,20 (1H, c¢); 9,20 - 9,90 (6H, mup.)

WmtoctpatuBublid  nipumep 82. 6-Amununo-2-(2-[4-[((3S)-3-nupponuaunun) okcu| ¢eHun|
3TU| -1-MHI0T0YKCYCHOM KUCIOTHI TUTHAPOXIIOPUT (TBEPIOE BELIECTBO).

H-IMP (IMCO-ds) 6 : 1,90-2,30 (2H, m); 3,10 - 3,50 (4H, m); 4,80-5,30 (3H, mmp. ): 6,42 (1H,
¢); 6,90 (2H, n); 7,25 (2H, n); 7,60 (3H, m); 8,25 (1H, c); 9,20-10,00 (6H, tmmp.).

WnntoctpatuBubiit mpumep 83. Dtui 3-(5-amuauno6en30[b] tneH-2-un)-2- srokcukapOOHUII- 2-
[4-[((2R)-2-ntupposuanHII ) METOKCH | heHHII | TPOITMOHATA TUTUAPOXIOPHUI.

'H-IMP (JIMCO-ds) 6 : 5,00 (1H, mmp. ); 6,28 (1H, c); 6,82 (2H, x); 7,30 (2H, n); 7,58 (2H, n);
8,00 (1H, ¢); 9,10(41-1); 11,8 (1H, c).

WmmroctpatuBusiii npumep 71. 3-(5-Amuauno-2-unnonun)-2-[4- [((3S)- Terparuapo-3-bypanun|
-OKCH | peHMIT| MPOTTMOHOBOM KHUCIIOTHI TUAPOXJIOPH (TBEPIOE BEIIECTBO).

'H-AMP (IMCO-dg) 6 : 5,10 (1H, mmp. ); 6,27 (2H, c); 6,82 (2H, n); 7,29 (2H, n); 7,58 (2H, c);
8,00 (1H, ¢):9,12(4H); 11,8(1H, c).

WnmtoctpatuBublii  npumep  72.  3-(5-Amwmauno-1l-mermn-2-ungommn)-2-[4-  [((3S)-3-
OUPPOJTUINHII )-OKCH | (DeHHIT| IPOTMOHOBOM KHUCIIOTHI AUTHIPOXJIOPU (TBEPOE BELIECTBO).

'H-AMP (JIMCO-ds) §: 1,90 - 2,25 (2H, m); 3,73 (3H, ¢); 5,00 - 5,20 (1H, mmup.); 6,40 (1H, n);
6,95 (2H, c); 7,40 (2H, n); 7,62 (2H, ¢); 8,10 (1H, ¢); 9,00 - 9,80 (6H, mmp.).

WnnrocTpaTUBHBIN  TIpUMeEp 73. 3-(6-AmuauHO-1-3THI-2-UH 10k )-2-[4- [((3S)-3-
OUPPOSTUINHII )-OKCH | (DeHHIT| TPOTMOHOBOM KHUCIIOTHI AUTHIPOXIOPU (TBEPOE BELIECTBO).

IH-SIMP (IMCO-a ) §: 1,30 (3H, 1); 1,95 - 2,30 (2H, m); 5,10 (1H, m); 6,37 (1H, ¢); 6,92 (2H,
n); 7,30 - 7,70 (4H, m); 8,10 (1H, c); 9,30 - 9,90 (6H, mmp.).

WnntoctpatuBuelil npumep 74. 3-(6-Amuno-1-3twin-2-unponnn)-2-[4- [((3S)- 3-nupponuaunun)-
okcH | (heHwIT] MPONMOHOBOI KHCIIOTHI JUTHIPOXIOPU (TBEPIOE BELIECTRO).

H-IMP (IMCO-ds) 6: 1,31 (3H, 1); 2,00 - 4,50 (11H); 5,11 (1H, mmp. ); 6,38 (1H, c); 6,96
(2H, n, J=8,4T); 7,30 - 7,70 (4H, m); 8,17 (1H, c); 9,07 (2H, mup.); 9,34 (2H, mmp.); 9,30 - 10,00
(2H, mup.).

WnmtoctpatuBubiid mpumep 75. 3-[6-Amuauno-1-(2-xmopostuin)-2- uagommi] -2-[4-[((3S)-3-
MAPPOTUANHIIT)OKCH | (PEHHIT| TPOITMOHOBOM KUCIOTHI AUTHIPOXIIOPHU (TBEPIOE BEIIECTRO).



'H-AMP (IMCO-ds) 6: 2,00 - 5,00 (13H); 5,13 (1H, mmp. ); 6,42 (1H, c); 6,97 (2H, 1, J = 8,4
I'm); 7,50 - 7,70 (2H, m); 8,22 (1H, ¢); 9,13 (2H, mmwp. ); 9,39 (2H, wmmp.): 9,50 - 10,00 (2H, mup.).

WnnroctpatuBHbiii mpumep 76. 3-[6-Amuanno-1,2,3,4-terparuapo-2- nadtuia] -2-[4-[((3S)-3-
OUPPOIUIUHII)OKCH | PeHMIT| TPONMOHOBOM KUCIOTHI AUTHIPOXIOPH (TBEPIOE BEIIECTBO).

'H-AMP (IMCO-dg) 6 : 1,30 - 4,00 (16H, m); 5,10 (1H, m); 6,94 (2H, 1, J = 9,0 I'm); 7,20 - 7,70
(5H, m); 9,18 (2H, mup. ); 9,34 (2H, mup. ); 9,50 - 10,00 (2H, wmmp.).

WmtoctpatuBublid  npumep /7. 3-[5-Amumambo-2-O6enzumupazommi-2-  [4-  [((3S)-3-
OUPPOTUIUHII )OKCH | PeHMIT| TPONMOHOBOM KUCIOTHI AUTHIPOXIOPH (TBEPIOE BELIECTBO).

'H-AMP (IMCO-dg) 6 : 1,98- 2,28 (2H, mmp.); 3,00 - 4,80 (7H, m); 5,00 - 5,20 (1H, mmp. ); 6,93
(2H, 1, J =9,0 I'm); 7,34 (2H, 1, J = 9,0 I'm); 7,91 (2H, ¢); 8,28 (1H, ¢); 9,36 (2H, wwmp. ); 9,61 (2H,
mwmp. ); 9,40 - 10,10 (2H, mwmp.).

WmtoctpatuBubiid pumep 78. 3-(7-Amuanno-2-uadtin)-2-[4-[(3R)-3- mupposiuanHmI)oKcH|
(dbeHu| - MpONMMOHOBON KUCIOTHI TUTHAPOXIOPUT (TBEPIOE BEIIECTBO).

'H-AMP (IMCO-dg) 6 : 2,00 - 2,20 (2H, m); 3,00 - 4,20 (7H, m); 5,10 (1H, mmp.); 6,92 (2H, x, J
=9,0 I'm); 7,33 (2H, n, J = 9,0 I'm); 7,50 - 8,20 (5H, m); 8,43 (1H, c); 9,39 (2H, mmp.); 9,60(2H,
mmp.); 9,50- 10,00 (2H, mup.).

WnnroctpatuBHbiil pumep 79. 3-(7-Amuauno-2-nadtn)-2-[4-[(4- nunepuauamn)okcu] heru]
HPOMMOHOBOM KMCIOTHI JUTHAPOXJIOPU (TBEPAOE BEIIECTBO).

'H-AMP (JIMCO-ds) & : 1,70 - 2,20 (4H, m); 2,80 - 4,10 (7H, m); 4,50 - 4,80 (1H, m); 6,95 (2H,
n,J=8,0Tm); 7,30 (2H, 1, J =8,0 I'n); 7,60 - 8,50 (6H, m); 9,35 (2H, wmmp. ); 9,57 (2H, wmmp. ); 9,10
- 9,80 (2H, mmp.).

WnnroctpatuBubiii mpumep 80. 3-(6-AmuauHo-1-kapbokcumermin-2- uuaosmn)-2-[4-[((3S)-3-
MAPPOTUANHIIT)OKCH | (PEHHIT| TPOITMOHOBOM KUCIOTHI AUTUIPOXIIOPU/T (TBEPIOE BEIIECTRO).

H-IMP (IMCO-ds) 6 : 1,93 - 2,30 (2H, m); 2,80 - 3,80 (6H, m); 3,90 - 4,25 (1 H, T); 5,00 - 5,50
(3H, mmp. ¢); 6,41 (1H, c); 7,00 (2H, n); 7,42 (2H, n); 7,60 - 7,90 (2H, m); 8,30 (1H, c); 9,10 - 10,00
(6H, mup.).

WmmroctpatuBabiii npumep 81. 6-Amuauno-2-[3-ruapokcu-2- [4-[((3S)-3- mupponuanHimt)okcH|
dbenun | nponui| -1-MHAOTYKCYCHON KUCIOTHI TUTHAPOXJIOPH (TBEPI0€ BEIIECTBO).

H-IMP (IMCO-ds) 6: 1,95 - 2,20 (2H, m); 4,90 - 5,15 (3H, m); 6,20 (1H, c); 6,90 (2H, n); 7,25
(2H, n); 7,57 (2H, m); 8,20 (1H, ¢); 9,20 - 9,90 (6H, mmp.)

WmmtoctpatuBublid nipumep 82. 6-Amununo-2-(2-[4-[((3S)-3-nupponuaunun) okcu] ¢eHun|
9TUN| -1-MHI0MOYKCYCHOM KUCIOTHI TUTHAPOXIIOPUT (TBEPI0E BEIIECTBO).

'H-AMP (IMCO-dg) 6 : 1,90-2,30 (2H, m); 3,10 - 3,50 (4H, m); 4,80-5,30 (3H, mmp. ): 6,42 (1H,
¢); 6,90 (2H, n); 7,25 (2H, n); 7,60 (3H, m); 8,25 (1H, c); 9,20-10,00 (6H, mmp.).

WnnroctpatuBsbiid npumep 83. Dtun 3-(5-amuaunoben3o[b] tuen-2-mn)-2- sTokcukapOOHMI-2-
[4-[((2R)-2-tupponuauHmi ) MeTOKCH | (DeHHI [IPOTTMOHATA TUTHIPOXIOPH/I.

4,34 t stun 2-[4-[((2R)-1-tpeT-OyTOoKCHKAapOOHMII-2- TUppoIUAUHUIT)MeTOKCH | (enmt] -3-(5-
nrano0eH30[ b TueH-2-1i)-3ToKCUKapOOHMWIIponnonaTa  pactBopsuii = B 150 M sranona.
XmopoBogopoa OapOOTHpoOBaIM B TOJYYCHHBIM PACTBOp TPH  OXJAXKACHUU JIHIOM H
NepeMEIIMBAaHUN IO HACBIIIEHHOTO YpOBHsS. HachlleHHBIH PacTBOp OCTABISUTM MPU KOMHATHOM
TemriepaType B TeueHue 18 dacoB. Ilociie OTrOHKH pacTBOPHUTENS MPHU MOHWKEHHOM JaBJICHHH,
ocraTok pactBopsutd B 100 mur aTaHOI0BOTO pactBopa, coaepskariero 13% (M. /00. ) ammuaka, u



MIOJTYYCHHBIH pacTBOp OCTaBIsUIM emie Ha 24 4vaca. [locie OTTOHKHM pacTBOPHTEINS, MOJTyYCHHBIH
OCTaTOK  XpomarorpadupoBaid Ha  KOJOHKE C CHHTETHYECKHMM  aJCOpPOCHTOM  THUIa
BBICOKOIIOPUCTOTO MoJiMMepa (MmojauMep cTuposia u auBuHMIOeH3o0na: Diaion HP-20) u smoupys
CMEChI0 BOABI W aneroHuTpwia. OObeIUHEHHBIE HYXKHBIC (paKlIUK TOJIBEpPraid OOpaIieHo-
¢azoBoii JKXBP Ha KOJIOHKE C OKTaJeUMJI-CBA3aHHBIM CHJIMKAreseM, JJIIOUPYS CMEChIO BOIBI U
arieronuTpmwia. [lociae 3TOro 3iroMpoBaHHBIC HYXHbIE (pakiuu OOBETUHSIIN, CMEIIUBAIHA C
pa30aBICHHON COJITHOW KHCJIOTOMW M 3aTeéM KOHICHTPHPOBAIM JlocyXa. B pe3ynbrare OnuMcaHHOM
nporiexypsl noaydanu 1,0 T 1eseBoro COeqMHEHUs B BUJIE CBETIIO-XKEITOr0 TBEPAOTO BEIIECTBA.

'H-AMP (IMCO-dg) 6: 1,15 (6H, T, J = 7,0 I'm); 2,0 (4H, mmp. ); 3,00-4,00 (3H); 3,95 (2H); 4,2
(4H); 7,00 (2H, n); 7,16 (1H); 7,31 (2H, n); 7,70 (2H, nn); 8,10 (1H, n); 8,26 (1H, n); 9,20-9,60
(5H); 9,9 (1H).

WnnroctpatuBHbiii  mpumep 84,  3-5-Amuaunobenso[b]ruen-2-un-2-[4-[(2- wumumazonuH-2-
WJT)METOKCH | (PeHMIT | MPOIMMOHOBON KUCTIOTHI TUTHIPOXIOPHI.

1,6 r atun 3-(5-umanoben3o[b] THeH-2-mi)-2-3TOKCMKApOOHMI-2-[4-[(2- MuAa30NMH-2-1)-
meTokcH | (enmn]| npormonara pactBopsuid B 100 mur sTanona. Oxmaxaas JIbI0M U TIepeMenInBasi,
XJIOPOBOJOPO] 0apOOTHUPOBAIM B IOJYYCHHBIM PacTBOp JO YPOBHS HACHIMEHUs. HachIeHHBIN
pactBop ocraBisii Ha 18 dvacoB mpu 5° C. Ilociie OTrOHKM pPacTBOPHUTENS MPH TMOHMKEHHOM
JaBJICHUHU, MOTYYEHHBIH ocTaToK pacTtBopsuid B 100 M aTanonoBoro pactBopa, coaepsxaiiero 13%
(M. /06. ) amMHaKa, ¥ pacTBOP OTCTABJISUIA NP KOMHATHOW TemriiepaType emie Ha 24 gaca. [Tocie
3TOr0 pPACTBOPUTEIb OTFOHSIM 10 moiaydeHuss oHtun  3-(5-amuHoOeH3o[b]tueH-2-mn)-  2-
ITOKCUKApOOHWI-2-[4-[(2-umua3zonuH-2-1wi)MeTokcH| (eHWI]| NpoNnuoHaTa  JUTHIPOXJIOPUA.
[Tonyyennoe cioxxHO3(pUpHOE coequHEHNE pacTBOPsUIH B 50 Mi1 5 H. CONSHON KHCIOTHI, H PacTBOP
HarpeBajii ¢ 00OpaTHBIM XOJIOAMIBLHUKOM B TedeHue 1 gaca. [locne OTrOHKH pacTBOPUTEIS, OCTATOK
XpomarorpadupoBai Ha KOJOHKE C CHHTETHYECKHM aJCOpPOSHTOM THIA BBICOKOIIOPHCTOTO
nonumepa (momuMep cruposia U auBuHUIOeH30ma: Diaion HP-20) u smioupyst cMechi0 BOABI U
anieroHuTpuia. OObeAMHEHHBIE HY)XHble (pakuuu mojBepraiu obOpamieHHO-(pa3oBoit KXBP Ha
KOJIOHKE C OKTaJIeLIUJI- CBSI3aHHBIM CHUJIMKAresieM, dJII0UpYsl CMEChIO BOABI M arleToHuTpuia. [locie
3TOr0 D3JIIOMPOBAHHbIE HY)KHbIE (PAKUUU OOBEIMHSIIN, CMEIIMBAIA C pa30aBIEHHON COJSIHOM
KHCJIOTOH W 3aTeM KOHIICHTPUPOBAIH J0CyXa. B pe3ynbTare onucanHoi nporemxypsl momydanu 200
MT IEJIEBOTO COCTUHEHHUS B BUJIE CBETIIO-)KEITOTO TBEPAOTO BEIIECTBA.

