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CHUHTE3 INPOU3BOJIHbLIX ATAMAHTAHA
N BUIUKJIIO[3.3.1JHOHAHA C OKCETAHOBBIM ®PAI'MEHTOM

M.B. Kupioxun, E.B. Hypuesa, /I.B. lllnmos, B.H. Hypues, H.B. 3bik, H.C. 3edupos,

0.H. 3eduposa

(kachedpa opearnuyeckoil xumuu, kageopa usuveckoii xumuu,; e-mail:

olgazi@org.chem.msu.ru)

B padore npeacTaB/ieH METO,] CHHTE3A CIOKHBIX APHPOB 3-rIAPOKCHOKCETAHA ¢ ATAMAHTAH- H
OnHK10[3.3.1JHoHAHCOAEPRAMMH KAPOOHOBBIMH KHC/IOTAMH.

B pamkax paboT 1Mo co3AaHHIO0 VIIPOLIEHHBIX aHATIOrOB
MPUPOAHOrO MPOTHBOOITYXOJIEBOTO Mpernapara maxcoid
(1) HaMH CHHTE3MPOBAH PsiA MPOU3BOAHBIX &JaAMAHTAHA U
Ounki1o[3.3. 1 |Honana, coaepxanmx (2R, 3S)-N-Oenzoui-
B-heHnTU30CepHH — 3aMECTHTENb TIPH C" B Taxcone.
Dta rpynnupoBKa OYeHb BAKHA IS CBA3BIBAHHUS C TyOy-
JUHOM — OEIKOM-MHIIEHBI MPUPOIHOM MOJIEKY.IbI B
opranusme [1-5]. B HekoTopble NOIyUEeHHbIE HAMH Kap-
KaCHbIE COEIMHEHUS VKA3aHHbIA aMUHOKHUCIOTHBIN (par-
MEHT ObLT BBEIEH B KOMOWHAIIMK C JAPYTHMH TPYIIIAMH:
—OH, -OBz u —OAc, MOAETUPYIOIHMH 3aMECTUTETH
MpH aToMax COOTBETCTBEHHO C., Comt? MOJIEKY JIbl
TaKCOJIA, KOTOPBIE TAKXKe BHOCST CVILECTBEHHBIH BKIA]
B €ro B3amMojeiicTBue ¢ OenkoM |6]. BeisbiBaeT mHTe-
pec BeedeHne B N-OeH30MI(EHITH30CePIIOKCH-a1aMaH-
Tad (win Ouimikiol3.3.1]HoHaH) B KauecTBE BTOPOro 3a-
MECTHUTENSI OKCETAHOBOTO KObIIA, COEIMHEHHOTO C Kap-

a NHBz o
: KapRACHBLI
Ph/\:)KO"" dparment —Jmmcep—CO
OH
(o]
HO - KAPKACHBII _E:_ (0]
parment
17

CXeMarHueckoe H300paikeHue «yIPOIIEHHOI0y aHaIora TaKco/a (a) i
CHHTE3UPOBAHHBIX B pab0Te OKCETAHOBBIX CITHPTOR ()

KacoM uepe3 HeOOIbIIYIO TepeMbIuKy (JuHKep) (puc.
la), mocKOIBKY aroM KHCIOpOJa OKCETaHOBOro (parmeH-
Ta MPUPOAHONH MOJIEKY/Ibl TAKXKE YUACTBYET B CBSI3bIBA-
HUM C TYOVIMHOM 3a cuerT oOpa30BaHuHsI BOAOPOJHOM CBs-
3u ¢ octarkoM Thr 276.

