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R = Me, Et, i-Pr, sec-Bu, cyclo-CgH4¢; X = H, NO,

PernocenexkTHBHBIM aIaMaHTHIMPOBAHHEM IPOM3BOAHBIX 1,2,3-TpHa3ojioB CHMHTE3UpOBaHbI 1-(amamanraH-1-nm)-1H-1,2,3-tprazonsl u
cepust conieil 1-(amamanraH-1-un)-3-ankui-1,2,3-Tpuazonus. HampasieHue ataku aJlaMaHTUIIBHBIM KaTHOHOM MO aToMy a3ota N-1 u
PETHOCEIeKTUBHOCTH IPOIIECCOB aIaMaHTIIIMPOBAHUS M KBAaTEPHHU3AIMN 00ECTIeunBaeTCs psiioM (haKTOPOB: CIEIU(IIHOCTHIO CBOWCTB
BBICOKOKUCIOTHBIX cucteM AdOH-HCIO4 m AdOH-H,SO,4, a Takke CTpYKTYpHOH OCOOEHHOCTBIO M BBICOKOW PEaKIMOHHOH CIIOco0-
HOCTBIO aJjaMaHTaH-1-o07a.

KioueBsble cioBa: 1-(agamanran-1-mn)-1H-1,2,3-tpuason, agamantas-1-o71, ankwicynbdaT, cepHast KACIIOTa, coib 1-(azamaHTaH-1-m)-
3-anmkun-1,2,3-tpuazonus, 1,2,3-Tprazon, XJIOpHAs KUCIOTA, alaMaHTHIINPOBaHIEe, KBATEPHU3AIHS, PETHOCEIIEKTHBHOCTb.

1,2,3-Tpra3onbHBId LUK BBICTYIAeT Kak 0azoBas
CTPYKTypa B Ju3aiiHe OHMOJIOTMYECKH AKTUBHBIX COCIIHU-
HeHHi,' BBICOKOHEPreTHUECKHX MATEPUAIIOB,” KOMILIEKC-
HBIX COCHHHCHHﬁ,3 HOHHBIX )KH}IKOCTCﬁ4 U MOJMMECPHBIX
M.":lTelf)I/I.‘ElHOB,5 a TaKXE B KayeCTBEC KOMIIOHCHTOB (1)OTO-
JIIOMUHHUCIHCHTHBIX CCHCOPOB JJIA PA3JINYHBIX aHAJIUTUYC-
ckux meneit.’ CtpykTypHBle MOIU(MUKAIIMA TTPOU3BOTHBIX
a30JI0B C BBEJICHHEM a/laMaHTWIBHOTO 3aMECTHTENS MOTYT
MIPUBECTH K PACIIUPEHHIO CIIEKTPa MPAKTHIECKOTO HCIOIb-
30BaHM COCIMHEHHH Ha OCHOBE a30JbHOTO IMKJIA, YTO
00yCIIOBIIeHO crienn(pUUeCKUMHU CBOMCTBAMH a/laMaHTaHA!
KOH()OPMAIIMOHHOW  JKECTKOCTBIO, JUMO(PUILHOCTRIO U
1rapoo6pasHoii reomerpueii.” [IpoM3BOIHBIE a3011a, COIEP-
JKalie aJaMaHTHIBHBIA 3aMECTHTENb, SBISIOTCS JeKap-

© 2019 JlaTBHiCKHil HHCTUTYT OPraHUYECKOTO CHHTE3a

CTBEHHBIMH CpeI[CTBaMI/I,S MoJIMMEpamMH U METAJIOOpraHu-
YECKUMHU KapKaCHBIMH MaTepI/IaJ'IaMI/I,g WCIOJIB3YIOTCSL B
XUMHH KOMILICKCOB "XO3MH—TOCTD" M HAHOTEXHOJIOTHSX.
HecmoTtpst Ha To, 9TO paHee OBLI CHHTE3HPOBAH MIMPOKUN
P IPOU3BOAHBIX FeTapI/IJ'[a):[aMaHTaHOB,ga’b’l] JIaHHBIE TI0
cuHTe3y aanykToB 1,2,3-Tpua3ojia U aJjamMaHTaHa BecbMa
orpaHuueHHbl. B nuTepaTtype UMEIOTCS e€IUHUYHbIE
npuMepsl nostydenus 1,2,3-TpuazonuiaaMaHTaHoOB, OCHO-
BaHHbIE Ha peakusax 1,3-AUNoIspHOro HUKIONPUCOEINHE-
mus.''® Cemenns o cuHTese coueil N,N-nu3aMeIeHHoTo
1,2,3-Tpua3onus, COAEpKAIIUX B CBOEH CTPYKType aflaMaH-
TWIBHBIA ()PArMEHT, B TUTEPATYPE OTCYTCTBYIOT.
YI0OHBIMU TTOIXOAaMU IJIT MOIU(HUKAIIMA MTPOU3BOJI-
HbIX 1,2,3-TpHa3ona sABISIOTCA N-MOHOAIKHIUPOBAHUE U
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HCUEpIIBIBAIOIIEE ANKIIHPOBaHKe (KBaTepHu3ams). > [Tpu
pacCMOTpEHHH peakIuii aMOMAEHTHBIX HYKJICO(HIIOB,
HMCIOIIMX HE MEHee [BYX TIE€TepoaTOMOB — JIOHOPOB
JJIEKTPOHOB, BO3HUKAET BOIPOC O PETHOCENEKTHBHOCTH
mporiecca, SBISIOMENHCS OOHON W3 KIIFOYEBBIX IpoOieM
XAMHAW TeTeporukiioB. IIpomsBomneie 1,2,3-Tpua3zona,
Bkimtogas 4(5)-autpo-1,2,3-Tpuas3oisl, alKHIHPYIOTCs, Kak
MPaBUJIO, TIO BCEM aToMaM a3oTa, oOpasys cMech Tpex
PErHOM30MEPHBIX TIPOAYKTOB. > VI3BECTHBI HEMHOTO-
YHCIICHHBIE NTPUMEPBI PETHOCENEKTUBHBIX PEaKIUN: aJKh-
nuposanue 1,2,3-tpuasona i-PrOH'* u 4-uurpo-1H-1,2,3-
tpuasona'?® +-BuOH B cpesiax ¢ BHICOKOH KMCIOTHOCTBIO, a
TaKkKe KBaTepHM3amma |-ankwn-4-autpo-1H-1,2,3-tpu-
asonoB auankmicymbdaramn' > wm -BuOH'" B kmcmbix
cpenax. yHKUMOHANIM3aUKA IPOU3BOAHBIX 1,2,3-Tpuazoina
CTEPUUIECKN HArpy>KCHHBIMH CIIUPTAMH, a TAKXKE BIIMSHHC
pa3nu4IHBIX (PAaKTOPOB HA XOJI PEaKINH HE U3yUCHBIL.