'H-IMP (IMCO-de) ¢ : 3,35 (1H, mn): 3,65 (1H, an); 3,89 (4H, c); 3,99 (1H, T1); 5,07 (2H, c);
6,98 (2H, n); 7,32 (1H, ¢); 7,37 (2H, n); 7,66 (1H, n); 8,12 (1H, n); 8,21 (1H, c); 9,10 (2H); 9,39
(2H); 10,38 (2H).

[Tocneayromue COeTUHEHUS WLTIOCTPATHBHBIX MpuMepoB 85 u 86 mosydyann B COOTBETCTBHH C
IPOIIEeTypOid, OTMCAHHOM B WILTIOCTPATHBHOM TpuMepe 82.

WnmroctpaTuBHBIN npuMep 85. 3-(5-Amuauno6en3o[btuen-2-wun)-2-[4-[((3S) -3-
OUPPOSTUINHII )-THO | (PEHWIT| TPONTHOHOBOW KUCIOTHI TUTUAPOXIOPH] (TBEPIOE BEIIECTBO).

'H-AMP (IMCO-dg) 6: 1,5 - 4,5 (10H, m); 6,95 (2H, n); 7,32 (1H, ¢); 7,40 (2H, n); 7,71 (1H, n);
8,13 (1H, n); 8,28 (1H, c); 9,3 (2H, mmp. ); 9,5 (2H, mup.); 9,8 (2H, mmp.).

WnmtoctpaTuBHBIN npuMep 86. 3-(5-AmunHO-2-6eH30THA30HI )-2-[4- [((3S)-3-
OUPPOIUIUHII )-OKCH | -(eHNIT| TPOMMOHOBOM KHCIOTHI AUTHAPOXJIOPU (TBEPAOE BELIECTBO).



H-IMP (IMCO-ds) ¢ : 2,08 (2H, mup. ); 3,00 - 4,25 (7H); 5,10 (1H, mmp. ); 6,95 (2H, n); 7,34
(2H, n); 7,82 (1H, nn); 8,29 (1H, n); 8,41 (1H, x); 9,20- 9,60 (6H).

FAB MC (m/Z): 411 (M* +1).

WinroctpatuBublid npumep 87. 2-[4-((3S)-1-Auetumunoni-3-nuppoinuauHuin)okcu]| gpenun] -3-
(5-amurHO-2-0€H30(YPaHIIT ) IPOITHOHOBON KUCIOTHI IUTUIAPOXIIOPHUI.

1,1 r (3-(5-amuauno-2-6eH30¢ypanwn)-2-[4-[((3)-3-mupponuauann)okcu | GpeHu1| mponHoHOBOK
KUCIIOTHI aurujpoxiiopuaa pactBopsiin B 20 mi Boabl. [lepememmuBas u oxiaxuas jbpaoM, 1,4 r
STHIIAIICTAMUIa TUAPOXJIOPHIA MTOCTENICHHO MO0ABIISIIM K MOJYYSCHHOMY pacTBopy, mpu 3ToM pH
pacTBopa JOBOIWIM 10 3Ha4eHus 8,5 ¢ momomipio 1 H. BOAHOTO pacTBOpa THIPOKCHAA HATPUS.
[Tony4yeHHyr0 cMech niepeMemuBai 15 MUHYT, OXJIaxkas JIbJI0M, M 3aTe€M JOBOAMIM 3HaueHue pH
no 2,0 pasbaBieHHOW coyisiHOW KucCiOTOH. [locine KOHIEHTpanmuu J0cyXa MOJYYEHHOTO
PEaKIIMOHHOTO pacTBOpa OCTaTOK TOJBepraiu ooOpaiieHHO-(pa3oBoii JKXBP Ha kojoHke c
OKTaJICIIMJICBS3aHHBIM CHJIMKArejeM, JIIIOUPYsS CMEChI0 BOJABI M aneToHuTpmia. llocie 3toro,
ITIOMPOBAHHBIC HYXHBIC (Ppakiuyu 00BEIUHSIN, CMEIIUBAIU ¢ pa30aBICHHONW COJSHOW KUCIOTOW U
3aTeM KOHILIEHTPUPOBAIIM J0CyXa. B pesyiprare onucanHoi mporenyps! moaydanu 780 Mr 1eneBoro
COCIMHEHUS B BHJIC TBEPAOTO BEIIECTBA.

'H-AMP (IMCO-ds) 6 : 1,90-2,40 (5H, m); 2,90-4,30 (7H, mmp. ); 4,96 (1H, ump. ); 6,73 (1H,
¢); 6,93 2H, n, J = 8,8 I'm); 7,33 (2H, 1, J = 8,8 I'm); 7,73 (2H, ¢); 8,10 (1H, c); 8,50-8,80 (1H,
ump.); 9,33 (2H, mup.); 9,46 (3H, mmp.).

[Tocnenyromme coequHEHUS WILTIOCTPATUBHBIX MpuMepoB 88-91 Obui  moOMy4YeHbl B
COOTBETCTBHUH C MPOIIECIyPO, ONTMCAHHOM B MILTIOCTPATHBHOM mpumepe 87.

WnmoctpatuBabiii mpumep 88. 2-[4-[((3S)-1-Auetumuaoni-3- TUPPOTHIAHII)OKCH | heHm] -3-
5-amuH0GeH30[D] THEH-2-1IT)IPONHOHOBOM KUCIOTHI JUTHAPOXIOPHU (TBEPI0E BELIECTBO)

H-IMP (IMCO-ds) 6 : 2,00-2,50 (5H, m); 3,10-4,20 (7H, m); 4,96 (1H, mmp.); 6,93 2H, 1, J =
7,9 I'm); 7,29 (1H, ¢); 7,34 2H, n, J =7,9 I'n); 7,73 (1H, o, J = 8,3 I'n); 8,10 (1H, x, J = 8,3 I'm);
8,30 (1H, c); 8,50-9,30 (1H, mmp.); 9,37 (2H, mmp.); 9,54 (2H, mmp.).

WnroctpatuBuebiii ipumep 89. 2-[4[((3S)-1-Auerumunonn-3- nuppoiauauami)okcu| henmn] -3-
(5-amuanHO-2 - OEH30THA30JIMI) TPOIMHOHOBOM KHCIOTHI JUTHAPOXIOPHU (TBEPAOE BEIIECTBO).

H-IMP (IMCO-dg) §: 2,00 (2H, mmp. ); 2,26 (1,5H); 2,30 (1,5H); 3,00-4,25 (7H); 5,17 (1H,
mmp. ); 6,99 (2H, n); 7,31 (2H, n); 7,88 (1H, n); 8,25 (1H, n); 8,44 (1H, n); 8,50 (1H); 9,33 (2H,
mmp. ); 9,55 (2H, mmp.).

WnroctpatuBusiii mpumep 90. 2-[4-[((3S)-1-Auetumugoni-3- nUppoIUaANHII)oKeH | Germ] -3-
(6-amMmuMHO-1-3THII-2- HHOJKIT) IPOITUOHOBOW KUCIIOTHI TUTUAPOXIOPUT (TBEPI0E BEIIECTRO).

H-IMP (IMCO-ds) 6: 1,31 (3H, 1, J = 7,0 T'm); 2,15-2,40 (2H, m); 2,28 (1,5 H); 2,31 (1,5 H);
3,15 (1H, nn); 3,40-4,05 (SH); 4,10 (1H, T); 4,28 (2H, m); 5,16 (0,5H, wwup. ): 5,22 (0,5H, mmp. );
6,40 (1H, c); 6,97 (2H, nn); 7,40 (2H); 7,48 (1H, n, J = 8,3 I'm); 7,62 (1H, o, J = 8,3 'm); 8,13 (1H,
¢); 8,50 (0,5 H, ¢); 8,59 (0,5H, c); 8,98 (2H, ¢); 9,32 (2H, c); 9,25-9,35 (1H).

Wnmoctpatusnbiiit npumep 91. 2-[4-[((3S)-1-Anetumunoni-3- TUPPOTUIUHIII)OKCH | heHm | -3-
(7-amuauHO- 2-HAQTHI)IPOTHOHOBON KUCIIOTHI TUTHIPOXIIOPUT (TBEPI0€ BEIIECTRO).

H-IMP (IMCO-ds) 6 : 2,00-2,40 (5H, m); 2,90 - 4,10 (7H, m); 5,15 (1H, mwup. ); 6,93 (2H, 1, J
=8,0I'm); 7,33 (2H, 1, J = 8,0 I';m); 7,50 - 8,40 (6H, m); 8,50 - 8,70 (1H); 9,30 (3H, mup.); 9,55 (2H,

HImp.).



WnmoctpatuBabiii mpumep 92. 2-[4-[(2R)-1-Anetumugoni-2- THPPOTHIANHII)METOKCH | (heHuI]
-3-(5-amuanHo6eH30 [D] THEH-2- 1IT) TPOIMOHOBOI KHCIOTHI THIPOXJIOPHUI.

1,0 r atun 3-(5-amuauno6en3o0[b] TueH-2-mn)-2-3Tokcukapoonmi-2-[4-[(2R)- 2-nuppou i)
MeTOKcH | (peHmI| mponuoHara AUTHIPOXJIOpHIA pacTBOpsuid B 20 MJI 3TaHONA C MOCIEAYIOUINM
nobasnennem 0,42 T stunaneramuaara ruapoxigopuaa. K momyueHHOMY pacTBOpYy, pa3MelInBast
NpU OXJIAKICHUU JIbA0M, 100aBmsui 0,51 T TpudTHIAMHUHA, U MOJIYYEHHYIO CMECh HarpeBalid JI0
KOMHATHOW TeMIIepaTypbl M pa3MermBain B TeueHue 18 wacos. [locime OTrOHKHM pacTBOpHTEINS
nonyyand ot 2-[4-[((2R)-1-  amerumMumown-2-IMPPONMIAMH)  MeTOKcH]|  denma]  -2-
sTokcukapoormi-3-(5- amuanno-6en3o[b] tuen-2-una) mponuonara guruapoxsopuid. ITomyueHHoe
TakuM 00pa3oM CI0XKHOAPHUPHOE coennHeHne pacTBOPsUIH B 50 M1 5 H. COISIHON KHUCIOTHI, a 3aTeM
HarpeBajil ¢ OOpaTHBIM XOJOMMIBHUKOM B TedeHue 60 munyT. [locnme OTrOHKHM pacTBOpHUTEINS,
OCTaTOK XpoMaTorpadupoBaii Ha KOJOHKE, YIMaKOBAHHOW BBICOKOMOPHCTHIM IIOJMMEPOM B
Ka4eCcTBE CHHTETHYECKOro abcopOeHTa (monmMep cTuposia ¥ auBuHHIOeH30ma: Diaion HP-20),
AMIOUPYS CMEChIO BOJIBI M aneToHuTpwia. HyxHble (pakiyu oObeAMHSIM U KOHIEHTPUPOBAIH, a
MOJYYCHHBIH OCTaTOK TOABEprain oOpameHHO-()a30Boi KHUIKOW XpoMaTorpad)uu BBICOKOTO
paspemienuss (JKXBP) Ha KoJOHKE, HAINOJHCHHOW OKTAJCIMJI-CBSI3aHHBIM CHJIMKareiem, |
UCTIONB3Ysl B KAa4eCTBE DJIFOCHTA CMECh BOJBI M AllCTOHUTPHIIA. 3aTeM, HY)KHBIC JIIOUPOBAHHBIC
bpakuu OO0BEIUHSIN, CMEIIMBAIA C Pa30aBJICHHON COJSTHOW KHCIOTOH W KOHIICHTPUPOBAIH
nocyxa. B pesynbraTe ommcanHOW mponeaypsl nomydand 360 Mr 1eneBoro COeIMHEHHS B BHIIE
CBETJIO-)KEITOr0 TBEPAOTO BEIIECTBA.

H-IMP (IMCO-ds) 6: 2,00 (4H, mmup. ); 2,24 - 2,43 (3H); 3,00 - 4,00 (5H); 4,00 (2H); 4,50
(1H, mmp.); 6,90 (2H, n); 7,30 (3H); 7,70 (1H, n); 8,10 (1H, m); 8,23 (1H, c); 9,20- 9,60 (5H, m).

WiroctpatuBabiid mpumep 93. 3-(5-Amuanno6enso[b]ruen-2-wmn)-2-[4-[((3S)-1-6en3umugon-
3- TUPPOUIMHAI )OKCH | (DEHWMIT| TIPOTTHOHOBOW KUCIIOTHI TUTHIPOXIIOPH/I.

1,0 r otun 3-(5-amumaunaoGen3o[b] Ttuen-2-un)-2-[4-[((3S)- 3- NUPPONUAMHUI) OKCH]
(eHmI |IponMoHaTa TUruaApoXIopuaa pactBopsuid B 15 mi stanona. K atomy pactBopy mo0aBisiu
773 Mr oTun OeH3UMHUIATTUAPOXIOPUIA, KOTOPBIM OBUT TOMYy4YeH C TOMOIIBIO pPEaKINH
OEH30HUTPHUIIA C STAHOJIOM B MPHUCYTCTBHHU XJIOpBOAopoa. K momydyeHHOMY pacTBOpY, pa3MeIIuBast
NpY OXJIAXKIECHUH JIBJIOM, H00aBisu 631 Mr TpudTHIAMHHA, © CMECh HarpeBajil 10 KOMHATHOM
TEMIIepaTypbl, a 3aTeM pa3MmemmuBaiu B TeueHue 18 wacos. Ilocie OTroHKM pacTBOpHUTEIN,
nonyyamu ot 3-(5-amuamaoOenzo  [b]  Ttmen-  2-mn)-2-[4-[((3S)-1-Genzumumon-3-
NUPPOIUANHIIT)OKCH]| (enwmn| -mporuonata rtuapoxiopun. IlomydenHoe Takum oOpazom
CJI0KHO3(DHpHOE coerHeHue pacTBOpsuid B 60 My 3H. CONSTHON KHCTIOTHI U HarpeBaJld ¢ 0OpaTHBIM
xononwibHUKOM B TeueHne 30 muHyT. Ilocie OTroHKM pacTBOPHUTENS, OCTaTOK MOIBEPrasind
KOJIOHOYHOH Xpomarorpauu Ha KOJIOHKE, HATOJIHEHHOW CHHTETHYECKUM aJCcOPOSHTOM B BHJE
BBICOKOIIOPHUCTOTO TMoJMMepa (mojuMep crtuposia W auBuHHIOeH3oxa: Diaion HP-20), smoupys
CMEChIO BOABI M aleToOHWTpwia. HyxHble Qpakiuu OOBEAMHSUIA ¥ KOHIIEHTPHPOBAIH, a
MOJIyYeHHBIM  OcTaToK mojBepranu  oOpamieHHO-(pa3oBoir JKXBP, wucmonb3ys KOJOHKY,
HAIOJTHEHHYIO0 OKTAJCIMI- CBSI3aHHBIM CHJIMKAreJIeM, W AJIIOUPYS CMEChIO0 BOJABI M alleTOHHTPHIIA.
HyxHble smonpoBaHHble (ppakiuy 00bEAUHSIIN, CMEIINBAIIU ¢ pa30aBIeHHON COJITHON KUCIOTON 1
KOHIICHTPUPOBAIH JI0cyXa. B pe3ynbrare OmucaHHOW mpoueaypbl momydamn 350 Mr meneBoro
COEZIMHEHUS B BUJIE CBETIIO-KEITOTO TBEPIOTO BEILIECTBA.