Pewienue 3a1aul CHHTE3a CTPYKTVP., H300paKeHHbIX
Ha pucC. la, CKnaapIBaeTCsl U3 HECKOJAbKHX 3Tanos. B
HACTOsIIIEH paboTe MpeiIoKeHbl MOAXOARI K MOTYUEHHIO
dparmenta HO-kapkac-1TMHKep-OKCeTaH, MpeIHa3HaueH-
HOTO /151 MOCJIEAYIOIIEro MPUCOSTMHEHHS] aMUHOKUCTOT-
HOTO 3aMECTHTENs MO CIHPTOBOH rpymrne, npuueM B Ka-
YecTBe JHHKEpa B YKa3aHHOM (parmeHTe ObLia BhIOpa-
Ha caokHOd(pupHas rpynmuposka (puc. 10).

Hamu pazpaboraHa cxema AjIsl CHHTE3a 3-THAPOKCH-
OKCETaHa, COYEeTAIOIIAsi HEeCKOIbKO OMMCAHHBIX METOIUK
[7-10] (cxema 1). Ha mepsoii craauu miMuepuH BBEIM B
peakuuio ¢ OeH3aTbAErHI0M B KIACCHYECKUX VCIOBHSX
oOpaszoBanust ateraieil. beH3uMpoBaHUEM MOTY4YEHHOrO
coeautenus: 2 no OH-rpynne nonyued 2-peHunn-5-Oenzu-
Jokcu-1,3-nuokcan 3, obpaboria koroporo 80%-m BOI-
HBIM PacTBOPOM YKCYCHOM KHCIIOTHI IpHBEIa K 00paszoBa-
HUIO auona 4.

3aMbIKaHHE OKCETAaHOBOI'O LUKIA B COEAMHEHUH 4
npoBenu JaByMsi criocobamu |7, 9]. B mepBom BapuaHTe
U3 auona 4 MOJTYYMIM er0 MOHOTO3MIIAT, KOTOpbIH 3areM
BBE/IM B PEAKLMIO C rHAPUAOM Hartpus. OTMETHM, uTO B
MpenapaTuBHOM OTHOIUEHHUH JaHHBI METOJ OKaszajics
HeyJaYHbIM H3-3a MoOOYHOro 00pa30BaHUsI HA MEPBOI
CTa UM MPOAYKTA TOZHIMPOBAHMUS IO 00EUM THIPOKCHIIb-
HBIM TPYIINaM, a TAKKe H3-3a HEOOXOJUMOCTH Bblene-
HUSL B OUMCTKH MPOMEKYTOUHOr0 MOHOTO3W/IATA, YTO CV-
IIECTBEHHO CHIKAeT BhIXoA mpoaykra 5 (14% wu3 4).

B kaugectBe Broporo crmocoda (GopMHpOBaHHs OKCeTa-
HOBOTO KOsblia ObLT BBIOpAaH METOJ CHHTE3a «B OHOM
Konbe», KOTOpbIA 11t 1Hona 4 ObLT U3yueH HaMH Briep-
BbI€ U TMO3BOJH/I MOJYYHTh 3-OSH3MIOKCHOKCETaH S ¢
BeIx0AOM 44% (u3 4). Cieayer OTMETUTh, UTO MOIY-
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1) TSCl, Py, CHyCly, 20°C (34%)

2) NaH, IM®A, 20°C (41%)

YEHHBI TAKUM METOJOM MPOAYKT ObLT 3arpsi3HEH IMpH-
mecsiMu (oxoi1o 10% mo ganHeiM SIMP IH), KOTOpbIE,
OIHAKO, B MPOLECCe MOCIEAYIOIEero r’HAPOreHOIN3a Co-
eIMHEeHHs S B TOKE BOJOPOAA MPEBPATUIUCE B OTICTH-
Mble KOMIOHEHTRI. [Tocie xpomarorpauueckoi OUHCTKH
3-ruapoKcHOKceTaH 6 ObL1 BBIASICH U3 S C BBIXOAOM
82%. B cnexrpe AMP 'H cnupra 6 MpUCYTCTBYET ay0-
ner npu 2.88 M. 1. (1 H, J = 6.06 Hz, OH) u rpvnna
CUTHAIOB B uHTepBate 4.55-4.95 M.A., KOTOpbLIE COOTBET-
CTBYIOT IPOTOHAM OKCETAHOBOH CHCTEMBIL.