ITpoBeneHHble HccneOoBaHUA B 00JACTH KaTalu3Hpye-
Moil KHCTOTOH (yHKIMOHATH3AIMH a307108 2> ¢ ¥ cremu-
¢¥UKa peaKIMOHHOM CHOCOOHOCTH TPOW3BOIHBIX aJaMaH-
TaHa MOOYAMIN HAC K MPOJIODKEHUIO PaboT 1Mo pa3paboTke
PETHOCETIEKTUBHBIX METOJIOB CHHTE3a HEM3BECTHBIX paHee
1,2,3-TpuazonmnagaManTaHoB. B Hactosmiedi pabote MBI
n3ydmm peakuuio 1,2,3-tpuaszonos, 4(5)-aurpo-1,2,3-Tpu-
azonoB u N-ankwi-4(5)-autpo-1,2,3-Tpra3onoB ¢ agaMaHTaH-
1-omom (AdOH) B cpene H,SO,4 i HCIO,.

OOHapykeHO, YTO amaMaHTWiIupoBanme 1,2,3-Tpu-
azonos la,b B cuctreme AdOH-H,SO, npouncxoaut uckio-
YUTENBHO 10 aToMy aszora N-1 ¥ eAWHCTBEHHBIMHU
MPOAYKTAMH PEaKIHMH SBIIOTCA 1-(amamanTas-1-mm)-1H-
1,2,3-tpuazon  (2a) wu 1-(amamanras-1-wn)-4-autpo-1H-
1,2,3-tpuazon (2b) (cxema 1). DddeKkTHBHOCTh BHIOpaH-
HOTO peareHra aJamMaHTaH-1-oyia 00ycioBJIeHa JIETKOCTHIO
00pa3zoBaHys M BEICOKOH CTAOMIBHOCTBIO aaMaHTHIILHOTO
katnoHa (Ad’), CTaBMIM3MPOBAHHOTO 3JEKTPOHOIOHOP-
HBIM BIIMSTHHEM TPEX COCEJHHX METHJICHOBBIX TPYII |
">ddexrom KneTkn","’ BOIHHKAIONMM B pe3ylbTaTe IHepe-
KPBIBaHUS TBUIBHBIX CTOPOH OpOWTaNell 4eThIpeX TPEeTHd-
HBIX aTOMOB yIJIEpO/ia BHYTPH KapKaca.

Cxema 1
H\[:] X
N\ H+ \ —_— \
N N@ H2304 —-H*
|l| rt,3h d
1a,b
2a (50%)
a X=H,bX=NO, b (97%)

B xonuentpupoBannoit H,SO4 1,2,3-tpuazonsr la,b
TIOJIBEPTAIOTCSl MPOTOHUPOBAHUIO ¢ 0Opa3oBaHMEM KaTHO-
HoB 1H,3H-1,2,3-Tpua3onusi, B KOTOPBIX €IUHCTBEHHBIN
JOCTYIHBIN Ul BBEAEHUS 3aMECTHUTENs aToM a3zora N-2
y4acTBYEeT B paclpeieIeHUH TMOJIOKUTEIbHOIO 3apsana. B
CBSI3U C OTHM JJIEKTpo(wiIbHAas aTaka [0 3TOMY aToMy
a30Ta 3aTpyJHEHA U alKWIMpOoBaHue katuoHa 1H,3H-1,2,3-
TPHA30JMs HE TPOUCXOIUT. TakuM 00pa3oM, ajaMaHTHIIb-
HBII KaTHOH aTaKyeT HeiTpalbHble MONeKynsl 1,2,3-Tpu-
azonmoB la,b, mpuBoxs k katmoHam 1-(agamaHTaH-1-wmi)-
1H,3H-1,2,3-Tpra3onus, KOTOpbIE IpU JEIPOTOHUPOBAHUU

tpaHcopmupytotes B 1-(amamantan-1-un)-1H-1,2,3-tpu-
azouiel 2a,b (cxema 1).

Ha creneHp KOHBepcHH MCXOIHBIX COEAMHEHHH B
peakimu azonoB la,b u AJdOH B KHCIOTHBIX cpemax
BIMSIOT ABa (paKkTOpa: CTENEHb MPOTOHMPOBAHUS a30Ja U
peaKIoHHAs CTIOCOOHOCTh HEUTPATBHBIX MOJIEKYT a30JI0B.
BBenenne 31eKTPOHOAKIETITOPHONH HUTporpymmsl B 1,2,3-
TPHA30JIBHBIA UK MPUBOJUT K 3HAYUTEIHHOMY CHIDKCHHIO
ocHOBHOCTH a3ona: pKpy: 4(5)-autpo-1,2,3-trprazomna 1b
paBHa —9.64'* uTo mpumepHo Ha 10 morapuPMHUIECKHX
€IMHUIl HIDKE COOTBETCTBYIOLIErO 3HaueHus it 1,2,3-Tpu-
aszona la (pKpp:+ 1.00123). T'naBHOE BiIMsSIHUE OCHOBHOCTH
1,2,3-Tpra3ona Ha CTENEeHb KOHBEPCHU HCXOTHBIX COEIH-
HEHUH B aJKUIMPOBAHUH COCTOUT B MU3MEHEHUH CTEIECHU
IIPOTOHHPOBAHUS a30J1a, KOTOpas CYIIECTBEHHO CHMXKAETCs
y 4(5)-nutpo-1,2,3-tpuazona 1b no cpasrenmo ¢ 1,2,3-tpu-
azosiom la. Ilpu 3TOM peakIMOHHAs CIIOCOOHOCTH HEHT-
pampHBIX MoJekyn 4(5)-uutpo-1,2,3-tpuasona 1b Ttakke
cHmkaeTcsa. Takum 00pa3oM, CTENEHb NMPOTOHUPOBAHUS U
pEaKIMOHHAS  CIHOCOOHOCTh  HEUTPANbHBIX  MOJICKYJ
peareroB la,b KOMIEHCHPYIOT ApYyr Apyra B BBIPRKECHHU
JUISL OTIPEZICNICHHs CTENCHN KOHBEPCHH HCXOIHBIX COEIH-
HEHUH B aJaMaHTIJIMPOBaHMH, MOITOMY IIPU OTPOMHOM
pa3IUYMM B OCHOBHOCTH 3THX pEareHTOB pa3iHuue B
CTETIeHHU UX IIPEeBpallleHHs] HE3HAUUTENIbHO: 3a 3 U peaKkluu
JocturaeTcst monynpespamienue 1,2,3-tpuazona la u
nonHas kouBepeus 4(5)-uutpo-1,2,3-tpuasomna 1b.

B cnextpe AMP 'H 1-(amamanrtan-1-um)-1H-1,2,3-tpu-
azosia (2a) CUTHAJIBI JBYX TeTepOapoOMaTHUECKHX IPOTOHOB
MPOSIBIAIOTCS XapaKTepHbIMM CHHIIeTamMu npu 7.71 u
8.20 m. x. Curnan nporona H-5 coegunenus 2b peructpu-
pyetcs B 6oJiee cnabomnoibHol obmactu pu 9.29 M. 1., 9TO
CBA3aHO C BIUSHHMEM 3JEKTPOHOAKIENTOPHON HUTPO-
rpynibl. [IpoToHam anaMaHTHIBHOTO (parMeHTa coeuHe-
HU#l 2a,b O0TBeYalOT yIIMPEHHBIE CHHIJIETHI, PACIIOJIOKEH-
Hble B o0mactax 1.75-1.77 n 2.18-2.26 m. x.