'H-AMP (IMCO-ds) 6: 2,00 - 2,80 (2H, m); 3,00 - 3,30 (7H, m); 4,04 (0,5H, mup. ); 4,30 (0,51-
1, mmp. ); 6,80 - 7,90 (11H, m); 8,12 (1H, 1, J = 8,3 T'm); 8,30 (1H, c); 9,20 - 9,70 (6H, m).

CoenuHeHus, TPEACTABICHHBICE B WUIIOCTpAaTUBHBIX mpumepax 94 - 100, Obutk mojydeHbl B
COOTBETCTBHUH C MPOLEITYPOH, OIIMCAHHOW B HILUTIOCTPATUBHOM mprmMepe 93.

WinroctpatuBubliid npumep 94, 3-(5-Amuannobenso[b] tuen-2-un)-2-[4- [((3S)-1-H-rekcan-
UMHJIOWII-3-TIUPPOJIMAMHIIT)OKCH| (PEeHMI| NPOMMOHOBOM KHCIOTHI JTUTHAPOXJIOpUT (TBEpaoe
BEIIIECTBO).

'H-IMP (IMCO-ds) 6 : 0,80 - 0,95 (3H, m); 1,20 - 1,40 (4H, m); 1,45 - 1,70 (2H, m); 2,15 - 2,40
(2H, m); 2,45 - 2,60 (2H, m); 3,25 - 3,90 (6H, m); 3,96 (1H, 1, J = 7,5 I'n); 6,85 - 7,00 (2H, m); 7,25 -
7,40 (3H, m); 7,69 (1H, nn, J =8,3u 1,5 I'm); 8,11 (1H, 1, J = 8,3 I'm); 8,25 (1H, c); 8,58 (0,5 H, c);
8,66 (0,5H, c); 9,20 - 9,30 (3H, mmup.); 9,47 (2H, tump. ).

WnmoctpatuBaeii  npumep 95, 3-(5-AmmaunoGenso[b]  tuen-2-um)-2- [4-  [((3S)-1-
IIUKJIONPOTIAHKAPOOKCUMHU TOUJI-3-TIUPPOJIU MHIIT ) OKCH | benmn] NPOIMMMOHOBOM  KHCJIOTBI
JTUTUAPOXIOPU (TBEPIOE BEIIECTBO).

H-IMP (IMCO-ds) ¢ : 0,90 - 1,30 (3H, m); 1,80 - 4,10 (10H, m); 5,10 - 5,30 (1H, m); 6,96 (2H,
n,J=28,4Tn); 7,32 (1H, ¢); 7,36 2H, n, J =8,4 T'n); 7,71 (1H, n, J = 7,4 T'w); 8,14 (1H, n, J = 7,4
I'n); 8,29 (1H, ¢); 8,40 - 8,70 (2H, m); 9,36 (2H, wmmp. ); 9,52 (2H, mwup.).

WiroctpatuBubiii npumep 96. 2-[4-[((2S)-1-Auetumuoni-2- uppoTUIMHUI)METOKCH | heH |
-3- (5-amuauHOOCH30[ D] THEH-2-1IT) TPOITMOHOBOM KUCIIOTHI TUTUAPOXIOPU (TBEPI0E BEIIECTRO).

H-AMP (IMCO-ds) ¢: 2,05 (4H, mmp.); 2,25 - 2,43 (3H), 3,00 - 4,50 (8H); 6,95 (2H); 7,30
(3H); 7,70 (1H, m); 8,10 (1H, m); 8,25 (1H, ¢); 8,60 (1H, c); 9,20 - 9,60 (5H, m).

WmroctpatuBublid npumep 97. 2-[4-[(1-Auerumunonn-4- nunepuauHuin) okcu] ¢enwmn] -3-5-
amuHOOeH30[ D] THEH-2-1J1 MPONMMOHOBON KHCIOTHI TUTHAPOXIOPHUIL.

H-IMP (IMCO-ds) 6 : 1,65 - 2,10 (4H, m); 2,32 (3H, c); 3,20 - 4,00 (7H, m); 4,60 - 4,70 (1H,
Mm); 6,96 (2H, n, J = 8,3 I'); 7,30 (3H, m); 7,69 (1H, n, J = 8,3 I'm); 8,10 (1H, x, J = 8,3 I'm); 8,26
(1H, ¢); 8,95 (1H, ¢); 9,32 (2H, mmp. ); 9,52 (2H, wmp.).

WmroctpatuBubiid mpumep 98. 2-[4-[(1-Aunerumunonn-4- nmunepuauamin)okcu] denni] -3-(6-
aAMHIMHO -1-3TWIT-2-MHAOMI)IPOITMOHOBON KUCIOTHI TUTUAPOXIOPHI.

'H-AMP (IMCO-ds) 6: 1,30 (3H, T, J = 7,0 T'my); 1,73- 2,10 (4H, m); 2,31 (3H, c); 3,10 (1H, m);
3,30-3,30 (5H); 4,05 (1H, 1), 4,30 (2H, m); 4,70 (1H, mmp.); 6,38 (1H, ¢); 6,97 (2H, 1, J = 8,5 I'n);
7,37 2H, n, J =8,5Tu); 7,48 (1H, n, J = 8,3 I'm); 7,61 (1H, n, J = 8,3 I'm); 8,14 (1H, ¢); 8,86 (1H,
mp. ); 9,15 - 9,50 (5H, m).

Wnmoctpatuabiii  npumep  99.  3-(7-Amuauno-2-Hadtun)-2-[4-[((3S)-1- Oyranumumown-3-
MAPPOTUANHIIT)OKCH | (PEHHIT| TPOITMOHOBOM KUCIOTHI AUTHIPOXIIOPHU (TBEPIOE BEIIECTRO).

H-IMP (IMCO-ds) 6: 0,60 - 4,00 (16H); 5,00 (1H, mup.); 6,79 (2H, 1, J = 8,0 T'm); 7,21 (2H,
n,J =8,0I'm); 7,30 - 8,10 (5H, m); 8,34 (1H, c); 8,30 (1H, ¢); 8,40- 8,70 (1H); 9,00- 10,00 (5H).

WmroctpatuBubiid  nipumep 100, 3-(7-Amununo-2-nadTin)-2-[4-[((3S)-1-  Oenzomumoni-3-
MAPPOTUANHIIT)OKCH | (DEHHIT| TPOITMOHOBOM KUCIOTHI AUTUIPOXIIOPHU (TBEPIOE BEIIECTRO).

'H-AMP (IMCO-ds) 4: 2,00 - 4,10 (9H); 4,90 (0,5 H, mmp. ); 5,20 (0,5 H, mmp. ); 6,70 - 8,10
(1H, m);8,32(1H, ¢); 9,10- 9,50 (4H).

WmmroctpatuBubiid  npumep 101, 3-(5-Amununo6enso[b] Tuen-2-un)- 2-[4- [((3S)-1-(N-
METHIIaLeTUMUAO0NT )-3-MUPPOTUIUHIII| OKCH | (PeHUIT] MPONMOHOBON KUCIOTHI JUTHIPOXJIOPUT



20 r 3-(5-amuamuoOen3o[b] TueH-2-mn)-2-4-[((3S)-3- nmpponUAMHUIT)OKCH]|  (eHHI]
IPOMHOHOBOM KHUCIOTHI TUTHIPOXIIOPH] PACTBOPSUIN B cMecH, coctosimeit u3 10 mu Bogst u 10 mn
arieronuTpwia. K monydeHHOMY pacTBOpy, pasMmerinBas, nocternenHo mobasmsin 20 r st (N-
METHJI) alleTUMHIATa TUAPOXJIOPUIA, TIOITYYEHHOTO B COOTBETCTBHH C HPOILEIypOl, OMMCAHHON B
The Journal of Organic Chemistry vol. 33, pp. 1679 - 1681, 1968), noanepxuBas mpu 3trom pH
pactBopa npu 8,5 ¢ momompro 2 H. BOAHOTO PAacTBOpa THApoKcHia HaTpus. [locie oTroHkn
PacTBOPHUTENIS,, OCTATOK IMPOMBIBAIN JMXJIOPMETAHOM M TIOJIBEPrajii Xpomarorpapuu Ha KOJIOHKE,
HAIOJHEHHOW CHHTETHYECKHM aJCOPOCHTOM B BHJE BBICOKOIOPHCTOrO IoyuMepa (ToIuMep
crupona u auBuHWIOeH30ma: Diaion HP-20), ucmosnp3yst B Ka4yecTBe JIIIOCHTA CMECh BOABI U
alleTOHUTPHJIA, OCYHIECTBISISI TeM cambIM oOecconuBanue. Hyknble (pakiuy OObEeOMHAIN H
nojBepranu  oOpameHHo-¢pa3zoBoii KXBP, wucrnonb3yss KOJOHKY, HAIOJIHEHHYIO OKTaJCIHII-
CBSI3aHHBIM  CHJIMKAarejaeM. 3aTeM OJIIIOMPOBaHHBIE HYXHble (pakouu OOBEIUHSIIN |
KOHILICHTPUPOBAJIM JIOCYXa, MPOIYCKas 4epe3 CHUIbHOOCHOBHYIO MOHOOOMeHHYK cmoiny Cl-tuna
(Diaion SA-10, Nippon Rensui Co., Ltd.). B pe3ynbrare onucanHoi mporeaypsbl moaydain 370 mr
IIEJICBOTO COCMHEHHS B BUJIC TBEPOTO BELIECTBA.

'H-AMP (IMCO-dg) 6: 2,00 - 2,44 (2H, m); 2,30 (1,5 H); 2,33 (1,5 H) 2,98 (3H); 3,06 - 4,20
(7H, m); 5,00 - 5,40 (1H, mmp. ); 6,92 (2H, n, J = 8,3 I'm); 7,28 (1H, ¢); 7,33 (2H, 1, J = 8,3 T'm);
7,72 (1H, n. J = 9,0 I'm); 8,06 (1H, o, J = 9,0 I'y); 8,28 (1H, ¢); 8,8 - 9,20 (1H, mmp.); 9,23 (2H,
mmp. ¢); 9,50 (2H, mmp.).

WimroctpatuBubiid npuMep 102, 3-(5-Amuauno-2-6enzodypanun)-2- [4- [((2R)-2-amuno-1-
OyTmi)okcr| GyHWIT| IPOITMOHOBOW KUCIOTHI IUTHIPOXIIOPHI.

B 300 ma terparuapodypana pactBopsuid 1,1 r atmn 3-(5-mmano-2- 6enzodypann)-2-(4-
rugpokcudenun)nponuonata, 1,24 r (2R)-2-tper-OyTokcukapOoHua-aMuHo-1-0yTanona, u 1,72 ¢
tpudpenmidocpuna. IlomyueHnsld Takum oOpazoM pactBop cmemmBamu ¢ 1,14 r
JTUATUIIa30AMKapOOKCHIaTa U pa3MelIMBalIl MpU KOMHATHOW TemmepaType B TedeHue 18 yacos.
3atrem mnomyudeHHbIt pactBop cmemmBain ¢ 0,83 r (2R)-2- Tper-OyTokcukapOOHMIAMUHO-1-
Oyranona, 1,2 r tpudpenundochuna u 0,76 r nurTHIa30UKApOOKCHUIIATA, U TOJYUYEHHYIO CMECh
pasMelMBaJii NP KOMHATHOW TemnepaType B TeueHue 18 wacoB. Ilocie KOHLIEHTpUPOBaHUS
PEaKIIMOHHOTO PAacTBOpA JI0CYXa, OCTATOK OYMIIAIU C MIOMOIIBIO KOJIOHOYHOW Xpomarorpaduu Ha
CHITMKaresie, UCIOJb3ys B KAYeCTBE MPOSBIIIONIETO PACTBOPHUTENSI CMECh TOJYOJIa M ATHJIANETaTa, B
pesynbratre dero moaydamn 660 wmr oatun  2-[4-[((2R)-2-tper-OyTokcukapOoHUIAMHHO-1-
oytun)okcu]|  denmn]  -3-(5-umaHo-2-0eH30hypaHWI)IPOITMOHATA B  BHAC  OCCIIBETHOTO
MacISTHUCTOTO BEIECTBA.

3arem, 660 mr atun 2-[4-[((2R)-2-tpet-OyTokcukapOoHmIaMuHO- 1- Oytmin)okcu]| pernn] -3-(5-
MaHo-2-0eH30(ypaHWI)IPONHOHATa, IOJyYeHHOTO BbIle, OOpabaThiBaii M OYMINAIM B
COOTBETCTBUH C TPOLEAYpPOH, ONMMCaHHON B WJUIIOCTpaTUBHOM mpumepe 50, B pe3ysbTare 4ero
NOJTy4au /8 M LIEeIIeBOTO COeTMHEHNS B BUIE TBEP/OTO BEIIECTBA.

'H-IMP (JIMCO-ds) ¢ : 1,04 (3H, 7); 1,70 (2H); 3,0 - 4,2 (6H); 6,41 (1H, ¢); 6,99 (2H, n); 7,27
(2H, n); 7,72 (2H, ¢); 8,07 (1H, ¢); 8,3 (3H, mmwp. ); 9,34 - 9,40 (4H);

WmroctpatuBubiid npumep 103, 3-(5-Amumauno-2-6enzodypanmn)-2- [4- [((2S)-2-amuno-1-
OyTuin)okcH| heHUI | MPOMUOHOBOM KUCIOTHI TUTUIPOXIOPHUIL.



[ToBTOpsuIM TMpoIeaypy, ONMMCAHHYIO B WLTFOCTpaTHBHOM TIpuMmepe 102, 3a MCKITIOUEHHEM TOTO,
yro BMecTo (2R)-2-Tper-OyTokcukapOoHMIaMUHO-1-OyTaHona — wucnonb3oBamu  (2S)-2-Tpert-
OyTOKCHUKapOOHMIAMHUHO-1-0yTaHOM, B pe3yiabTaTe 4ero moiaydann 620 Mr meneBoro coeIMHeHUs B
BUJIE TBEPJIOTO BEIIECTRA.

'H-AMP (JIMCO-ds) ¢: 1,04 (3H, T); 1,70 (2H); 3,0 - 4,2 (6H); 6,68 (1H, c); 6,96 (2H, n); 7,24
(2H, n); 7,70 (2H, ¢); 8,05 (1H, ¢); 8,4 (3H, mmp. ); 9,40 (4H, wmup.).