Ha cnenyromem stane A1si MOJIYYEHHOTO OKCETaHOBO-
O CrupTa 6 MbI IPOBETH PEAKLMIO 3TEPHPHKALIMK C JBY-
Mst Ouuukio[3.3. 1 |HoHaHOBRIMY KHCTO0TaMu 7 U 8 (mpu
3TOM Mpeanonaratack MOCASAYIOIAs pereHepauust Crmp-
ToBOH rpynmel) (cxema 2). IlonyueHHble B pesyibrare
3(puper 9 u 10 SBASIOTCS HOBBIMHU, & X CTPOEHHE J0Ka-
3aHO JaHHBIMH cnekTpockonuu SMP ]H, PC u nanubi-
MU 3JIEMEHTHOT0 aHATH3A.

B cnexrpe SAMP 'H coeaunenuit 9 u 10 TIPHUCYTCTBY -
IOT XapakTepHbIe CUTHAIBI OKCETAHOBOTO KOMbLIA B 00-
Jactu 4,60-5,43 M. A, npuyeM MyJBTHILVIET NPOTOHA B
NIOJIOKEHHH 3 CMELIeH M0 CPAaBHEHHUIO C TAKOBBIM /s
3-rugpoxcuokcerana B Gonee cnaboe mone u OKa3bIBaeT-
Csl OTJEJIEHHBIM OT CUTHAJIOB METUJIEHOBBIX MPOTOHOB
OKCETAHOBOIt CHCTEMBI. ITOT (aKT OJAHO3HAUYHO JOKA3bI-
BAET, UTO OKCETAHOBOE KOJIBLIO CBSI3AHO IO MOJIOKEHHIO 3
C IEKTPOHOAKLENTOPHOH CITI0KHOI(PHUPHOI TPy IO,

Hanee B coeaunenusix 9 u 10 Mbl NOMNBITATHCH MPO-
BECTH «PereHepaLuo» ruaApoKCHIbHON rpynmnbl. OaHaKo

MOMBITKH CETEKTUBHOTO BOCCTAHOBJICHHSI KETOrPYIIMbI
3(upa 9 COPruApUIOM HATPUS WK C MOMOIIBIO JSrHI-
poreHasbl MeKapcKuX APOACGKEeH He MPUBETH K 0KHIAeMO-
My pesyabTaty (B mepBOM ciayuae ObIIU BbIIEIEHBI
TOJIBKO MPOAYKTBI THAPONH3a 3dupa 9).

[Moayuuts 3¢pup 11 yaa10Ch ¢ TOMOIIBIO THAPOIUTH-
YECKOTO VAATSHHS TPUMETHICHIMILHON 3alUThl COeaU-
HeHust 10, XOTSI BO3MOKHOCTE MPOBEIEHMsI JaHHOH peak-
LM1 BBI3bIBATA COMHEHMsI B CBS3M C HEBBICOKOM YCTOHUH-
BOCTBH) OKCETAaHOBOTO HUKJIA K AEHCTBUIO KUCIOTHBIX
arentoB. OpHako Onarogapsi MCMOIBL30BAHMIO MHUHAMAITh-
HOTO KOJHMYECTBA YKCYCHOW KMCJIOTHI B CHJIBHO paz0aB-
JIGHHOM pacTBOPE JAECTPYKIIMH OKCETAHOBOTO (pparMeHTa
vaa10Ch u30ekKarh.