Crpykrypa 1-(amamanTtaH-1-wmn)-4-autpo-1H-1,2,3-tpu-
azona (2b) omHO3HauHO ToOATBepkIeHa MeToaoM PCA
(puc. 1). Cornacuo nanusiM PCA, B MOJieKyJie COeTMHEHUS
2b 1,2,3-Tpua3oybHBI MK TUIOCKWN, CpeIHEeKBaapa-
TUYHOE OTKJIOHEHHE AaTOMOB OT IUIOCKOCTH COCTaBIISICT

Pucynok 1. MonekymnsipHas cTpykTypa coequHenus 2b B mpen-
CTaBJICHUH aTOMOB SJUTHIICOMJIaMU TEIUIOBBIX Kosebanuit ¢ 50%
BEPOSTHOCTBIO.
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0.006 A. Hurporpynma Takxe IUIOCKAs, BBIXOJ aTOMa
azota N-4 U3 MIOCKOCTH, B KOTOpOH sexaT aTtoMbl O-1,
0-2, C-4, pasen 0.013(3) A. [Ipyrpaunbiii yron mexmy
IUIOCKOCTBI0 HUTPOTPYHIBI M IUIOCKOCTBIO 1,2,.3-Tpm-
a30JIbHOTO IHMKJA paBeH 1.6(2)°. [InuHbBI CBsI3eil U BaJICHT-
HBIE€ YIJIBl COOTBETCTBYIOT CpPEJHECTaTUCTUUECKUM 3Haye-
musm. 'Y B kpucramie coequHenns 2b 06pasyior Gecko-
HEYHbIC ENU BJIOJb OCH € 32 CYET CJIAa0bIX BOJOPOHBIX
cesseit C(5)-H---N(2) (paccrosmue H--"N(2) 2.46 A,
C(5)--"N(2) 3.379(2) A, yron C(5)-H---N(2) 168°).

CucteMaTHueckue HCCIEeIOBAHUS MOHOAIKUIMPOBAHUS
4(5)-autpo-1,2,3-tpuazona 1b B KHCIOTHBIX, IEIOYHBIX H
HEHTpalbHBIX Cpelax CAeNand JOCTYNHBIMU N-3aMelleH-
uble 4(5)-auTpo-1,2,3-Tpuasonsr.' > ¢ PaspaGoTanHbie METOIbI,
OT/IMYAIOIINECs HeCeNeKTHBHOCTHI0, ™ mpuBenn k o6pa-
30BaHUIO CMeCEH pEerHoM30MepHbBIX N-ajkui-4(5)-HuTpo-
1,2,3-Tpua3onoB,  coaep)KaluxX  MaJoOJOCTyIHbIE U
HEM3BECTHbIE paHee 1-anmkun-5-HuTpo-1H-1,2,3-TpHrazoinsl
(N*-m30MepBl), 0GMANAIONINE YHHKATBHBIMU CBONCTBAMHU:
HanOompIIeil cpemu u3oMepHbIx N-ankuin-4(5)-aurpo-1,2,3-
TPHA30JI0B SHTANbIHEH oOpasoBanus,”’  HauGoIbIICH
OCHOBHOCTBIO™® W HambOMbIIeit peakIMoOHHON CIocoo6-
HOCTBIO B PEAKIMAX KOMIUIeKkcooOpasosanus.’ Takum
06pa3oM, N'-H30MepHl BBI3HIBAIOT HHTEPEC B KAaueCTBE
MOTEHIMAJIbHBIX MCXOIHBIX COEIMHEHUN B CHHTE3€ CoJel
N,N-nm3amemiennoro  4(5)-autpo-1,2,3-tpuazonust ¢
aJlaMaHTUIBHBIM 3aMECTHTENIEM.

OCHOBHOCTh T€TEPOLUKINYECKOIO CyOcTpaTa OKasbl-
BaeT BIMAHHME Ha ero KsaTepHu3anuio. Ilo mgaHHBIM
KBaHTOBO-XMMHUYECKUX PACUETOB, OCHOBHOCTH N-ankui-4(5)-
HUTPO-1,2,3-TpHa30noB 3aBUCUT OT MOJOXKEHUs N-3amec-
TuTens B 1,2,3-Tprua3oibHOM LHUKIIE M YBEJIMYMBACTCSA B DALY
2-ankun-4-uutpo-2H-1,2,3-Tpuazonsr 3a—e (N-m3omeps1) <
< l-amkun-4-rutpo-1H-1,2,3-rpuazonsr 4¢,d (N'-u3omeprr) <
< 1-ankun-5-autpo-1H-1,2,3-tpuazonel 5a—e (N*-mzomepbr)
(cxema 2). Pacuetnoe 3Hauenue pKpps 1-MeTHI-5-HUTPO-
1H-1,2,3-tpuasona (5a) (N°-usomepa), paHoe —4.21,
OoJsiee yeM Ha 4YeThIpe JIoTapU(PMUUECKHE EAMHHIIBI BhIIIE
COOTBETCTBYIOIIETO 3HadeHus aias |-mermn-4-uurtpo-1H-
1,2,3-tpuazomna (N'-usomepa) (pKpy: —8.60).'*

CylecTBeHHOE BIUSIHHE OCHOBHOCTH BBISIBJICHO IIPH
KBaTE€pPHU3ALUN H30MepHBIX N-ankwi-4(5)-autpo-1,2,3-
TPHA30JI0B C HU3IIMMHU NEPBUYHBIMU (coeuHeHus 3a,b u
5a,b), BropuunsiMu (coenuHeHus 3-5 c¢,d) u HuKIHYe-
CKMMHU (CoenTUHEHNS 3e U Se) anKuIbHBIMH 3aMECTUTEIISIMH
B cucteme AdOH-HCIO,. B peakiuio, HE3aBUCUMO OT
3aMECTHTEIIs, BCTYNAIOT HCKIIOUMTENEHO N°-H30Mephl Sa—e,
Jake HECMOTPSI Ha MX HHU3KYIO JIOJTIO B cMecsx N-ankni-4
(5)-muTpo-1,2,3-TpHazonos 3a—e, 4¢,d u Sa—e (cxema 2).

Ha ocHOBaHMHM KBaHTOBO-XMMHYECKHX PacueTOB OTHO-
CUTENBHON HEPTUH N30MEPHBIX KaTnoHOB 1,2-k1, 1,3-k2 u
1,2-k3 N,N-muzameriennoro 4(5)-autpo-1,2,3-Tpuazonus
HanOojee yCTOMYMBBIMHU SBIISIOTCS KATHOHBI 1,3-k2'%4¢
(puc. 2). Takum oOpa3om, oOpazoBaHHe Hamboiee TepMo-
JUHAMHYECKH CTAaOWIBHBIX MPOAYKTOB 1,3-am3amerneHus
BO3MOXHO TOJBKO HPH alIKWIMpoBaHHH N'- mmu N°-m3o-
MepoB (coenunenus 4¢,d u Sa—e).