Wnmoctpatushbiii npumep 104. 3-[4-[((3S)-1-AuetuMugoni-3- THPPOTUINHII ] OKCH | peHM] -
4-(5-amuauHOOeH30[ D] THEH-2-1T)MACISIHON KUCIOTHI JUTHAPOXIOPHU/I.

1 M TmoHMIXJIOpUIA 1O Karuie jgo0aBmsu K 50 mut atanona. K atomy pactBopy, pasmeniuBas
npu KOMHaTHOM Temneparype, nooasmsum 1,0 T 4-(5- amuaunobenso[b] tuen-2-un)-3-[4-[((3S)-3-
NUPPOIUIUHII)OKCH|  (EeHMII| MacisHOW  KHCJIOTHI  JUTHAPOXJIOPUAA, C  TOCIETYIONUM
HarpeBaHueM ¢ OOpaTHbIM XOJOAMJIBHHKOM B TeueHue 1 waca. [locie oxyaxneHus H
MOCIICAYIOMIETO yIaJICHHS PACTBOPUTEIISI ITyTEM JAUCTUIUISIIAY, TTOJTyICHHBIA pEaKIIMOHHBIA PacTBOP
TIIATEILHO OCYIIAJIM IPH MOHMKCHHOM JaBJICHHHM, B pe3ysbraTe dero mnoiydamd stun 4-(5-
amuauHoOeH30[b]  Ttwen-2-un)-3-  [4-  [((3S)-3-mupponmuauumin)okcu|  deHma]  OyTupar-
muruapoxiopu. [lomydeHHOE TakMM 00pa3oM CIOXHOAPHUPHOE coequHeHne pacTBopsuid B 20 M
TeTparuapodypana. PasMernmBas npu OXJIXKICHHH JIbIOM, TOJTYYCHHBI PAacTBOP CMEIIMBAIH C
TPUATHIIAMHHOM, a 3aTeM ¢ 360 Mr 3THjaneTaMUIaTTUAPOXJIOPUIA, H 3Ty CMECh pa3MEIIUBAIU B
teueHue 1 uvaca. [locie OTTOHKM PAacTBOPUTENS, MOJYYEHHBIH OCTAaTOK XpoMarorpadupoBaid Ha
KOJIOHKE, HAIOJHCHHON CHHTETHYECKUM aJICOPOCHTOM B BHUJE BBICOKOIOPUCTOTO TOJIMMEPA
(mosmmep ctuposia U auBuHMWIOEH304a: Diaion HP-20), saroupyst cMechio BOABI M alleTOHUTPHIIA.
Hyxuble ¢pakmum coOupanu U KOHIEHTPUPOBAIU J0CyXa, a OCTaToK pacTBopsuii B 50 mi 2 H.
COJITHOM KHCJIOTHI M HArpeBaJM ¢ OOpaTHBIM XOJOTWIBHHKOM B TedeHue 1 vaca. [Tociie oTroHkm
pPacTBOPHUTEINSI, OCTaTOK XpomarorpadupoBayd Ha KOJOHKE, HAIOJIHCHHON CHHTCTHYECKUM
a7icOpOEHTOM B BHUJIE BBICOKOTIOPUCTOTO MOJMMepa (MOJUMEp CTHPOJa U TuBHHMIOeH301a: Diaion
HP-20), wucrmonb3yss B KadecTBEe O3JIOCHTAa CMeCh BOJBI W alleTOHUTpuia. HykHble (pakiuu
o0BeANHSIIM U ToJBeprain obpamieHHO-(ha3oBoi JXXBP Ha KoJOHKe, HAMOIHEHHOW OKTaeIHI-
CBSI3aHHBIM CHJIMKAreJeM, dIIOUPYsI CMEChIO BOJABI U aneToHUTpuiaa. [locne 3Toro saroupoBaHHbIE
HY)XKHble (pakuuu OOBEIUHSIM, CMEMIMBAIM C pa30aBIEHHON COJIIHOM  KHUCIOTOH |
KOHIICHTPUPOBAIH Jl0cyXa. B pe3ynbrare omucaHHOW mpoueaypbl momydamn 850 mr meneBoro
COCJTMHEHUS B BUC TBEPAOTO BEIICCTBA.

'H-SIMP (JIMCO-ds) ¢ : 2,0- 2,45 (2H, m); 2,32 (3H, n); 2,5 - 2,9 (2H, m); 3,1 - 4,0 (7H, m); 5,1 -
5,35 (1H, ™m); 6,92 (2H, n); 7,30 (2H, n); 7,8 (1H, x); 8,20 (1H, n); 8,37 (1H, c); 8,6 - 8,9 (1H, m);
9,30 - 9,80 (5H).

FAB-MC (m/z); 465.

Wnmoctpatusnbiii pumep 105. 2-[4-[((3S)-1-(Auetumunonn-3- muppouauHui] okcu| GeHun]
-3-(6-amMmuanHO-1-3THII-2- UHIOIHI) TPOMTHOHOBOM KUCIOTHI TUTHAPOXIOPHUI.

OT0 coenMHEHHWE OBUIO TIOMYYEeHO B COOTBETCTBHU C TMPOLEAYpPOH, OMHCAHHOW B
wTrocTpaTuBHOM npumepe 104 (TBepoe BemecTBo).

H-IMP (IMCO-ds) 6: 1,35 (3H, T); 2,37 (3H); 4,10 - 4,40 (1H, m); 6,42 (1H, ¢); 7,00 (2H, n);
7,45 (2H, n); 7,60 (2H, m); 8,30 (1H, ¢); 8,70 (1H, mmp. ); 9,25- 9,80 (5H).



WnmoctpatuBabiii npumep 106. 3-[4-[((3S)-1-(AuetuMuaoni-3- mUppONUAMHNAI] OKCH] GeHu]
-2-(5-amuauHOOeH30[b] THEH-2- ¥IT) TPOITUOHOBON KUCIIOTHI TUTUIPOXIIOPH/L.

20 1 orun  3-[4-[((3S)-1-Tper-OyTokcukapOoHmI-3-uppoiauauami) okcu]  denwmn]-2-(5-
mano6en3o[b] Ttuen-2-wn)npornmonara pactBopsuii B 100 mur srtaHoma. PasMernmmBas 1ipu
OXJIAKJCHUU JIBJIOM, B TOJYYCHHBIH pacTBOp 0apOOTUPOBAIM XJIOPOBOJOPOA OO YPOBHS
HachleHus. [lomydeHHbIi pacTBOp ocTaBisuik Ha 18 vacoB mpu koMHaTHOH Temnepatype. [locie
OTIOHKH PACTBOPHTENsI, TOJYYCHHBIH ocTaTok pacTBopsuii B 100 M 3TaHONOBOro pacTBOpa,
conepxkamiero 13% ammmaka, U 3TOT pacTBOp ocTaBisuid eme Ha 18 wyacoB. [locie oTronku
pacTBOpUTENs, OCTAaTOK XpomarorpadupoBaid Ha KOJOHKE, HAIMOJHECHHOH CHHTETHYECKUM
aJICOPOCHTOM B BH/IC BBICOKOIIOPHCTOTO MOJIMMepa (TOoJIMMEp CTHpoJia M JUBHHUIOEH301a: Diaion
HP-20), snroupyst cMechi0 BOJBI U allETOHUTPHUIIA, B pe3yibTare yero nmoiydand 1,1 r atun 2-(5-
amuHOOeH30[ D] THEH-2-11)-3-[4- [((3S)-3-mupponuaunnin)okcu| bennn|
nponuoHaTruaApoxaopuaa. 1,1 r moxydeHHOro COSAUMHEHHs pacTBOpsu B 15 mur ataHona, W 3TOT
pacTBOp CMENIMBAIU ¢ 566 Mr 3THiIaleTaMHITHAPOXJIOPHAA, a 3areM ¢ 694 Mr TpulTHIaMHHA,
1OCJIe YEro MOJYYCHHYI0 CMECh pa3MEIIMBAIKM P KOMHATHOM TemiepaTrype B TeueHue 18 vacos.
[Tociie OTTOHKH paCTBOPUTEIIS, MOIYUYCHHBIH OCTaTOK pacTBOPsui B 50 MiI 2 H. CONISTHOW KHUCIIOTHI, &
3aTeM HarpeBajy ¢ OOpaTHbIM XoJoHWIbHUKOM B TedeHue 30 muHyT. [locie oxiakiacHUs H
MOCIICAYIOMEH OTTOHKH PACTBOPHTENS, MOTYYCHHBIH OCTATOK XpPOMAaTOrpaupoBaIM Ha KOJIOHKE,
HATIOJJHEHHOW CHHTETHYECKUM aJCOPOCHTOM B BHUJC BBICOKOTIOPUCTOTO TMoJIMMepa (MoJIMMep
cTupoia u quBuHIIOeH30a: Diaion HP-20), smoupyto cmechio Bojbl U anieTonnTpuia. CoOpaHHbIC
HYXXHBIE (ppakiuu mojasepranu oOpameHHo-¢pa3zoBor JKXBP, ucnonb3ys KOJOHKY, HAalOJHEHHYIO
OKTAJICIIWII-CBSI3aHHBIM ~ CHJIMKArelieM, M OJJIOUPYS CMEChIO BOJBI M AIlCTOHUTPHIA. 3aTeM
DIIIOUPOBaHHBIC HYKHBIC (DpaKIi 00bEIUHSITH, CMEIIHBAIN C Pa30aBICHHON COJITHOW KHCIOTOW H
KOHIICHTPUPOBAIM J0cyXa. B pesynbrare omucaHHOW mporeaypbl momydanu 490 mr 1eneBoro
COCJIMHEHUS B BHJIC TBEPIOTO MPOIYKTA.

H-IMP (DMCO-ds) 6: 2,1-2,4 (2H, m); 2,22 (1,5H); 2,29 (1,51-1); 3,08 (1H, 1, J =13,7u 7,8
I'n); 3,30-4,00 (5H, m); 4,36 (1H); 5,00-5,20 (1H); 6,80-6,90 (2H, m); 7,15-7,25 (2H, m); 7,44 (1H,
¢); 7,72 (1H, x, J = 8,3 I'y); 8,15 (1H, 1, = 8,3 I'y); 8,32 (1H, c¢); 8,58 (0,5 H); 8,66 (0,5 H); 9,32
(2H, mmmp. ); 9,38 (0,5 H); 9,45 (0,5 H); 9,50 (2H, mmp.).

CoenuHeHNsT HACTOSIIETO W300pPETEeHUs, MPENCTaBICHHBIE B MIUTFOCTPATUBHBIX mpumepax 107-
110, ObLIM TOMYYEHBI B COOTBETCTBUU C MPOLEAYPOW, OMMCAHHON B WJUTIOCTPATHBHOM IPHMEpE
106.

Wnmoctpatusnbiii mpumep 107. 2-[4-[((3R)-1-Anerumunoni-3- muppoauanHui)okcu| Genun| -
3-(7-amuuHO-2-HA( THUIT)TPOITUOHOBOM KUCIOTHI JUTHAPOXIOPHU (TBEPIOE BEIIECTBO).

H-IMP (DMCO-ds) 6 : 2,00-2,40 (5H, m); 2,90-4,10 (7H, m); 5,20 (1H, mmp.); 6,93 2H, 1, J =
8,0 I'm); 7,33 (2H, x, J= 8,0 I'n); 7,56 (1H, m); 7,70- 8,20 (4H, m); 8,45 (1H, c); 8,50-8,80 (1H); 9,45
(3H, mmp.); 9,63 (2H, tmmp.).

WnmoctpatuBnbiii npumep 108. 2-[4-[(1-Auetumunonn-4- nunepunuami)okcu| denwmn| -3-(7-
aMHUJINHO- 2-Ha(TUII)TPOIMMOHOBOM KMCIOTHI JUTHAPOXJIOPHU] (TBEPIOE BEIIECTBO).

H-IMP (DMCO-ds) 6: 1,50-2,10 (4H, m); 2,31 (3H, c); 3,00-4,20 (7H, m); 4,60-4,80 (1H, m);
6,95 (2H, n, J = 9,0 I'm); 7,31 (2H, 1, J = 9,0 I'n); 7,50-8,50 (6H, m); 8,93 (1H); 9,45 (3H, wwmp. );
9,62 (2H, mmp.).



Wnmoctpatuaeiii  npumep 109, 3-(7-Ammmuno-2-madrmn)- 2-[4-[(1- Oyranumumonn-4-
MUTICPUTUHIIT)-OKCH | (DEHUIT| TPOITMOHOBOM KUCIOTHI JUTHIPOXIIOPUT (TBEPAOE BEIIECTBO).

'H-AMP (DMCO-ds) 6: 0,96 (3H, T, J = 7,0 I'm); 1,57 (2H, m); 1,71 (2H, mup. (2,03 (2H, mmp.
), 2,52 (2H, 71); 3,18 (1H, m); 3,40-3,90 (5H); 4,00 (1H, T); 4,68 (1H, mmp. ); 6,96 (2H, o, J = 8,0
I'm); 7,30 (2H, n, J = 8,0 I'm); 7,60- 8,40 (6H, m); 8,86 (1H); 9,32 (3H, mmp.); 9,58 (2H, mmp. ).

WmnroctpatuBubiid  npumep 110, 2-[4-[((2R,  4S)-1-Auetumuponn-2-  metun- — 4-
nuppormuauHuin)okcu| ¢enun] -3-(5-amupmHoOen3zo [D] THeH-2-mi) MPONMMOHOBOM KHCIOTHI
JTUTHAPOXJIOPH]T (TBEPAOE BEIIESCTBO).

H-IMP (DMCO-ds) 6: 1,85 (3H, m); 2,27 (1,5H, ¢); 2,37 (1,5H, c); 5,10- 5,50 (1H, mmp. );
7,00 (2H, m); 7,10-8,70 (6H, m); 9,10-9,60 (6H, mmp. ).

FAB-MC (m/z): 465 (M* +1).