JUis KBaTepHHW3AaLMK HCIOJIB30BATM CMECH PErHOM30-
MepHbIX N-ankuin-4(5)-autpo-1,2,3-tpuazonos 3a—e, 4c,d

Cxema 2
OoN 05N OoN
1>=\ 3 3>/_\\1 3>=\1
r-NzoN  + N2 N * N2 N-g
N l}l N
5a—e R 4c,d
3a-e
(N-isomer) (N'-isomer)

\ (N2-is\o;er) J

AdOH-HCIO,
1, 3 h

~ -
L
N
6a—e

aR=Me, bR =Et, ¢cR=i-Pr,dR =sec-Bu, e R = cyclo-CgHq4

73-85%

n 5a—e u HoBylo cucremy AdOH-HCIO, (cxema 2). B
konnentpuposansoii HCIO, N'- u N*-u3omeps! (coenune-
Hus 4c¢,d u Sa—e) TPOTOHHPYIOTCA C 00Opa3oBaHHEM
KaTHOHOB 3-(amamaHraH-1-un)-1-ankun- u 1-(amamanras-
1-wn)-3-ankun-4-autpo-1,2,3-tpuasomus  (xatuonsl  1,3-k2).
B pesynpraTe HIpOTOHMPOBAHMS U JAETUApaTaliMd MoJIe-
Kynbl amaManTad-1-oma B cpene HCIO, obpasyercss BBICOKO-
CTaOMJIBHBIA aJaMaHTHIIBHBIA KapOkaTHOH. Kak moka3aHo
BBIIIIC MPH OOCYXACHUHU aJKwinpoBaHus 1,2,3-Tpua3oios
la,b, xatwon 1H,3H-1,2,3-Tpuazonusi He pPEAKIUOHHO-
croco0eH B pCakqun C aJlaMaHTWIbHBIM KaTUOHOM,
MO3TOMY IIpHU KBaTepHU3AIMN coenuHeHunid 4c,d m Sa—e
aJaMaHTWIBHBI  KapOKaTHOH aTaKkyeT HEHTpalbHbIE
MoOJIeKyJbl 1,2,3-Tpra3osos.

KBarepuu3zarus Haubosiee OCHOBHBIX 1-ajKmii-5-HUTPO-
1H-1,2,3-tpuazonos (N’-m3omepoB) 5a—e B cucreme AdOH—
HCIO4 mpotekaeT cenekTMBHO NO aroMy aszora N-3 ¢
00pa30BaHHEM TEPMOJMHAMHUYCCKH 00jiee CTaOUIBHBIX
coneit 1-(amamantan-1-mn)-3-anxwi-4-aurpo-1,2,3-Tprazomms
6a—e (cxema 2). Peakuus 3aBepinaeTcsl BBIMAJIECHUEM U3
PEaKIMOHHBIX CMeceil coyell 6a—e ¢ BBICOKMMH BBIXOJaMHU
(Tabm. 1).

IIpu xBaTepHM3allMM JOCTaTOYHO OCHOBHBIX, YTO
JIOJDKHO CIIOCOOCTBOBATh ANKWIMPOBAHUIO, 1-aNKHI-4-HUTPO-
1H-1,2,3-tpnasonos 4¢,d (N'-usomepos) atom azora N-3
MpeanouTUTEeNbHee aToMa a3oTa N-2 I aTakd ajaMaH-
TUJIBHBIM KaTHOHOM (kaTuoH 1,3-k2 crabmipHee KaTHOHA
1,2-k1). OgHako peakiisi YyBCTBUTEIbHA K CTEPUIECCKUM
¢dakTOopaM W HaTM4Me B TMOJOXEHWH 4 HUTPOTPYIIIBI
MPEIATCTBYET BBCIACHUIO 00BEMHOTO aJaMaHTHIIBHOT'O
3aMeCcTHTENS K aToMy a30Ta N-3. OTUM 0OBSICHIETCS OTCYT-

OZN 02N 02N
?\I;T\l\] +>_\1 1>_\3
S N=R R1,N\\’\21,N\R R/N\'J\T,N
it 1
1,2-k1 1,3-k2 1,2-k3
R, R'=H, Alk

Pucynok 2. M3omepHbie kKaTnoHBI NV, N-mi3amenieHHoro 4(5)-HUTpo-
1,2,3-Tpuazonus.
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Ta6aumna 1. Kparepuuzanus cmeced N-ankuin-4(5)-HUTpo-
1,2,3-tpuazomnos 3a—e, 4¢,d u Sa—e B cucreme AAOH-HCIO,

Cwmechb Bhixo
(cootHomenune 1,2,3-Tpuazon Iponykr % 7
HU30MEPOB) °

NO, NO,
3a:5a = oY ClO4~
1) N\‘N/N\Me Ad’N\N/N\Me 85
5a 6a
NO, NO,
3b:5b N/ _<N N/@<N Clo4~ s
9:1) S\ CEt Ad™ S TEt
5b 6b
NO, NO, _
/=< @ ClOy4
4c¢:3c:5¢ Me Me
(14715) N\\N/N\( AdzN\N,N\( 83
5¢c Me 6c Me
NO, NO, Clo.-
,—<_ —< 4
4d:3d:sd N Me NN Me 82
(1:23:10) N7 Ad™NN”
5d Me 6d Me
NO, NO,

Clo,”
3e:5e /=< /®—<
o) N\\N,N\O Ad,N\N,N\Q 73
5e 6e

CTBHE MPOyKTOB KBaTepHM3aiy N'-im3oMepos 4e¢,d — coneii
3-(amamanTas- 1-m1)- | -ankmwi-4-HuTpo-1,2,3-Tpra3omnus.

Comu 1-(amamantas-1-nm)-2-amkwi-4(5)-aurpo-1,2,3-Tpu-
a30JMs, UCTOYHHKAMH KOTODBIX BBICTYMAIOT N -H30MEpHI
3a—e, B NpOAyKTax KBAaTEPHU3ALMU TETEPOIMKINYECKUX
ocHOoBaHHi 3a—e, 4¢,d u S5a—e He 3aduUKCHUpPOBAHEL. ITO
00ycitoBNIeHO TeM, 4YTO oOpasoBaHHE 1,2-ITU3aMEIIEHHBIX
katuoHoB 1,2,3-tpuazomus 1,2-k1 u 1,2-k3 BcTpeuaer
CTEpHUECKUE 3aTPyIHEHUS.

Takum o0Opa3oM, kBaTepHU3aIwst N-ankui-4(5)-HUTpo-
1,2,3-rpuazonoB 3a—e, 4c,d u Sa—e B cucreme AdOH-
HCIO,4 sBnsiercst mpenapaTuBHO YHOOHBIM OJHOPEaKTOP-
HBIM METOJOM pErHOCEeIeKTUBHOTO CHHTE3a coyiell 6a—e,
HCKJIIOYAIOIIMM BBIEJICHUE B HHAMBHUIYalbHOM BUJIE
N-m3omepoB 5a—e u3 cmeceit N-ankui-4(5)-uutpo-1,2,3-
TPHA30JI0B.

CrpykTypa mOJy4eHHBIX cosieil 1-(amamanTaH-1-wn)-
3-ankun-4-uutpo-1,2,3-tpuasonus  6a,b moaTBepkaeHa
BCTPEYHBIM CHHTe30M. Ha MerwnmpoBanue (STHIMpPOBaHHE)
1-(amamanran-1-un)-1H-1,2,3-rpuazono  2a,b  nuankmn-
cyibhaTaMu IPOCTPAHCTBEHHBIE (PAKTOPBI, NMO-BUANMOMY,
CYIIECTBEHHOTO BIIMSHUS HE OKa3bIBAIOT, M MaJIOOOBEMHBIE
9NEKTPO(UIIbHBIE YaCTHIIBI JIETKO aTakyloT atoM asora N-3.
IIponecc oTaruaeTcs peruoCceeKTUBHOCTBIO U IPUBOAMT K
o0pazoBaHui0 HanOoJiee TEPMOAMHAMUYECKH CTAOMIBHBIX
ankwicynbdaToB 7a—d, KoTopele OOMEHHOH peakuuen
ObLIH NepeBesieHbl B niepxiopatsl 1-(1-agamanTan-1-un)-3-

ankwui-1,2,3-tpuazonust 6a,b u 8a,b (cxema 3). Permo-
CEeNIeKTUBHOCTh KBaTepHHM3aluu |-(amamanrtaH-1-mn)-1H-
1,2,3-tpuazosnoB 2a,b cormacyercs ¢ JaHHBIMU IO CEJNEK-
TUBHOMY aJIKMJIMpOBaHuUto 1-ankuin-4-aurpo-1H-1,2,3-tpu-
307108 JHAIKHICyIb(aTamu. >

Cxema 3

R,S0,4
i (for 7a), ii (for 7b), X
iii (for 7c), or iv (for 7d) _
2ab > /@< RSO, — >
Ad,N\N,N\R
X _
HCIO, /_< B 7a-d
e @ ClOy4
r,0.5h /-\d’N\N/N\R
87-89% i 50°C, 3 h; ii: 90°C, 0.5 h;
6a,b ji: 90°C, 3 h; iv: 90°C, 9 h
8a,b

7aR =Me, X=H; b R =Me, X=NOy;
cR=Et,X=H;dR=Et,X=NO,
8aR=Me, X=H;bR=Et, X=H

Crpoenne coneil 6a—e u 8a,b monTBep)KAeHO CHEKTpab-
HBIMH JaHHBIMH M JJICMCHTHBIM aHAJIW30M. B crmekTpax
SAMP 'H coneit 6a—e mporony H-5 4-uurpo-1,2,3-tpu-
a30JIbHOTO IIMKJIA OTBEYAIOT CUHTIETHl B obmactu 10.35—
10.39 M. 1., IPOTOHBI aAaMaHTUIBHOTO 3aMECTUTEIIS Pe30-
HUpYIOT B obmactu 1.74-1.76 M. a. m npu 2.28 M. 1.
B crextpax SIMP '3C comeii 6a—e XapakTepHCTHUHBIME
SIBIIIOTCSI IBa CJIA0OTONBHBIX CHTHAjJla aTOMOB yTriepojaa
C-4 u C-5, cBs3aHHBIX C aTOMOM BOJOpPOJa W DHJO-
IUKINYECKON HUTporpynmo, mpu 145.5-145.7 u 128.3—
129.3 M. 1. COOTBETCTBEHHO.

Pe3ynbTaThl MCCICIOBAHUS MOJCKYJSIPHOW M KPHCTAII-
JUYECKON CTPYKTyphl coin 8a merogom PCA mo3Bomwnm
HAJIC)KHO YCTAHOBHUTH PETHOCETICKTUBHOCTD ATAKH THMETHII-
cynabdara mo atomy asora N-3 1-3amernenusix 1H-1,2,3-
Tpua3oyioB 2a,b U J0Ka3arh, YTO CTPYKTypa MOJYYCHHBIX
conet 1,2,3-tpuazonus 8a,b comepxur 1,3-muzamenien-
HbI 1,2,3-Tpra3onbHbIi UK (puc. 3).

1,2,3-Tpua3onpHblii LUK B MOJIEKYJIE COSAMHEHUs 8a
mwiockuil. CpeTHEeKBaJipaTUYHOE OTKJIOHEHHWE aTOMOB OT
miockocTy 1,2,3-TprasonsHoro mukma coctasaser 0.003 A.
JmuHBI cBA3€l U BaJeHTHBIE YIJIbl COOTBETCTBYIOT Cpe/IHE-
CTATUCTHYECKUM 3HaueHHsM.'* COINIaCHO HaHHBIM PCA,
annoH ClO4 B KpuCTaiIe JIOKUT MEXAY NBYMS ajaMaH-
THJIBHBIMH (DparMEeHTaMu COCEOHHMX MOJICKYJ COCAMHEHHS

8a (puc. 4).

Pucynok 3. MounekymsgpHas CTpyKTypa coequHeHus 8a B mpen-
CTaBJIEHUH ATOMOB DJUIMIICOMJIaMHU TEIUIOBBIX Kojebanuii ¢ 50%
BEPOSTHOCTBIO.
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Pucynok 4. ®parMeHT KpUCTULTYECKOH YIIAKOBKU cOoeJUHEHuUs 8a.

Takum o0pa3oM, IMMOKa3aHO, YTO aJaMaHTUJINPOBAHUE
1,2,3-rpuazonoB u 1-ankun-5-autpo-1H-1,2,3-tpua3osnos B
cucremax AdOH-HCIO, u AdOH-H,SO, mnpencraBiseT
co00l ymoOHBIII METOJ CHHTE3a HOBBIX aJIyKTOB JIBYX
(hapMako(pOPHBIX CTPYKTYp. AJaMaHTHIUPOBAHHUE PETHO-
CEJICKTHBHO M TPOTEKaeT ¢ oOpazoBaHHeM 1|-(anamMaHTaH-
1-nm)-1H-1,2,3-tpua3onos u coneit 1-(agamanTas-1-mn)-
3-ankun-4-uutpo-1,2,3-Tpuasomnus.

JKcIepUMMEeHTAIbHAS YaCTh

UK cnexTpsl 3amucanbl Ha Qypbe-crekTpomMerpe Simex
FT-801 B Tabnerkax KBr. Cnextpsr AMP 'H u °C (400 u
100 MI'1T cOOTBETCTBEHHO) 3aperuCTPUpPOBaHbl Ha CIIEKTPO-
merpe Bruker Avance III B JIMCO-ds, BHyTpeHHHH
CTaHJapT — OCTAaTOYHbBIE CUTHAJBI pacTBoputens (2.50 M. 1.
s sagep 'H, 39.5 m. 1. as saep °C). Macc-criekTpsl
sanucanbl Ha npudope Thermo Scientific DFS ¢ mpsiMbiM
BBOJIOM oOpasua (uoHuzanus OV, 70 »B). DneMeHTHbBIN
aHanu3 BbimonmHeH Ha CHNS-anamusatope Thermo
Scientific FlashEA 1112. Temneparypsl MmiaBJieHHs Ope-
neneHsl Ha ctonuke Koduiepa u He ucnipaBiieHs!.

Ucxoaubie N-ankuin-4(5)-autpo-1,2,3-tpuazonsr 3a—e,
4c,d u 52—’ u ux cmecu'” (Tabm. 1) momydeHs mo
U3BCCTHBIM METOAUKAM.