WnmoctpatuBaeii  npumep 111, 3-(5-Amunob6enso[b] tuen-2-un)-2-[4-[((2S)- 5-okxco-2-
MUPPOITHIUHII ) METOKCH | PeHMIT| IPOITMOHOBOM KUCIOTHI THPOXIOPHT

a) 3,2 r atun 2-[4-[((2S)-1-TpeT-0yTOKCUKApOOHHI-5-0KCO-2-TUPPOTMHH I )METOKCH | heHm] -
3-(5-uimano6en30[b] THeH-2-ui1 IpONMOHATa PACTBOPSUIA B CMECH, coctosied u3 50 M 3TaHoNa U
50 Mn guxiopMeraHa. 3aTeM, 4Yepe3 STOT pacTBOP, pa3MEMIMBas NpPU OXJIAKICHUH JIbJIOM,
06apOOTHpPOBATIM XJIOPOBOAOPOA 10 YPOBHSI HachlmieHUs. [lomydeHHYI0 pEaKIMOHHYIO CMECh
ocraBisu Ha 48 dacoB mpu 5° C. [locie OTrOHKH pacTBOpHTENs, OCcTaToK pactBopsuid B 100 mi
3TaHOJIOBOTO pPacTBoOpa, comepxamiero 13% (macc. /06. ) aMMuaka, W TOJYYCHHBIH pPAcTBOP
BBIJICP)KUBAIIM TIPH KOMHATHOM Temrieparype 24 vaca. [Tocie 3Toro, pacTBOpUTEIb YIAISUIA IyTEM
qMcTHUIAIME ¥ monydanu ot 3-(5-  ammamHoOenso[b] tuen-2-un)-2-[4-[((2S)-5-okco-2-
NUPPOJMIUHII) MeToKcH| ¢deHwi| nponuoHarruapoxyiopua. [lonydyeHHOE TakuMM 00pa3om
CJI0kHO3(hHpHOE coenmHeHne pacTBopsuin B cMecu U3 30 mut terparuapodypana u 30 mia Boasl. K
MOJTy4YeHHOM cMecH 1006aBisui 1,6 r 2- (TpeT-0yTOKCHKapOOHMIIMMUHO )-2-(peHMITale TOHUTPIIIA U 2
v 1,8- nuzaburukio[5.4.0] -7-yunenena. I[locne 24-gacoBoro pa3MemIMBaHHs NP KOMHATHOM
TeMIIepaType, peaklMOHHBIA PAacTBOP AKCTPArHpPOBAIH STHIIANETATOM M ocymand. [lociae oTroHKu
pacTBOPHUTEIS, OCTAaTOK OYHMINAIM C IOMOIIBIO XpoMmaTrorpaguu Ha KOJOHKE C CHIIMKareieMm,
SITIOUPYST CMECHIO XJT0pohopMa U MEeTaHoIIa, B pe3yiibTate yero nmoaydanu 2,4 t stun 3-[5-(N- tper-
OyTOKCHKapOOHMIT)aMUHOUMHHOMETHIIOEH30[ D] TUCH-2-1J1 ] - 2-[4-[((29)- 5-0kco-2-
MUPPOITHIUHII )METOKCH | (PeHHJI | TPOMTMOHATA B BUIC TBEP/IOTO BEIIECTRA.

'H-AMP (CDCls) 6 : 1,18 (3H, 1); 1,58 (9H, c); 1,80-2,50 (4H, m); 3,28 (1H, an); 3,70 (1H, an);
3,80-4,50 (6H, m).

b) 2,4 t srtun 3-[5-(N-Tper-OyTokcukapOOHMI aMHHOMMHUHOMETHIIOCH30[D] THeH-2-un-2-[4-
[((2S)-5-0kco-2-tupponuauami)- MeTokcu| (EeHWI| NPONMOHAT, MOJYYCHHOTO B CTaJWU a),
pactBopsuir B 30 mur Terparuapodypana. [TomydeHHBIH pacTBOp CMEMIMBAIHN C BOAHBIM PaCTBOPOM
200 Mr rUIpPOKCHUIA HATPHUS, PACTBOPEHHOTO B 5 MJT BOJIBI, 1 3TY CMECh pa3MeNINBAIH B TCUCHUE 72
gacoB. [locie OTrOHKM pacTBOpUTENs, TOJMYYCHHBIH oOCTaToKk pactBopsuii B 10 i
KOHIICHTPUPOBAaHHOM COJITHOM KHCIIOTBI, W O3TOT PACTBOpP pPa3MEIIMBAINA IPpU KOMHATHOU
tTemrepatype B TedeHue 1 waca. I[locime OTrOHKM pacTBOPHTENS, OCTaTOK MOJIBEPTalin
xpoMarorpa@uu  Ha  KOJIOHKE, HAIOJIHCHHOW CHHTETHYECKMM  aJcOpOeHTOM B  BHIE
BBICOKOTIOPUCTOTO ToJuMepa (monuMep cTupoiia u auBuHWIOeH307a: Diaion HP-20), smroupys
CMECBIO BOJIbI U AllCTOHUTPHJIA. 3aTEM JJIFOMPOBAHHBIC HY)KHBIC (PpaKIIUU 00bETHUHSITN, CMEIITHBAIIH



C COJITHOM KHMCJIOTOM M KOHIIEHTPUPOBAIHU J0cyxa. B pe3ynbraTe onucaHHON Mpoueaypbl NOIydain
1,1 r nemeBoro coeUHEHMUS.

'H-IMP (DMCO-ds) 6 : 1,70-2,30 (4H, m); 6,90 (2H, n); 7,29 (2H, n); 7,30 (1H, c).

FAB-MC (m/z): 438 (M" +1).

WnroctpatuBubiid - npumep 112, 2-{2-[4-[(4-Umupazonmun)merokcu| ¢enmwn]| st -5-
Oenzodypan-kapOokcamununa  guruapoxmopun 3,53 1 wactm  2-[2-[4-  [(1-TpuTmi-4-
UMUIA30IWT)METOKCH |  -perm]| atmi| -5-6eH3odypaHkapOOHHTpPUIIA PACTBOPSIIM B CMECH,
cocrosmerd u3 150 mi aranona m 100 mi auximopmeraHa. 3ateM, pa3MelIMBas MPH OXJIAKICHUU
JBJIOM, 4Yepe3 3TOT pacTBOp 0apOOTHPOBAIM Tra3000pa3HbId XJIOPOBOAOPOJ, IOCIE YEro 3TOT
pacTBOp BBIIEpXKHBaIM 24 yaca NMpW KOMHATHOM Temmeparype. Ilocie OTrOHKH pacTBOPUTEI,
OCTaTOK pACTBOPSUIM B O3TaHOJIBHOM pacTBope, coaepskamiem 15% (macC. /006. ) ammmuaka, u
MOJIYYCHHBIH pacTBOp pa3MEIIMBaIM NMPH KOMHATHOW Temrieparype B TeueHue 80 uacos. Ilocie
OTTOHKH PAacTBOPHUTENS, OCTaTOK pactBopsuin B cMecu 100 My MypaBBMHOW KHCIOTHI M 2 MII
KOHIICHTPUPOBAHHON COJITHOW KHMCJIOTHI, M TIOJYYCHHBIH paCTBOP pa3MEIINBaIM B TeUeHHE 6 4acoB.
[Tocne ynanenus: MypaBbHHOM KHCIOTBHI IyTEM TUCTHIUIALIMH, MTOTyYEHHBIH OCTaTOK PacTBOPSUIN B
ropsiueii BOAE, a HEPACTBOPUBIIHMECS MaTepHaibl yaasuim myteM ¢uiusTpanun. [locie
KOHIICHTPUPOBAHUS TOJy4YEHHOTO (QUIIbTpaTa A0CYXa, OCTATOK XpOMaTrorpagupoBail Ha KOJIOHKE,
3allOJJHCHHOM CHHTETHYECKHM aJCcOPOSHTOM B BHJE BBICOKOIOPHCTOrO MouMepa (TojauMep
cruponia u auBuHWIOeH30ya: Diaion HP-20), smroupys cMechio BOIBI M aneTOHUTpuiIa. HyskHbie
dpakuuu 00bETUHSIIM U KOHIIEHTPUPOBAIM, @ OCTATOK MOJBepraiiu obparieHHoi (azoBoit JKXBP
Ha KOJIOHKE, 3allOJJHCHHOW OKTaJCIII-CBSI3aHHBIM CHJIMKArejeM, OSJIOUPYS CMEChI0 BOJABI H
aneronuTpmiaa. Ilociae 3TOro Hy)XKHbIE SIIOMPOBaHHBIE (paKIUU OOBETUHSIIN, CMEIIUBAIHA C
pa30aBiIeHHON COJSHOW KHCIOTOM M KOHLEHTPUPOBAIM Jocyxa. B pesynbraTte omnucaHHOU
nporexyps! noaydanu /30 Mr eJIeBOro COSAMHEHUS B BHJIE CBETIIO-JKEJITOTO TBEPIOTO BEIIECTBA.

'H-IMP (DMCO-dg) 6: 2,95 (4H, m): 5,12 (2H, ¢); 6,72 (1H, c); 6,94 (2H, 1, J = 8,7 I'm); 7,20
(2H, n, J=8,7 T'm); 7,72 (2H, ¢); 7,75 (1H, ¢); 8,08 (1H, c); 9,13 (3H, mup.); 9,38 (2H, mup.).

WnroctpatuBubiid  npumep 113, 2-[2-[4-[((3S)-3-[Tupponuaunun)okcu] denwmn] stun] -6-
uHIoaKapOokcamMuanna auruapoxigopun 650 mr 2-[2-[4-  [((3S)-1-tper-OyTokcukapOoHwMII-3-
OUPPOIUIUHUI)OKCH | peHn] -6- HHI0IKapOOHUTpUIIA PACTBOPSUIN B cMecH, cocTosmei nu3 100 mn
sranona u 30 mu nuxjopMmeraHa. PazmemmBas MpHu OXJIaXIE€HUH JIbJIOM, B TMOJTYYEHHBIH pacTBOP
6apOOTHPOBATIM XJIOPOBOJOPO] 10 YPOBHS HachllleHus. [lomydyeHHBIH pacTBOp OCTaBisIM Ha 24
yaca TpU KOMHATHOW Temrmeparype. Ilocie OTroOHKM pacTBOPUTENs, OCTATOK pPAcCTBOPSUTA B
ITAHOJIOBOM pacTBope, comepkamem 11% (mac. /00.) aMMuaka, W IOJyYEHHBIH pacTBOP
pasmemmBaiM 24 Yaca TpW KOMHATHOW Temmeparype. Ilocie OTTOHKM pacTBOPHTENs, OCTaTOK
nojBepranu  oOpamieHHO-(pazoBoit KXBP, wucrnonb3yss KONOHKY, 3alOJIHEHHYIO OKTaelluI-
CBSI3aHHBIM CHJIMKareieM, U JJIIOMPYsS CMEChI0 BOJBI M aneToHUTpuia. Ilocie 3Toro, HyXHbIE
AIIIOUPOBaHHbIE (pakiuu OOBEIUHSIIN, CMEUIMBATU C pa30aBICHHON COJSHONW KHCIOTOW H
KOHIIGHTPUPOBAIM Jocyxa. B pesynprate onucaHHoi mnpoueaypbl nomyyanun 90 Mr meneBoro
COEZIMHEHUS B BHJIE KPUCTAIIIOB.

T. mn. 229-233° C.

H-IMP (DMCO-dg) ¢: 1,95-2,35 (2H, m); 5,00-5,30 (1H, mmup. ); 6,36 (1H, c); 6,80-7,80 (7H,
Mm); 8,00 (1H, ¢); 9,30-9,60 (6H, mup.).



CoenuHeHnus, MpeCTaBICHHbBIE B IPOUJUTFOCTPUPOBAHHBIX TTpuMepax 114- 121, Oblmu momydeHbl
B COOTBETCTBHH C MPOLETYPOi, ONIMCAHHOW B HIUTIOCTPHUPOBAHHOM Ipumepe 113.

Wnmoctpuposanubiii mpumep 114. 2-[3-T'uapoxcu-2-[4-[((3S)-3-mupponuanami) okcu]denun]
pONuiI-6- HIOIKApOOKCaMuUIa TUTHAPOXIOPH (TBEPIOE BEIIECTRO).

'H-IMP (DMCO-dg) 6: 1,97-2,30 (2H, m); 2,90-4,60 (9H, m); 5,00-5,20 (1H, mmp. c); 6,22
(1H, ¢); 6,90 (2H, n); 7,18-7,70 (2H, m); 7,96 (1H, c); 9,10-9,90 (6H, mup. c); 11,05 (1H, c).

WinroctpatuBusbiii npumep 115. 2-[2-[4-[[(2-[Tupasunmn)amuno] - kapOonwi| ¢penmi] atuin] -5-
O6eH30(ypaHkapOOKcaMUIMHA JUTHIPOXIIOPHU/ (TBEPIOE BEIIECTRO).

'H-AMP (JIMCO-ds) ¢ : 3,20 (4H, c); 6,78 (1H, c); 7,08 (1H, mmup. c); 7,48 2H, 1, J = 7,9 I');
7,80 (2H, ¢); 8,03 (2H, 1, J = 7,9 I'n); 8,12 (1H, c); 8,40- 8,60 (2H, n); 9,25 (2H, mmp. ¢); 9,39 (3H,
mmmp. ¢); 11,05 (1H, c).

WnmoctpatuBabiii  npumep 116, 2-[2-[4-[(1-Umupazomun)merin] -  dedwn] stwia]  -5-
O6enzodypankapOOKCaMUANHA TUTHIPOXJIOPU (TBEPAOE BEIIECTBO)

'H-AMP (JIMCO-ds) ¢: 3,10 (4H, ¢); 5,45 (2H, c); 6,75 (1H, ¢); 7,24 (2H, 1, J = 8,3 T'y); 7,40
(2H, 1, J = 8,3 I'm); 7,66 (1H, ¢); 7,72 (2H, ¢); 7,80 (1H, ¢); 8,12 (1H, ¢); 9,30 (2H, wwup. c.); 9,45
(3H, wmp. c).

WnmroctpatuBHbiil mpumep 117. 2-[2-[4-[(4-Metun-1-nunepasun)- kapoouwi | Gpenun] stuia] -
5-0eH30(ypanKapObOKcaMuIMHA TATHAPOXITIOPHI.

H-IMP (IMCO-ds) & : 2,80 (3H, c); 4,09 (4H, c); 3,10 (4H, mmup. c); 4,00 (4H, mwup. c); 6,74
(1H, ¢); 7,36 (4H, c); 7,74 (2H, ¢); 8,12 (1H, c); 9,28 (2H, mmp. c); 9,48 (2H, wmp. c).

Winroctpatusubiii pumep 118. 3-[3-[4-[((3S)-3-TTupponumunmin)okcu] - dpenmwi| npomui] -5-
OcH30(ypaHKapOOKCaMUAMHA TUTHIPOXJIOPHT (TBEPIOE BEIIECTBO).

H-IMP (IMCO-ds) §: 2,10 (4H, m); 2,70 (4H, m); 3,30 (4H); 5,07 (1H, mmp. c); 6,90 (2H, n);
7,15 (2H, n); 7,79 (2H, ¢); 8,00 (1H, ¢); 8,23 (1H, ¢); 9,20-9,80 (6H, mmp.).

WmnroctpatuBubiidc  npumep 119, 2-[[4-[(4-Tlunepamunmn)okcu] denwn] - wmetmwi] -5-
O6eH3odypankapOOKcaMuANMHA TUTHIPOXJIOPU (TBEPIOE BELIECTBO).

'H-AMP (JIMCO-ds) 6 : 1,70-2,20 (2H, m); 2,70-3,30 (4H, m); 4,14 (2H, c); 4,60-4,80 (1H, m);
6,79 (1H, ¢); 6,97 (2H, 0, J =9,0 I'n); 7,26 (2H, 0, J = 9,0 I'n); 7,74 (2H, ¢); 8,13 (1H, ¢); 9,30 (2H,
ummp. ); 9,44 (2H, mmp); 9,00-9,60 (2H, wmmp.).

WmmroctpatuBubiid  npumep 120, 2-[2-[4-[(3S)-1-Anetnn-3-  MUPPONUAMHUI)OKCH] — -3-
ruipokcupenu] -3Tui| -5-6enzodpypankapOoKkcaMuAMHA THAPOXIOPULL.

T.mn. 175-176°C

H-IMP (IMCO-ds) & : 1,80-2,20 (5H, m); 2,70-3,80 (8H, m); 4,88 (1H, mmp. ); 6,60 (1H, 1, J =
8,3 I'm); 6,77 (1H, ¢); 6,82 (1H, n, J = 8,3 I'n); 7,72 (1H, n, J = 8,1 I'y); 7,80 (1H, n, J = 8, 1 I'm);
8,08 (1H, c); 8,90-8,98 (1H); 9,23 (2H, mwmp. ); 9,40 (2H, mmp.).

WmnroctpatuBablid npumep 121. 2-[2-[4-(N-Auetnr) aMMHOMETHIIIMKIOTEKCHIT METOKCH (DeHWUIT
ATUI-5- 6eH30¢ypaHKkapOOKCaMHUIMHA TUIPOXIOPHU] (TBEPIOE BEMIECTRO).

H-IMP (IMCO-dg) 6: 0,70-2,00 (10H, m); 1,83 (3H, ¢); 2,75-3,20 (6H, m); 3,70 2H, x, J =
5,7 I'n); 6,64 (1H, ¢); 6,77 (2H, 1, J = 8,8 I'n); 7,15 (2H, 1, J = 8,8 T'); 7,65-7,68 (3H); 8,04 (1H,
¢); 9,00 (2H, mmp.); 9,31 (2H, mmp.).

WmnroctpatuBubiid  npumep 122, 2-[2-[4-[((3S)-1-Dopmumuoni-3-  MTHPPOITHIMHII)-OKCH ]
dbenun] atun| -5-6er3odypankapbokcaMuaHA JUTUIPOXIOPHUI.



a) [TosTopsutn mporneaypy mutocTpaTuBHoro npuMepa 100, u momyyanu 2- [2-[4-[((3S)-1-Tper-
OyTOKCUKapOOHMII-3-TTUPPOIUAMHIAT )OKCH | heHm] -3Tui] - 5-0eH30(ypankapOOHUTPIIT

'H-IMP (CDCls) 6 : 1,66 (9H, c); 3,04 (4H, c); 3,30-3,70 (4H, mmp. ); 4,85 (1H); 6,40 (1H, c);
6,80 (2H, n); 7,12 (2H, n); 7,52 (2H, ¢); 7,82 (1H, ¢).

b) 1,66 r 2-[2-[4-[((3S)-1-TpeT-OyTOKCHKAPOOHMI-3-NMUPPOTUANHII )- OKcH| deHm] atmi]| -5-
OcH30(ypaHKapOOHUTPHIIA, TIOTYYSHHOTO B CTAINH a), 00padaThIBa U OYHINAIN B COOTBETCTBHH
C IpOIIeypPOH, OTIMCAHHOM B WILTIOCTpaTUBHOM Npumepe 113, B pesynbrare vero nomydanu 800 mr
2-[2-[4-  [((3S)-3-upponumuamn)okcu]  denmn] stma]  -5-OeHzodypaHkapOOKCaMUIAMHA
TUTUAPOXIIOPUTIA.

'H-AMP (JIMCO-ds) 6 : 1,90-2,30 (2H, m); 3,06 (4H, mmp. ); 3,00-3,80 (4H, mmp. ); 5,08 (1H,
wmp. ); 6,73 (1H, c); 6,88 (2H, n); 7,19 (2H, n); 7,74 (2H, ¢); 8,11 (1H, c); 9,26 (2H, wwup.); 9,47
(2H, mp.).
¢) 1,0 r 2-[2-[4-[((3S)-3-upponumuamin)okcu] benun] 3tui] -5- OGeH30dhypaHKapOOKCAMU/THH-
THIPOXJIOPHU/IA, TIOJYUYEHHOTO B cTaauu D), pactBopsiii B 15 mu Bomsl. PasmenivBas v oxjaxmas
JBIOM, K TOJy4eHHOMY pactBopy aoOasmsuin 1,83 r OeH3mi-mMeraHuMuaaTa THAPOXJIOPHA,
HOJJIepXKKBasi pu 3ToM pH peakIMOHHOro pacTBOpa MpH 3HAYCHUU 8 ¢ MOMOIIbI0 1 H. BOJHOTO
pactBopa ruapokcuna Harpus. [lomydeHHyro cMech pazmemmBain 20 MUHYT Ha JICHSHOW OaHe.
3areM pH peakmoHHOTO pacTBOpa MOBOIMIH 10 2,0 C TOMOIIBIO Pa30aBICHHON COJISHOW KUCIIOTHI,
NPOMBIBAIN TUATHIIOBBIM 3(HPOM M KOHIIEHTPUPOBAIU TocyXa. [1odydeHHBIH 0CTaTOK MOABEPrau
Xpomarorpaduu Ha KOJIOHKE, HAIOJIHEHHONH CHHTETUYECKUM aJICOPOCHTOM THIIA BHICOKOIIOPHCTOTO
nonuMepa (moaumep ctuposia ¥ auBuHHIOeH301a: Diaion HP-20), smioupyst cMechio BOIBI U
alleTOHUTpWIa. B pe3ynbrare ONMMCAaHHOW MPOIEAYphl MOJydYaId IEIEBOE COCAMHEHUE B BHUJIC
TBEPAOTO BEIIECTBA.

H-IMP (IMCO-dg) §: 1,80-2,60 (2H, m); 3,08 (4H, mmp. ); 3,20-4,00 (4H, mup. ); 5,14 (1H,
wmp. ); 6,80 (1H, ¢); 6,92 (2H, n); 7,25 (2H, n); 7,76 (1H, n); 7,86 (1H, n); 8,21 (1H, c); 8,40 (1H,
wmp. ); 9,08 (1H, mmp.); 9,18 (2H, mmp.); 9,57 (3H, wup.).

WmmroctpatuBabiid npumep 123, 2-[2-[3-T'unpokcu-4-[((3S)-3- nupponuauamn)okcu] GeHnn]
3TUIN| -5-0eH30(]ypankapOOKCaMUIMHA TUTHAPOXIOPH/I.

10 r  2-[2-{4-[((3S)-1-anerun-3-upponuauamwin)okcu]  -3-  ruapokcudenwn]  -5-
6eH3o¢ypankapOokcaMuMHa ruapoxyaopuaa pactBopsuii B 30 Mia 6 H. CONSHOW KHUCIOTHI, U
NIOJTY4EHHBIH pacTBOp HAarpeBaJid ¢ OOPaTHBIM XOJIOAMIBHUKOM B TeueHue 4 dacoB. [locie oTroHku
pPacTBOPHUTENS, TONYYSHHBI OCTAaTOK MOJBEpPraly KOJOHOYHOH Xpomarorpaduu Ha KOJIOHKE C
CHHTETHYECKUM aJCOPOCHTOM THIIa BBICOKOIIOPUCTOTO MoiuMepa (ToJuMep CTUposia |
muBuHUIOeH30ma: Diaion HP-20), smiompys cmechto BOABI M aleTOHHTpWiIa. B pesynbrare
OIMUCAaHHOM mporeypbl monydanu 320 Mr 1eJICBOT0 COSAMHEHHS B BHJIE TBEPAOTO MPOIYKTA.

H-IMP (IMCO-ds) 6 : 1,90-2,20 (2H, m); 2,70-3,50 (8H, m): 5,08 (1H, mmp.); 6,66 (1H, a1, J =
9,0 m 1,8 I'm); 6,80 (2H, c); 6,94 (1H, c); 7,76 (2H, c): 8,12 (2H, c¢); 9,26 (2H, mmp); 9,44 (2H, mmp.
); 9,24 (2H, wmp.).

WnnroctpatuBhbiid npumep 124. 2-[2-[4-[(4- AMUHOMETHIIIIMKIOTEKCHI )- METOKCH | (heHMI] STHI |
-5-6en30¢ypankapOoOKcaMuINHA JUTHIPOXITIOPHUI.

D10 coequHEHHE OBLIO TMOMYYEHO B COOTBETCTBHM C MPOLEAYPOH, ONHCAaHHOH B
WITIOCTpAaTUBHOM npumMepe 123 (TBep/i0e BEIecTBo).



'H-AMP (JIMCO-ds) 6 : 0,80-2,00 (10H, m); 2,90-3,20 (4H, m); 3,73 (4H, m); 6,72 (1H, c); 6,79
(2H, n, J = 8,5 T'm); 7,14 (2H, n, J = 8,5 I'); 7,73 (2H, c); 8,07 (3H, mmp.); 9,18 (2H, mmp); 9,38
(2H, mmp.).

WmtoctpatuBubiid  npumep 125, [2-[2-(5-Amununo-2-6enzodpypanun)- stwi]|  -5-[((3S)-3-
OUPPOTUIUHII)OKCH | PeHMIT| OKCUYKCYCHOW KHUCIOTHI IUTHIPOXIIOPHI.

1,6 r merun [5-[((3S)-1-TpeT-OyTOKCHKAPOOHWII-3-TUPPOTHIUHUI)OKCH ]| - 2- [2-(5-umaHo-2-
oerzodypanmn)atii| ¢eHwi| okcuanerara pactBopsuim B 100 mm sTanona. Pa3memmBas u
OXJIaXJasi JIbJIOM, dYepe3 TOJYYCHHBId pacTBOp OapOOTHUPOBAIM XJIOPOBOIOPOI IO YPOBHS
HachlneHus. OOpadoTaHHBINA TaKUM 00pa3oM PAacTBOP HArpeBajM JI0 KOMHATHOW TEMIEpaTypbl, H
BBIJICPXKUBAIM TIpU 3TOM Temmeparype 18 wacoB. [locie OTTOHKHM pacTBOPHTEINS, IMOJYYCHHBIH
octaTok pactBopsutd B 20 MII 3TaHOJIa, U 3TOT PAcTBOP IO Karuie J00ABIISUIH, pa3MEIIUBast IPU ITOM,
K BOJHOMY pacTBoOpy 5 H. rujipokcuja Hatpus. [lociie 10-MHUHYTHOTO pa3MelIMBaHUs, MOJTyYEHHBIH
PACTBOP HACHIIIAIH XJIOPUIOM HATPHsI, IKCTparupoBaiu xiaopodopmom tpu paza 200 mur, 100 M u
100 my, mocnemoBaTenbHO, a 3aT€M OCYIIATN B NMPUCYTCTBUM CMECH KapOOoHaTa Kajus U cyibdara
marHus. Ilociie OTrOHKH pacTBOpUTENsi, OCTaTOK pactBopsuii B 50 M stanona. I[oiydeHHbIH
pactBop cmemmBamu ¢ 1,0 T xmopuma ammonus, a 3ateM ¢ 200 M 3TaHOJIOBOTO pPAcTBOPA,
conepkamiero 12% aMMuak, U MOITY4YEHHYIO CMeCh pa3MemuBaid B TeueHue 96 yacos. [locie
OTIOHKH PacTBOPUTEIIS, OCTATOK MOJABeprain odpamieHHo-¢pa3zoBor KXBP, ucnomnb3ys KOJOHKY C
OKTAaJICIWII-CBSI3aHHBIM CHJIMKArejeM, W DIIIOUPYsS CMEChIO BOJBI W areToHuTpmia. [locie 3toro,
HYKHBIE JIFOUPOBaHHBIC (DpaKIK 00bEIUHSITN, CMEIIHNBAIU C Pa30aBICHHON COJITHOW KHCIOTOW H
KOHIICHTPUPOBAIHM JlocyXa. B pesynbrare ommcanHoi mnpouenypsl mnoiydamu 0,7 T 1eneBoro
COC/IMHCHUS B BHJIC MTOPOIIIKA.

H-IMP (IMCO-ds) ¢: 1,96-2,32 (2H, mmp. ); 2,80-3,60 (8H, mmp); 4,75 (2H, c); 5,10 (1H,
ummp. ); 6,48 (1H, o, J = 8,8 I'm); 6,51 (1H, ¢); 6,76 (1H, c); 7,54 (1H, o, J = 8,8 I'm); 7,74 (2H, ¢);
8,10 (1H, ¢); 9,27 (2H, uup. ); 9,42 (2H, wmp. ); 9,00-10,20 (2H, mmp.).

WnroctpatuBublid npumep 126. Dtun [2-[2-(5-amuaunHo-2-6eH30dypanin)- stui] -5-[(3S)-3-
NUPPOJIMANHIIT)OKCH | (peHMIT| OKcraneTaTa JUruIpoxJIopu/I.

0,65 r [2-[2-(5-amumunO-2-6eH30(ypanun)Tiia-5-[((3S)-3- muppoauaunmi-) okcu] GbeHun]
OKCHYKCYCHOM KHCJIOTBI AMTHApoxiopuaa pactBopsiim B 50 mu artanona. K stomy pactBopy,
OXJIaKIas JbJ0M, 100aBmsu 0,2 MJ THOHWIXIIOPHIA, M MOJYYEHHYIO CMECh pa3MElIMBaIU TPH
KOMHATHOH Temneparype 18 wacoB. 3areM peakIMOHHBIN PAacTBOP KOHIEHTPUPOBAIH I0CYXa,
pacTBOPSUTM B BOJC M CHOBa KOHIICHTPUPOBAIM J0OCyXa. B pe3ynpTare ONMUCAHHOW MPOIETyphI
nomy4anu 0,65 r meneBoro coeiMHEHNS B BUJIE TBEPIOTO BEIIECTBA.

H-IMP (IMCO-ds) 6: 1,20 (3H, 1); 2,11 (2H, mup. ); 3,30 (4H, mmp. ): 4,20 (2H, k8. ); 4,84
(2H, c¢); 5,08 (1H, mmmp. ); 6,53 (2H, c); 6,75 (1H, ex; 7,10 (1H, n); 7,72 (2H, ¢); 8,07 (1H, ¢); 9,18
(2H); 9,38 (2H); 9,66 (2H, mmp.).

WimroctpatuBaeiii npumep 127. [enraruapar ruapoxnopuaa (2R)-2-[4- [[(3R)-1-aueTumumgons-
3-nupponunuami] okcu | perun] -3- (7-aMuanHO-2- HAPTHUIT)TPOMAHOBOM KUCIIOTHI.

CrpykrypHast hopmyna:
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Mounekymsapaas popmyna (M. B.): C26H2:1N4O3 - 1HCI - 5H20 (571.071) N 1730801

CaoiicTBa: becuBeTHbIE IPU3MATHYECKHE KPUCTAILTBI

[a] 3 <1 =-42,78° (c = 0,984, MeOH)

H-AMP (IMCO-dg) 6: 2,20 - 2,40 (M., 2H,6 nupponuaun C4-Hi), 2,28 (c., 1,5H, 1/2 x-CH>),
2,31 (c., 1,5H, 1/2 x-CH ), 2,83-2,93 (M., 1H, - C(COOH)C H H-), 3,30 - 4,03 (M., 6H, mupponuaux

C»-H:1 C5-Hy, -C(COOH)C HH wu -C H (CO-OH)CHH-), 5,18 (tmp., 0,5H, nupponmuaun 1/2 x C3-

H), 5,24 (mwup., 0,5H, nupponmuaun 1/2 x C3-H), 6,86 - 6,95 (x., 2H, J = 7,8 I'u, ArH), 7,50 (x, 2H, J
=78 TI'u, ArH), 7,56 (g, 1H, J = 8,3 I'y), 7,65 (n, 1H, J = 8,3 I'm), 7,93 (1, 1H, J = 8,8 ', ArH),
7,96 (n., 1H, J=8,8 I'u, ArH), 8,13 (c., 1H, ArH), 8,65 (c., 1H, ArH), 8,70- 9,00 (mumup., 1H).