Cunre3 1-[(3s,5s,7s)-anamanran-1-ui|-1H-1,2,3-Tpu-
a3ooB 2a,b (oOmas mertoauka). PactBop 25.0 mMmoib
1,2,3-tpuazona 1a,b u 4.19 r (27.5 mmons) AdOH B 18 mu
96% H,SO, mepeMemmBaioT Mpu KOMHAaTHOH TeMIiepaType
B TeueHue 3 4. PeakumonHyro cMechs BeumBaioT B 100 T
mpaa u 3xerparupyoT CH,Cl, (3 x 25 mur). Opranndeckuit
9KCTPAKT MPOMBIBAIOT BOAHBIM pacTBopoM Na,CO; u H,O
no pH 7, cymar Han G6e3BogapiM MgSO,. PactBopurens
YHapUBarOT IpH HOHIKEHHOM naBineHnd. CoenuHenne 2b
nepeKkprcTauIn3oBeBaroT 3 EtOH.

1-[(3s,55,7s)-Anamanran-1-uin]-1H-1,2,3-rpuaszon (2a).'"*
Beixon 2.56 T (50%), Bsizkoe >kenToBaTtoe Macio. CrekTp
SAMP 'H, §, m. x.: 1.75 (6H, ym. ¢, H Ad); 2.18 (9H, yu. c,
H Ad); 7.71 (1H, c, H-4); 8.20 (1H, c, H-5).

1-[(3s,5s,7s)-1-Anamantan-1-uia]-4-uurpo-1H-1,2,3-Tpu-
azoa (2b). Brexox 6.02 r (97%), Oenble KpUCTAIIIBI, T. UL

162-163 °C. UK cnekrtp, Vv, em 't 3125, 2916, 2861, 1722,
1542 (NO»), 1501, 1454, 1441, 1388 (NO,), 1359, 1305,
1294, 1281, 1253, 1170, 1127, 1098, 1050, 1037, 1021,
969, 864, 839, 821, 757, 706, 692, 646. Cnextp SIMP 'H,
S, M. 1.: 1.77 (6H, ymr. ¢, H Ad); 2.26 (9H, ymr. ¢, H Ad);
9.29 (1H, ¢, H-5). Crextp SIMP °C, 8, m. 1.: 29.4 (C Ad);
35.6 (C Ad); 42.2 (C Ad); 62.2 (C Ad); 122.5 (C-5); 153.4
(C-4). Macc-criextp, m/z (Iy, %): 248 [M]" (10), 135 [Ad]"
(100), 93 (10), 79 (11). Haiineno, %: C 58.40; H 6.58;
N 23.08. Ci,H6N4O,. Brruucaeno, %: C 58.05; H 6.50;
N 22.57.

KBarepuu3zanus cmeceii N-ankui-4(5)-aurpo-1,2,3-
TpHua30Ji0B 3a—e, 4¢,d u Sa—e (00mas meronuka). PactBop
25.0 mMone cmecu N-ankun-4(5)-Hutpo-1,2,3-Tpua3osnos
3a—e, 4¢c,d u 5a—e u 3.81 r (25.0 mmons) AJdOH B 4 mn
72% HClO, nepeMenInBarT Npu KOMHATHON TeMIIEpaType
B TeueHue 3 4, 3areM pazbamistor 5 mu H,O. BeimaBmimii
0Ca oK OT(UIBTPOBBIBAIOT, mpoMbiBatoT 2 M HyO wu
cymat Ha Bo3zayxe. [lomydaror mepxiopat 1-[(3s,5s,7s)-
ajgamanTtaH- 1 -un]-3-ankun-4-autpo-1,2,3-tpuazonus 6a—e.
BreIxonmpl mepxiopaToB 6a—€ PACCUUTHIBAIOT HA JIOJIIO
N*-m30mepoB 5a—e B cmecsx (tadm. 1).

Mepxaopat 1-[(3s,5s,7s)-anamantan-1-un]-3-meTuna-
4-autpo-1,2,3-Tpuasosus (6a). Beixon 0.77 r (85%), Oenbie
KpHCTAITBL, T. TU1. 261-262 °C (¢ pasn.). MK crextp, v, cM ':
3024, 2973, 2915, 2849, 1687, 1543 (NO,), 1454, 1365,
1343 (NO,), 1310, 1264, 1223, 1147, 1118, 1080, 1010,
941, 837, 816, 704, 678, 625. Cnextp SIMP 'H, 8, m. n.:
1.75 (6H, c, H Ad); 2.28 (9H, ¢, H Ad); 4.56 (3H, c,
NCH3); 10.36 (1H, ¢, H-5). Cnextp SIMP *C, &, m. a.:
29.4, 35.0, 41.3 (C Ad); 53.2 (CH3); 68.4 (C Ad); 128.3
(C-5); 145.7 (C-4). Macc-crextp, m/z (Iym, %): 135 [Ad]
(52), 93 (100), 79 (26), 55 (13). Haiineno, %: C 43.11;
H 516, N 15.91. C13H19C1N406. BLI‘II/ICJ'IeHO, %: C 4304,
H 5.28; N 15.44.

Mepxaopat 1-[(3s,5s,7s)-anamanran-1-ui]-4-uHuTpo-
3-9tua-1,2,3-tpuazoaus (6b). Beixon 0.80 r (85%), Genbie
kpucTamisl, T. 1. 213-214 °C (¢ pasn.). VK crektp, v, oM
3125, 3099, 2914, 2857, 1754, 1582, 1542 (NO,), 1455,
1398, 1373, 1340 (NO,), 1300, 1273, 1149, 1108, 1013,
985, 935, 850, 816, 747, 701, 625. Criexrp SIMP 'H, 3, m. 1.
(/, T'm): 1.60 (3H, T, J = 7.2, CH,CHj); 1.74 (6H, ¢, H Ad);
2.28 (9H, ¢, H Ad); 4.97 (2H, k, J = 7.2, CH,CH3); 10.37
(1H, ¢, H-5). Cnextp SIMP °C, &, m. a.: 15.5 (CH,CHj3);
29.4, 35.0, 41.2 (C Ad); 61.7 (CH,CHj3); 68.4 (C Ad);
128.3 (C-5); 145.6 (C-4). Macc-cuekrp, m/z (Iyy, %): 135
[Ad]" (44), 93 (100), 79 (17), 55 (16). Haiineno, %:
C 4451, H 579, N 15.03. C14H21C1N406. BBI‘II/ICJ'IGHO, %:
C44.63; H 5.62; N 14.87.