MS (FAB): m/z 445 (M+H)".

UK (KBr): 1682, 1634, 1610, 1504, 1384, 1242 cm™.

Awnamu3: Berancieno C26H21N4O3 « 1HCI « SH20: C 54,68: H 6,88; N 9,81; Cl 6,21. Haiineno: C
54,60; H 6,84; N 9,74; Cl 6,38

BD2XXX: xononka; SUMICHIRAL OA-5000L 4,6 @ x 150MMm

pactBopuTenb: 2 MM CuSO4 : MeOH= 83:17

CKOPOCTh MOTOKA: 1 MiI/MUH.

temneparypa: 50° C

nerekuus: YO 254 um

BpeMs yJep>KUBaHUs: 55,28 MUH.

HcnsiTarensHblil npumep 1. U3MepeHne pacTBOPUMOCTH B BOJIE.

K paznuuHbIM KOJIMYECTBaM KaKI0ro oOpasia J00aBsui GUKCHPOBAHHOE KOJIMYECTBO BOMIBI, U
MOJIYYCHHYIO CMeCh pa3MemuBaii Ha BuOparope B Teuenue 10 muuyT mpu 25° C. I[NomydeHHble
pe3yIbTaThI MPEJCTaBICHBI B TabauIe 1.

VYka3zaHHBIE PE3yJIbTAThl CBUACTENBCTBYIOT O TOM, YTO COCIUHEHHS HACTOSIIETO HW300pETeHUs
SBIISIIOTCS 00JIee paCTBOPUMBIMH B BOJI€, YEM COEAMHEHHUE MPOTOTHUIIA.

HcnbiTarenbHblil mpuMep 2. Vi3MepeHne aHTUKoaryIupyroei akTHBHOCTH.

C ucnonp3oBaHHeM LEHTpU(YrH moiyyanu oOpasen miasmbl KpoBu yenoBeka. 100 mxim ot
MOJYYeHHOT0 TpenapaTa miia3Mbel KpoBu gobOasimsuin k 100 mxn ¢dusmonormyeckoro pacrtBopa,
COJIEPIKAIIETO WU HE COJIEPIKAINETO MCIBITYEMOE COSAMHEHHUE, U TTOYYSHHYIO CMECh OCTaBJISUTH Ha
2 munyTsl Tipu 37° C. 3arem k 31oi cmecn no6asmsum 100 mxir 0,02 M pactBopa Xstopuaa KaabIHs,
npeaBapuTebHO MHKyOMpoBanHoro mpu 37° C. ITlocnme storo, ¢ momompto CLOTEC (Sanko
lunyaxwu, Co., Ltd) u3smepsutn Bpemst koaryssiuu. BpeMs koaryisaiuu, u3sMepeHHoe 0e3 100aBIeHus



UCTIBITYEMOTO COCTUHEHUS, PACCMATPUBAIN KaK KOHTPOJBHOE, U UCXOJS U3 ITOT0, PACCUUTHIBAIH
KOHIICHTPALIMIO MCIIBITYEMOTO COSIMHEHHsI, KOTOpasi 1aBaja BpeMs KOaryJisilud KpOBH, B JBa pas3a
NPEBBIIAIONIEE KOHTPOJIBHOE BpEeMsS, W OTy KOHLEHTPAIMIO MPUHUMAIM 3a I[0Ka3areib
aHTUKOAryJupymoomeid akTtuBHOCTH (0Oo3Hauaembrii pganmee "CT2"). ITlomydeHHBIE pe3yibTaThI
NOKa3aHbl B TA0IUIE 2.

Wcnbitarenbublii npumep 3. M3MmepeHune crnocoOOHOCTH K MHTHOMPOBAaHHIO AKTUBHPOBAHHOTO
daxTopa cBepThiBanus Kpou X (FXa).

180 MK (hM3HOIIOTHYECKOTO PACTBOPA, COACPIKAIIECTO MCIBITYEeMOE COCAMHEHUE, CMEUIHBAIU C
200 mxn Tpuc-HCl-6ydepa (pH 8,4) u ¢ 100 Mk BoaHoro pactsopa 1 MM S-2222 (Kabivitrum
AB), u nomydennywo cmech UHKyOupoBanu npu 37° C. 3arem Kk 310l cmecu nobaBimsiu 20 MK
Tpuc-HCI- 3a0ydepennoro ¢pusnonorudeckoro pacrsopa (pH 7,45), conepxkaiero 0,6 ex. /mn FXa
yenoBeka. llocne 15-MMHYTHOTO WHKYOMpOBaHHS TPH TOW IKE TeMIepaTrype, PEeaKIHio
ocraHaBnuBanu nyteM nobasienHus 100 mxm 60% ykCyCHOH KHCIOTBI, M U3MEPSUTH ONTHYECKYIO
IUIOTHOCTh PEaKIMOHHOW cMecu. CMech, IOJTYYCHHYI0 03 00aBJICHUS! UCIIBITYEMOT0 COSJMHCHUS,
UCTIONIB30BAIM B KavyecTBE "MyCTHIMKU", a JIPYIyl PEaKIHOHHYI cMmech, rae 60% ykcycHyro
KHCJIOTY J100aBisun mepen nobaBieHueM FXa, ncnoib30Bajii B KayecTBE KOHTpOs. B kauectBe
nokazarenss FXa-uHruOupyromeld  aKTUBHOCTH  PACCUUTHIBAIM  KOHIICHTPAIMIO  Ka)JOTO
UCTIBITYEMOTr0 coequHeHus, kotopoe Ha 50% wunrndupyer FXa-akTHBHOCTH (3Ty KOHILIEHTPAIHIO
nanee obosHayanu "ICso"). XapakTepHble NMPUMEpPbI IONYYSHHBIX PE3YJIbTATOB IPEICTABICHBI B
Tabmuie 2.

Hcneitatenbubiil npuMep 4. Msmepenrne TpoMOMH-UHIMOUPYIOIIEN aKTUBHOCTH.

100 wmxn  Tpuc-HCl-3a0ydepennoro ¢usuonornueckoro pactsopa (pH 7,45) (TBS),
coaepskariero 6 mr/mi ¢ubpunorena (tun 1, Daiichi Pure Chemicals Co., Ltd), cmemmsanu ¢ 100
MKII  ¢usnonoruueckoro pacreopa. Ilpu 37° C, 100 wmkn Tpuc-HCI-3a0ydepennoro
¢usunonornueckoro pacteopa (pH 7,45) (TBS), comepikaiiiero pasiuyHble KOJHYECTBA TPOMOWHA
(nst HapyxHOTO Hcnoib3oBanus, Sankyo Co., Ltd), mo6aBnsiin K MONYy4YEHHO# BBILIE CMECH, U
U3MEpsUTH BpeMsi CBEPThIBaHUS KpoBH, ucnonb3ys npu 3toM CLOTEC (Sanko Junyak Co., Ltd),
NOCJIE Yero CTPOWJIM KanuOpoBouHyr KpuByro. Crenenp uHruOupoBanusi (%) kaxmoro
UCTIBITYEMOT'O COSAMHEHUS OMPEIEIISUTH ITyTeM U3MEepEHHsI BPEMEHH KOaryJisiuy ¢ UCTIOIb30BaHUEM
100 mMK1 PHU3HOIOTHIECKOTO PACTBOPA, K KOTOPOMY JT00aBIISUIN KaX/10€ U3 YKa3aHHBIX COEIMHEHHA.
KoHueHTpanuio Kaxjaoro coenuHeHus, KoTtopas Ha 50% HHruOupyer akTHBHOCTb TPOMOUWHA,
paccuMThIBAIM MCXOJs M3 TPOLIEHTa MHIMOMpOBaHMA (Jajee 3Ty KOHILEHTpPALUI O00O03HaYalu
"ICs50"), ¥ KOHIIGHTPAILMIO 3TOTO COCAMHEHHS OINPENCISUIM KaK IMOKa3aTelb aHTUTPOMOMHOBOM
AKTUBHOCTH. XapaKTepHbIe IPUMEPHI MOJTYUYEHHBIX PE3yIbTaTOB MPEACTaBIEHBI B TabiuIIe 2.

Kak BHIHO W3 pe3yibTaToB, NMPEICTABICHHBIX B TAONHUIE 2, KaXKI0€ COSAMHEHUE HACTOSIIErOo
n300peTeHusT 00JIalaeT CUJIbHOM aHTHUKOATYJHUPYIONIEH aKTHBHOCTBIO, OOYCIOBJIECHHON €ro
cnenuduyeckol akTUBHOCThIO MpoTuB FXa (mo cpaBHenuio ¢ coeaunenueM DABE, koropoe
M3BECTHO CIIEIUAINCTaM KaK aHTHKOATYJIHPYIOIIHIA areHT).

HcnbiTarensHblil npuMep 5. M3MepeHne aHTUKOAryJupyromieidl akTUBHOCTU MpU MEepOpaTbHOM
BBEJICHUU

BopHblil pacTBOp KaXkJI0r0 HCHBITYEMOTO COEAMHEHUS BBOJIWIM MEPOpaAbHO KaXJ0H Kpbice
otaenbHO (camipl SID: Wistar) mox anecresueii, B no3e 10 mu/kr tena. [lepuoamuecku codupanu



npoOBl KpPOBM, M TMIpemaparbl IIa3Mbl KpPOBH, IONYYEHHBIE W3 OITHX MpPOoO, H3MEpsun s
OTpeNieNieHus] BpeMeHH o0pa3oBaHus W akTUBHOCTH TpomoOorutactuHa (APTT). AHamorudsbeiM
obpazom, APTT onpenensuin npu BBEJIEHUU KPbICAM YUCTOM BOJBI, & 3TU U3MEPEHUS UCIIOIb30BAIN
B Ka4eCcTBE KOHTPOJIS. 3aTeM BBIUMCIISIIN OTHOLICHHE UCTIBITAT. /KOHTPodb APTT, u 3T0 oTHOIIEHHE
UCTIOJIB30BAJIM B KaYECTBE MOKAa3aTessl aHTUKOATYJIHPYIOIIEH aKTUBHOCTU. XapaKTepHbIe PUMEPHI
HOJTYYEHHBIX Pe3yJIbTaTOB MPEICTABICHBI B TA0IUIIE 3.

Kak BumHO W3 Tabnuisl 3, MpU MEPOPATBHOM BBEJCHUU KaXIOTO COCIUHEHUS HACTOSIIETO
M300peTEeHNs SCHO HAOIIOACTCs IPOJIOHTUPOBAHHOE JEWCTBHE 3TUX COCIMHEHHI Ha CBEPTHIBAHUE
IUIa3MBI KPOBH.

WcneiTarensaplii mpumep 6. VcnblTaHne Ha TOKCMYHOCTH ITyTEM OJIHOKPATHOTO BBEICHUS
KpbICaM MepPOpaIbHOM J103BI.

CoenuHeHne WJUTIOCTPATUBHOTO TpuMepa 45 pacTBOpsiM B JUCTHJUIMPOBAHHOW BOJE U
HepOpaIbHO BBOAMIM KaXIOH M3 NBYX 6- HemenbHbIX Kpbic (camimpl, SLc: CD) B no3ze 2000 mr/kr
Beca Tena. B TeueHwe BpemeHum HaOmogeHus 14 nHeH, HUM OJHOTO CMEPTEIBHOTO CiTydas
3apEruCTPUPOBAHO HE OBLIO.

HcnpitaTenbublii npuMep 7. McnplTaHue Ha TOKCHYHOCTh IIyTEM MHOTOKPATHOTO BBEICHHS
KpbICaM IepPOPAILHON JI03BI.

Kaxnoe n3 coenmnHeHHH HACTOSIIETO M300PETEHHS PAcTBOPSIUIM B JUCTWLIMPOBAHHON BOJAE U
BBOJIMIIU [IEPOPAITBHO KaXIOW M3 IISITU 5- HenenbHbIX Kpbic (camisl, Slc: SD) B mo3e 800 mr Ha kr
Beca Tena. JTO MepopajbHOE BBEICHHUE MPOBOAMIN OJUH Pa3 B JCHb M MOBTOPSUIA B TIOCIIEIYIOIIHE
10 mHeii B nensax onpeaeneHusi BO3MOKHOW CMepTHOCTH. Pe3ynbraTsl HaOIIOIeHUH MTpeICTaBICHBI B
Tabimue 4.

HcnbiTarensHbiil npumep 8. OnpeneneHre aHTUTPOMOMHOBOM aKTUBHOCTH IyTEeM NE€POPATIBHOIO
BBEJICHUSI COEIMHEHUS KPbICAaM B MOJIENTU apTepHUO-BEHO3HOTO aHACTOMa3a.

C nomolpko ciierka Moan(UIMPOBaHHOW Mpoleaypsl, onrcanHoi B Thrombosis Research, vol.
54, pp. 399-410, 1989, ompenensiaM aHTUTPOMOMHOBOE JAEHUCTBUE COEIUHEHUN HACTOSIIETO
M300peTeHus IPH UX TEPOPATLHOM BBEICHUH.

3apanee onpeeIeHHOEe KOJMYECTBO HCIIBITYEMOTO COSAMHEHUS PACTBOPSUIH B OYHMILIEHHON BOJIE
U BBOIWIHN mepopaibHO camuaMm kpbic (STD : Wistar) u atux kpeic aHecte3upoBaiu uepe3 15
MUHYT TIOCJIE BBEJICHUS COCINWHEHHs. 3aTeM, BO3JI€ COHHOW apTepUH aHACTE3UPOBAHHBIX KPBIC
HaJlarajy apTepUaibHbIM 32KUM JIi OCTAHOBKM KpPOBOOOpAIEHMs, M BBOJIWIM, (QUKCUPYS MpHU
3TOM, OAMH KOHEIl IIyHTa, HAlOJHEHHOT0 (PU3HOJIOTHYECKHM PacTBOPOM, a JAPYroi KOHeI| IIyHTa
BBOJMJIM, (UKCHPYS, B SPEMHYIO BeHY. B HACTOSIIMX MCHBITAaHUSAX, LIIYHT COCTOSJ U3 MEIHOMN
npoBosioku ymHOH 20 cM u quamerpom 0,17 MM, Haxozsmielics B monmdTHiieHoBoi TpyOke (Hibiki
N 5), ¢ BHemHUM auameTpoM 5/3 MM 1 aimuHO#M 21 ¢M), T/1e KaK/ bl KOHEIl 3TOH TPYOKH COSTUHSIN
¢ monmdTiieHoBor TpyOkoit (Hibiki N 3; ¢ BHemnum muamerpom 11 MM u amuHOE 3 cMm),
UCTIONB3YsSd 3-MUJUTMMETPOBYIO CHIIMKOHOBYIO TpyOKy. UYepes 30 MuHYT mocie BBEACHUS,
apTepUANBHBIA 32)KUM YJAIISUTH JJIs1 TOTO, 9TOOBI KPOBb TMOCTYMANa B IIyHT. Yepe3 7 MUHYT IMmocie
BOCCTAHOBJICHHSI KPOBOOOPAIIEHHUS, MEIHYIO IPOBOJIOKY BBIHUMAJIN BMECTE C 00pa30BaBIIMMUCS
Tpombamu U mpombiBanu 10 mu ¢usnonoruueckoro pactBopa, Ilociae 3Toro, B COOTBETCTBUU C
nporenypoii, omucanHoi B Journal of Biological Chemistry, vol, 193, pp. 265-275, 1951,
OTIpeIeNIIIN KOJIMYECTBO TPOMOOB, 00pa30BaBIIMXCS HAa MENKOH MpoBoJioke, B BHUJe Oenka. [Ipu



pacuere CTeleHH WHTHOMpOBaHMs TPoMOO3a TIOCIE BBEICHHS COCIMHEHHS, HCIIOJIB30BAIH
KOHTpOHBHbIﬁ BapHuaHT, I'lC BMCECTO HUCHBITYCMOI'0O COCIAWMHCHHA BBOIWJIM BOIY. HOJIy‘-IeHHLIe
PE3yJIbTATHI MIPEACTABICHBI B TaOIHUIIE 5.