Mepxaopat 1-[(3s,5s,7s)-anamanran-1-ui]-4-HuTpo-
3-(mponan-2-uwn)-1,2,3-Tpuazonus (6¢). Berxon 1.22 1 (83%),
6empre xpuctamwiel, T. Wi 206207 °C (c pasn.). UK cmektp,
v, cM : 3453, 3123, 3097, 2917, 2856, 2020, 1579, 1538
(NOy), 1461, 1401, 1374, 1337 (NO,), 1300, 1267, 1244,
1183, 1141, 1084, 1013, 891, 847, 747, 695, 625. Cnexrtp
SAMP 'H, 8, m. 1. (J, T): 1.65 (6H, 1, J = 6.6, CH(CH:),);
1.75 (6H, c, H Ad); 2.28 (9H, ¢, H Ad); 5.64-5.70 (1H, ™,
CH(CHs),); 10.38 (1H, ¢, H-5). Criextp SIMP °C, §, m. x.:
21.9 (CH(CH,;),); 294, 35.0, 41.2 (C Ad); 60.7 (CH(CHz),);
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68.5 (C Ad); 128.4 (C-5); 145.5 (C-4). Macc-cniektp, m/z
(Ioms %): 135 [Ad]” (100), 93 (17), 79 (16). Haiineno, %:
C 46.09; H 5.88; N 14.09. C;5H,;CIN,O¢. Brruncaeno, %:
C46.10; H 5.93; N 14.34.

Mepxaopar 1-[(3s,5s,7s)-anamanran-1-uia]-3-(0yran-
2-wi)-4-uutpo-1,2,3-rpuazoaus (6d). Boxon 0.83 1 (82%),
Oenble kpuctawbl, T. . 187-188 °C (c pasn.). UK cnektp,
v, cM 't 3410, 2924, 2857, 1633, 1579, 1538 (NO,), 1385
(NOyp), 1267, 1173, 1088, 1013, 847, 746, 714, 624.
Crextp SIMP 'H, &, M. 1. (J, Tw): 0.93 3H, 1, J = 7.4,
CH,CH3); 1.62 (3H, n, J = 6.6, CHCH;); 1.75 (6H, c,
H Ad); 2.28 (9H, ¢, H Ad); 1.92-2.15 (2H, m, CH,CH3);
5.50-5.55 (1H, m, CHCH,;); 10.35 (1H, ¢, H-5). Cnektp
SAMP °C, 8, m. 1. 10.0 (CH3); 19.3 (CHs); 28.6 (CH,CH;);
29.4,35.0,41.2 (C Ad); 65.4 (CHCHj;); 68.5 (C Ad); 128.6
(C-5); 145.6 (C-4). Macc-ciextp, m/z Iy, %): 135 [Ad]"
(100), 93 (13), 79 (11). Haiineno, %: C 47.48; H 6.21;
N 13.35. C]6H25CIN406. BLI‘IHCHCHO, %: C 4747, H 622,
N 13.84.

Hepxaopar 1-[(3s,5s,7s)-anamanran-1-ui]-4-HuTpo-
3-nuxiiorekcu-1,2,3-rpuazomus (6€). Bexox 0.79 t (73%),
Oesble KpucTaibl, T. 1. 162—163 °C (c pasn.). UK cnekrp,
v, cM 1 3449, 2919, 2854, 1628, 1578, 1538 (NO,), 1378
(NOy), 1266, 1180, 1087, 1013, 847, 746, 714, 625.
Cnextp IMP 'H, &, m. 1.: 1.76 (6H, ¢, H Ad); 2.28 (9H, c,
H Ad); 1.23-2.46 (10H, m, SCH, muknorekcun); 5.29-5.34
(1H, m, CH mmxnorekcun); 10.39 (1H, c, H-5). Cnextp
SIMP 13C, 5, m. nm.: 23.1, 24.8 (CH, umknorekcun); 29.4
(C Ad); 32.1 (CH, uukiorekcun); 35.0, 41.2 (C Ad); 66.0
(CH mukiorekcun); 68.5 (C Ad); 129.3 (C-5); 145.7 (C-4).
Macc-criektp, m/z (Iom, %): 135 [Ad]" (100), 93 (11).
HaﬁHEHO, %: C 5028, H 630, N 13.02. C18H27C1N405.
Brruucaeno, %: C 50.18; H 6.32; N 13.00.

Cunre3 nepxiaoparoB 1-[(3s,5s,7s)-anamanran-1-nia]-
3-aakuna-1,2,3-tpuazonuss 6a,b u 8a,b (obmas mero-
nuka). Cmech 10 mmoup 1,2,3-tprazona 2a,b u 30 Mmmoinb
MUANKWICYNb(ara TpM HNHTEHCHBHOM MepeMellnBaHuN
MEJICHHO HAarpPeBalOT M MEPEMEIIUBAIOT IPU TEMIIEpaType
1 B TEYEHHE BPEMEHH, YKa3aHHBIX Ha cxeme 3. PeakunoH-
Hyl0 cMmech oxjaxmaiT 10 30 °C, obpabareiBaoT 3 MII
H,0. K otneneHHOMy BOAHOMY CIIOKO J100aBISIOT 7.25 Ml
(10.5 mmous) Boguoro pactsopa NH4ClO, u mepemeriu-
BalOT NMpH KOMHATHOW Temieparype B TeueHue 30 MUH.
Bemasiumii mpoayKT oTUIBTPOBBIBAIOT U CYIIAT HA BO3LyXE.

Mepxaopat 1-[(3s,5s,7s)-anamantan-1-ua|-3-meTnJ-
4-nutpo-1,2,3-tpuazonus (6a). Berxog 3.23 1 (89%),
Oernbie KpUCTAIIBI, T. T1. 261-262 °C (¢ pasin.).

Mepxaopat 1-[(3s,5s,7s)-anamanran-1-ui|-4-HuTpo-
3-3tua-1,2,3-tpuazonus (6b). Bexon 3.32 1 (88%),
Oenbie KpUCTAIIBI, T. T1. 234-235 °C (¢ pasin.).

Mepxaopar 1-[(3s,5s,7s)-anamantan-1-ua|-3-meTnJ-
1,2,3-Tpua3ouus (8a). Beixon 2.76 T (87%), Oenbie kpuc-
Tamnel, T. Wi 145-146 °C (c pasn.). UK crmektp, v, cM
3426, 3141, 3024, 2915, 2850, 2681, 2020, 1541, 1454,
1364, 1344, 1309, 1258, 1223, 1207, 1180, 1118, 1078,
1008, 940, 837, 805, 702, 675, 624. Crextp SIMP 'H, 3, m. 1.
(/, T): 1.74 (6H, ¢, H Ad); 2.23 (9H, ¢, H Ad); 4.30 (3H,
¢, NCH3); 8.89 (1H, ¢, H-4); 9.06 (1H, ¢, H-5). Cnektp
AMP C, 5, m. 1.0 29.3, 35.2 (C Ad); 40.6 (CHs); 41.6,

65.4 (C Ad); 128.0 (C-5); 132.1 (C-4). Macc-cniextp, m/z
Ioms %): 135 [Ad]" (100), 93 (34), 79 (37), 55 (14).
Haiineno, %: C 49.07; H 6.28; N 13.27. C;3H,,CIN;O;,.
Brruucneno, %: C 49.14; H 6.34; N 13.22.

Hepxuopar 1-[(3s,5s,7s)-anamanran-1-uia]-3-3Tmia-1,2,3-
Tpuasoaus (8b). Brixoxn 2.95 r (89%), Oenblie KpucTaILIHI,
T. wi. 151-152 °C (¢ pasn.). UK cnextp, v, em ' 3452,
3144, 2913, 2852, 2679, 2020, 1639, 1536, 1454, 1385,
1362, 1345, 1307, 1203, 1186, 1109, 1088, 1007, 929, 808,
693, 623. Crextp AMP 'H, 8, m. 1. (J, Tw): 1.55 (3H, T,
J=17.3, CH,CHj); 1.73 (6H, ¢, H Ad); 2.23 (9H, ¢, H Ad);
4.65 (2H, x, J = 7.4, CH,CH3); 8.96 (1H, c, H-4); 9.07 (1H,
¢, H-5). Cnektp SAMP 13C, 5, M. n.: 14.4 (CH,CHj;); 29.3,
35.2, 41.6 (C Ad); 49.3 (CH,CH;); 65.4 (C Ad); 128.1
(C-5); 130.8 (C-4). Macc-cnextp, m/z (Ioy, %): 135 [Ad]
(100), 93 (24), 79 (19). Haitneno, %: C 51.09; H 6.72;
N 12.04. C14H22C1N304. BI)I‘II/ICJ'ICHO, %: C 5068, H 668,
N 12.66.

PeHTreHOCTPYKTYpHBIE HCCJIEIOBAHUS COEIMHEHMI
2b u 8a BemmosiHeHsl Ha augpakromerpe Bruker Kappa
Apex 11 (MoKoa-u3ny4yenue, rpaduToBbIi MOHOXPOMATOD,
(@,0-cKaHUpoBaHue) mpu Temrneparype 296(2) K. Ilonpasku Ha
MOTJIOIICHHE BBEJIEHBI SMIUPUYECKUM MeTonoM. CTpyk-
Typbl pacuM(poBaHbl NPSMBIM METOJOM M YTOYHEHBI
nonHomatpudebiM MHK B aHusorponmHoM npuOiarmkeHUN
no mporpamve SHELX-97.'° Ilonoskenus atomMoB Bomo-
poza paccuuTaHbl TEOMETPUYECKH U YTOYHEHBI 110 MOJIEIN
"nae3nuuk". Kpucramiorpadguueckue TaHHBIC COCTUHCHUS
2b  (CpHgNsO,, M 248.29): pasmep KpucTamia
0.10 x 0.20 x 0.60 MM (KpHCTaJUIBI BBIPAILIEHBI U3 PACTBOpA
B EtOH); xpucramisl MOHOKJIMHHBIE; MPOCTPaHCTBEHHAS
rpynna P2,/c; a 11.7056(5), b 10.4107(5), ¢ 10.9783(6) A;
B 115.756(2)%; V 1204.94(10) A®; Z 4; dy 1.369 T-cM;
p 0.097 MM, TpaHCMUCCUS  Tin/ Tinax = 0.9120/0.9802.
Bcero cobOpano 20577 otpaxeHwuii, u3 KOTOpeIX 2571
SIBIISICTCS. He3aBUCHUMBIM (R-akrop ycpeanenus 0.053).
B yrounenmn mcmonp3oBaHO 2571 He3aBHCHMOE OTpaxe-
Hue, u3 kotopeix 2019 ¢ I > 20(/) (163 mapamerpa B
YTOYHEHNH, HCIIONb30BAHA BeCoBas cxema o = 1/s°(Fo”) +
+ (0.0626P)* + 0.4269P), tne P = (Fo® + 2Fc%)/3, otHo-
IIEHHEe MaKCHMAaJIbHOTO(CPEIHEero) CABUra K IMOTPEIIHOCTH
B nmocneaHem mukiie 0.00(0.00)). OxoH4yareapHbIE 3HAYCHUS
daxTopos pacxomumoctu R (F) 0.0481, wRy(F*) 0.1250 1o
otpaxennsam ¢ I > 20(l), Ry(F) 0.0637, wRy(F*) 0.1369,
GOF 1.04 mo BceM HE3aBHCHUMBIM OTpakeHUsM. [Tuku
MakCUMyMa ¥ MHUHUMYMa OCTaTOYHOH 3JIEKTPOHHOMU
mnotsocti: 0.20 u —0.23 e/A’ coorsercTBenHo. ITomHbIe
KpHucTaiorpadudeckue napaMmeTpsl coeauaeHus 2b nermo-
HHpoBaHbl B KeMOpHKCKOM OaHKe CTPYKTYPHBIX JTaHHBIX
(nemonent CCDC 956776).

Kpucranmnorpadpuueckne pmanable coenuHEeHHS 8a
(Ci13H3CIN;O4, M 317.77): pasmep  KpucTamia
0.06 x 0.80 x 0.80 MM (KpHCTaJUTBI BBIPAIIEHBI U3 PACTBOPA
B H,0); KkpucTamisl MOHOKIMHHBIE, HPOCTPAHCTBEHHAS
rpynmna P2,/c; a 12.6407(6), b 10.9504(4), ¢ 11.0802(5) A;
B 103.065(2)%; V 1494.0(11) A®; Z 4; dyye 1.413 TocM;
p 0.275 mv ', tparemucenss T/ Tmax = 0.8056/0.8620.
Bcero cobpano 24145 orpaxkenuil, u3 KOTOpPBHIX 2958
SIBIISIIOTCSA He3aBUCUMBIMU (R-aktop ycpemnnenus 0.041).
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B yrouHeHuu ncrnonp3oBaHO 2958 HE3aBUCHUMBIX OTpaxe-
Hull, u3 koTopsix 2359 ¢ I > 20(/) (191 napametp B yTou-
HEHHH, WCIIONb30BaHA BecoBas cxema o = 1/s*(Fo?) +
+ (0.0963P)* + 0.7829P), tae P = (Fo® + 2Fc%)/3, otHo-
LIEHHE MAaKCUMaJIbHOTO(CPEIHEro0) CABUIa K IOTPELIHOCTH
B nocsienHeM 1ukie 0.01(0.00)). OxoHuarensHble 3HAYESHUS
axTopoB pacxoammoctu R (F) 0.0482, wR,(F?) 0.1465 mo
otpaxennsm ¢ I > 20(I), R(F) 0.0627, wRy(F?) 0.1664,
GOF 1.06 mo BceM HE3aBUCUMBIM OTpaxkeHusM. ITuku
MaKCHMyMa U MUHMMYyMa OCTaTOYHOH 3JICKTPOHHOH IUIOT-
nocti: —0.38 u 0.46 ¢/A* coorsercrenno. Kpucramio-
rpaduyeckre napameTphbl COeJUHEHNs 8a eMOHNPOBaHbI B
KemOpumxckoM OaHKe CTPYKTYpPHBIX IAHHBIX (JIEMOHEHT
CCDC 1057154).

Paboma evinonnena npu ucnoav3osanuu npubOpHoU
Oasvl Bulicko2o pecuoHAIbHO20 YEeHMPA KOLIEKMUBHO2O
noavzoeanus CO PAH (Hucmumym npobnem xumuxo-
anepeemuyeckux mexuonoeuti CO PAH, buiick).

Asemopwi  guipasicarom  6racodaprocmes  Xumuueckomy
CEPBUCHOMY YeHmpY KOLIeKmueHo2o noavsosanus CO
PAH 3a npogedenue penmeenocmpykmypHo2o auamusa u
macc-cnekmpockonuu (Hosocubupckuii uncmumym opea-
nuuecxou xumuu um. H. H. Bopoowcyosa CO PAH,
Hosocubupck).
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