Kak BugHO ©3 TaOumuipl 5, Tpu mNepopaJbHOM BBEACHHHM HAONIOAAIOCh 3HAYUTEIHHOC
MHTUOMpOBaHUE TPOMOOOOpa30BaHUSI.

XoTsl HacTosIIee H300PETCHUE OIMCAHO HA NPEIIIOYTHTEIBHBIX IIPUMEPax ero OCyIIeCTBICHUS,
OJIHAKO, JIIOOOMY CHELHUAIHCTY SICHO, YTO B HEIO MOTYT OBITh BHECCHBI PAa3IMYHbIC M3MEHEHHS U
Moau(bHKALMH, HE BEIXOISAIINE 332 PAMKHU CYIIECTBA M 00beMa HACTOSIIIET0 H300PETCHHSI.

dopmyJia uzodpereHust
1. Apomaruueckoe aMUIMHOBOE MPOU3BOAHOE 001Ien hopmyisl |

R
HRl 2 <
N A X-(CH_) -Y
H N "
2
R
4

rae Ri1 - atom Bogopoaa niiM HU3MIask AIKOKCUTPYTITA;

Rz - atoM Bomopona, HU3IIAs alKWIbHAS TPYIA, HU3MIAS ATKOKCUTPYINa, KapOOKCHIbHAs
rpymnmna, KapOOKCHAJIKMIIbHAS TPyIIa ¢ 2-5 aToMaM# yIiiepo/ia WK alIKOKCHKapOOHMIIbHAS TPYTITIA C
2-5 aTOMamH yTiepoJia;

Rs - arom Bomoposma, kapOOKCWIIbHAs TpyIa, KapOOKCHAJKWIbHAs Tpylmna ¢ 2-5 aroMaMu
yriepoja, alKOKCHUKapOOHWIAIKUIIbHAS Irpynna ¢ 3-6 aToMaMu yriepoja, KapOOKCHaIKOKCHIIbHAS
rpymmna ¢ 2-5 aToMaMu yriepo/a, alkoKCUKapOOHMIAIKOKCHIIbHAs Tpynna ¢ 3-6 arTomMaMu yriepoja
WIN QJIKOKCUKapOOHMIIbHAS TpyIa 2-5 aToMaMu yTieposia;

R4 - atom Bomopoa, THAPOKCHITbHAS TPYTINA WIIM HU3IIAs AIKOKCUTPYIITA,

n=0,1,2;

A - ankuneHoBas rpynna ¢ 1-4 aromamu yriepoja, KOTopas MOXKET ObITh 3aMEIIeHa OJHUM WITU
JBYMsI 3aMECTUTENISIMU, BHIOPAHHBIMH W3 THUIAPOKCHAJIKWIBHOW Tpymmbl ¢ 1-4 aromamu yriepona,
KapOOKCHIIa, AJIKOKCUKapOOHMJIBHOM TIpymnmbel ¢ 2-5 aroMaMu yriepoja U KapOOKCHAIKUIbHOM
IPYMIIBI ¢ 2-5 aTOMaMH yIiepo/a;

X - mpocTas CBs3b, aTOM KHCIIOPOJIa MITH CEepbl MM KapOOHWIIbHAS TPyIIa;

Y - HachIIICHHBIH WM HEHACHIEHHBIA 5- WIN O-4IEeHHBIH TeTepOLMKINYECKUi (parMeHrT,
UMEIOIMN OJMH WM J[Ba TETEPOaTOMa, BHIOPAHHBIX M3 aTOMOB a30Ta, KUCIOPOJA, CEPbI, WM
UKIMYECKUH  YTIIEBOJOPOIHBIN (parMeHT, KOTOpble MOTYT OBITh 3aMeIIeHbl MMHUHOTPYIIIOH,
KapOaMOMIIOM, MOHO- WJIM JTUAKHIIKapOaMOMIIOM, AIKAHOMMHIOUIIOM, HU3IIMM aJIKHIIOM, HU3IIAM
QITKAHOWJIOM, AITKOKCUKapOOHUIIMMHHO, OCH3UIIMMHIONIIOM, ATKAHOMJIAMIHO 170171
QIKUJIAMUHOTPYIIIION; TJI€ HACBHIIEHHBINM WJIM HEHACHIEHHBIA S5-UaM 6- 4WIEHHBIH LHUKIMYECKUI
YIJI€BOAOPOAHBIM (parMeHT MOKET OBITh TaKKe 3aMelleH aMHUHOAJIKWIBHOM TPYINIoW WM
QIKAaHOMJIAMHUHOQJIKUIIBHON Tpynmod, wiu Y SBISETCS aMUHOTIPYMIOH, KOTOpas MOXET ObITbh
3aMelieHa MUPPONIUAMHUIBHON UITH MHPa3HHUIBHOMN TPyIIOH;



rpymma GopMyIibl

SIBJISICTCS TPYIIION, BEIOPAHHOM M3 MHAONMMIA, OeH30(ypaHuia, OEH30THEHIIIA, OCH30THA30IHIIA,
Had A, TeTparuapoHadTHiia, OEH3UMHKIa30JI1IA;

WK ero apMareBTUIECKH TpHeMiIeMast COJlb.

2. ApomaTtndeckoe aMHIUHOBOE MPOU3BOJHOE HMJIM €ro COJb MO M. 1, B KOTOPOM YyKa3aHHBIH
HACBHIIEHHBIN WM HEHACBHIICHHBIN 5- WM 6-4ICHHBIN TeTepOIUKINYeCKU (PparMeHT colepKuT 1
WIN 2 TeTepoaToMa, BEIOPaHHBIX U3 aTOMOB a30Ta M KHCIOPO/a.

3. ApomaTHyeckoe aMUJIMHOBOE MTPOU3BOIHOE, MTPEACTaBstolIee coboit 2- [4-[(1-aneTumumon-
3-tmupposuauami)okcu | ennn| - -3-(7-amMuauHO-2- HaQTHIT)IPOMUOHOBYIO KHUCIOTY UM €€ COJb.

4. ApomaTthyeckoe aMHIMHOBOEC MPOU3BOIHOE, MpeacTasisioniee coboit (+)-2-[4-[((3S)-1-
aIle TUMUIOWIT-3-TIUPPOTUAMHIIT)OKCH | -herun] -3-(7- aMuauHO-2-HadTHII)[TPOITMOHOBYIO KHUCIIOTY
WIH €€ COJIb.

5. Apomarnyeckoe aMHIMHOBOEC IMPOM3BOJHOE, MpeiacTaBismomee coboit (2S)-2-[4-[((3S)-1-
aleTUMUIOWIT-3-IUPpPOTUAMHIIT)OKCH | erm] -3-(7- amuauHO-2-HadTHII)IPOIMOHOBYIO KHCIIOTY
WIN €€ COJIb.

6. Apomaruueckoe aMHUJMHOBOE IMPOU3BOJHOE, TpejacTaBistomee coboit (2R)-2-[4-[((3R)-1-
AIle TUMHIOWIT-3-TIUPPOITHIMHII)-OKCH | -pern| -3-(7- aMuIuHO-2-HaQTHI)IPONIUOHOBYIO KHCIIOTY
WIIN €€ COJIb.

7. ApoMaTHyeckoe aMUIMHOBOE TMPOU3BOTHOE, MpeCTaBIstoliee coboit 2- [4-[(1-aneTumumonsi-
2-nuppoauauann)MeTokcu | penun] -3-(5-amunnHo6eH30[D] THEH-2-1IT)IPOTHOHOBYIO KHCIOTY HIIH
ee CoJlb.

8. Apomarnveckoe aMHIHHOBOE MPOU3BOIHOE, MpeacTaBistomee coboi (+)-2-[4-[((2S)-1-
AIeTUMUIOWIT-2-TTUPPOITATTHII )METOKCH | -(penu| -3-(5- amuHOOEH30[ D] THUEH-2-
WT)IPOTIHOHOBYIO KUCIIOTY WJIH €€ COJIb.

9. ApomaTHyeckoe aMUJIMHOBOE MTPOU3BOIHOE, MTPEACTaBsIoNIee coboii 2- [4-[(1-aneTnumumon-
A-muniepuannun)okcu| dpernn] -3-(7-aMuauHO-2-Ha( THIT)TPOIMHOHOBYIO KUCIIOTY HITH €€ COJIb.

10. Apomaruyeckoe aMHIMHOBOE MPOU3BOJIHOE, TMpejacTaBisomee cobdoir (+)-2-[4-[(1-
aneTuMuIoWI-4-unepunuHun)okcu| denmn] -3-(7-aMuanHO-2- HAQTWI)IPONUOHOBYIO KHCIIOTY
WIIN €€ COJIb.

11. Tlewrarmapar tuapoxiopuaa (2S)-2[4-[((3S)-1-aumetumumonn-3- THUPPOIIUIMHNAI)OKCH ]
dennn| -3-(7-aMunHO-2-Ha T )IPOMTHOHOBON KHCIOTHI.

12. ®apmaneBTHuecKas KOMIIO3WIMS, OO0JIQ[aromasl aHTUKOATyJIUPYIOIMIAM  JIeHCTBUEM,
BKITIOYAOIIAsl aKTUBHOE HA4Yall0 W IeJeBble J00AaBKH, OTJIMYAIOLIASICSI TeM, YTO B KauecTBE
AKTUBHOTO Hadalla OHAa COACPKUT 3((EKTHBHOE KOJIMYECTBO aAPOMATHUYECKOTO aMHIMHOBOTO
npon3Bo tHOTO 110 1. 1-5, 8, 10 mimm 11 wimn ero apMarieBTHIecKu IpueMIIeMOi COJTH.



Tabauua 1

Tadoauunl

Coenunenue

PactBopuMocTh

DABE [1,2-6uc(5-amuauao-2-0eH30(ypaHuI)ITaH |

CoeanHeHre WUTIOCTPUPOBAHHOTO npumepa 19

21
.25
45
.73
-+-96

104

108

5 mr Ha 1 MIT Wik MEHEe
450 mr Ha 1 M1 He Gostee
600 mr Ha 1 mut uau Gosee
500 mr Ha 1 M1 mim Gostee
200 mr Ha 1 mut uam G6ogee
450 mr Ha 1 M wim Oostee
400 mr Ha 1 M mim Ooee
450 mr Ha 1 mu1 unu 6onee
350 mr Ha 1 M uam Goltee

Tabnuma 2
CoenuHeHne AHTHKOAryIMpyromas FXa- HNHrnbéuposanue
akTuBHOCTH CT2 UHTHOHMPOBAHUE TPOMOHHA
(u kM) ICs0( 2 k M) ICso( £ k¥ M)
DABE 1,6 0,095 5)
CoeMHEHNE WLTIOCTPUPOBAHHOTO 0,32 0,032 9,0
npumepa 19 0,18 0,013 >400
CoeMHEHNE WLTIOCTPUPOBAHHOTO 0,49 0,041 >2000
npumepa 43 3 0,36 50
CoenuHeHne NUTFOCTPUPOBAHHOTO 1,45 0,17 190
npumepa 45 5 0,6 >600
CoenuHeHne NLTFOCTPUPOBAHHOTO 1,1 0,1 370
npumepa 48 0,8 0,16 26
CoeMHEHNE WLTIOCTPUPOBAHHOTO 0,54 0,044 29
npumepa 68 0,23 0,045 170
CoeMHEHVE WLTIOCTPUPOBAHHOTO 0,3 0,011 2,5
npumepa 89 0,64 0,086 230
CoenuHenne NUTIOCTPUPOBAHHOTO 0,35 0,054 6,8
npumepa 94 2,3 0,56 100
CoenuHenne NLTIOCTPUPOBAHHOTO 0,3 0,018 250
npumepa 95 0,38 790

CoenHeHNEe WILTIOCTPUPOBAHHOTO
npumepa 96
CoenHeHNE HILTIOCTPUPOBAHHOTO




npumepa 97
CoenuHeHre WLTIOCTPUPOBAHHOTO
npumepa 98
CoenuHeHre WLTIOCTPUPOBAHHOTO
npumepa 104
CoenuHeHNEe WLTFOCTPHPOBAHHOTO
npumepa 105
CoenuHeHNEe WLTFOCTPHPOBAHHOTO
npumepa 106
CoenuHeHre WLTIOCTPUPOBAHHOTO
npumepa 108
CoenuHeHre WLTIOCTPHPOBAHHOTO

npumepa 127

Tabmauua 3

Coenunenue (103a)

OTtHomenue ucneIT./KOHTpoTb APTT

0,5 yac 1 gac 24yaca | 44aca

CoenuHeHne WILTFOCTpHpoBaHHOTO npumepa 45 (100
MK/KT)

CoenuHeHne HWILTFOCTpHpOoBaHHOTO npumepa 48 (100
MK/KT)

CoeauHeHne WUTIOCTpUpoBaHHOTO npuMepa 61 (100
MK/KT)

CoeauneHne wutocTpupoBanHoro npumepa 89 (100
MK/KT')

CoenuHeHnne witocTpupoBanHoro npumepa 96 (100
MK/KT')

CoenuHeHnne witocTpupoBanHoro npumepa 98 (100
MK/KT')

Coenunenne wunoctpupoanHoro npumepa 105 (100
MK/KT)

Coenunenne wunoctpupoBanHoro npumepa 108 (100
MK/KT')

1,63 1,52 1,48 1,28
1,46 1,42 1,41 1,18
1,40 1,28 1,21 1,09
1,24 1,22 1,17 1,14
1,68 1,64 1,57 1,42
4,07 3,96 3,37 2,19
2,69 3,60 2,41 1,66
2,12 2,18 1,69 1,39

Tabauua 4

Coenunenne Yucnno KUBOTHBIX, KOTOPBIM Uuciio cMepTenbHbIX

BBOJIUJIA COEIUHEHNE CITy4aeB

COCI[I/IHCHI/IG HIUTIOCTPATHBHOTO




npuMepa 5 0
19 5 0
“25 5 0
“45 5 0
“69 5 0
“88
Tabnuua 5
Coenunenune Jo3a (MK/KT) O6pa3oBaBmnecs WNurubuposanue
TPOMOBI (MKT) Tpomb03a (%)
Bona - 890 + 102 -
CoenuHeHue npumepa 10 585 + 85 34
45 30 356 +£51 60

3HaY. + CTaH[. OLINOKHU
(n=6) *! : p<0.05 na

KOHTPOJTb.