PazpaboranHas cxema ObLTa MPUMEHEHA HAMU TaKKe
J1s1 CHHTE3a aJaMaHTaHOBOro aHajora coeauHeHus 11
(cxema 3). Peaxumst ruapoxcuxuciorsl 12 [11] ¢ Tpume-
TUIXJOPCHJIAHOM B KJIACCHUYECKHX YCIOBMSIX TPUBENa K
obpasoBaHuio coequHeHrs 13, KOTOpoe 3areM Mpo3TEpPH-
(utmposanu 3-ruapokcHokceTaHoM (6) ¢ obpazosaHreM
a¢upa 14 u yIaauaM TPUMETWICHIMIBHYIO 3almTy (COo-
eaunenue 15). CTpykTypa HE ONMMCaHHBIX paHee 3(pupos
14 1 15 Gbuta J0KasaHa ¢ moMOWbIO AaHHbIX SIMP 'H
1 MK-CnekTpoCKonuy ¥ 3JIEMEHTHOrO aHaIu3a.

Takum obpazom, B gaHHOI paboTe HaMu BHEPBbLIE
MOy YEHbl CI0MKHBIE FQHPbI 3-THIPOKCHOKCETAaHA C a1a-
MaHTaH- ¥ OuIMKI0[3.3.1 |HOHAHCOAEPKALLMMH KapOOHO-
BbiMH KHCI0TaMu. CHHTE3UpPOBaHHBIE 3(DUPBI SBJISIOTCS
0a30BBIMH CTPYKTYpPaMH ATl JATbHEHIIEr0 MPUCOSIHHE-
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HHSI AMUHOKHCIOTHOTO (pparMeHTa ¢ LEIbI0 MOy YeHHs
COEAMHEeHMI ¢ MOTEHLUMAIBHOI MPOTHBOOIYXOIEBOM aK-
THBHOCTBIO.

IKCNepHMEHTAJILHAN YACTh
2-®ennn-S-ruapokcu-1,3-guokcan (2) noayyeH no
metoauke |10] ¢ ucrnonp3oBaHUEM A-TOMYOICYIb(OKHC-

aotel. T = 80—82°C (ut. [10] 83-84°C).

Cl'leI{Tp SIMP 'H (8, M. 1, CDCL/TMJIC): 3,08 (1
H, c., OH): 3.65 (1 H, m., CHOH); 4,12—4,24 (4 H, o
A., 2 “OCH,-); 5,58 (1 H, c., CHPh); 7.30-7.60 (5 H

., apoM.).

2 denun-S-6enzunoxcu-1,3-guokcan (3) noavuex
10 CTaHJAPTHON MeToauKe Oe3HMTHPOBAHMS CIIUPTOB C
ucnoas3oBanueM 9.0 r (0,23 moms) NaH (60% B Bazenu-
HoBOM Mmacie) B JIMMDA u 20,0 r (0,11 mons) coenune-
Hust 2 1 14,0 ma (0,12 monb) Gensunxnopuza. [onyueno
252 r COB,II,PIHBHHSI 3 (Bbixox 85%). 7', = 86-88°C.

Cnextp SIMP 'H (6. M. 1., CDCL/TMJIC): 3.38 (1
H, M., CHOCH,Ph); 4,07 u 4,39 (4 H, gBa m., 2 —
OCH,-); 4,74 (2 H, ¢., OCH,Ph); 5,59 (1 H, c., CHPh);
7.30-7.60 (10 H, m.. apom.).

2-ben3nnokcunponan-1,3-auon (4). Pactsop
20,5 r (75,9 mmons) coeaunerus 3 B 300 mu 80%-it
YKCYCHOH KHCIOTHI NepeMelInBaIi NP KOMHATHOM TeM-
nepatype 5 4. PeakuMOHHYIO CMECh VIIApUIM B BaKy-

OH
D{ ALK, AMATT
CH,Cl,, 25°C, 129
OSiMe; (67%)

“MeOH-H,0 ~

0°C, 40 mun

OSIM33 (97%)

yMe, ocTatok oOpaboTain HAChILEHHBIM PACTBOPOM
NaHCO;, nposkcTparuposaiu Tpems nopuusmu (mno
70 mn) auxaopmerana. OObeIMHEHHBIH 3KCTPAKT BEHICY-
muu Haa 6e3soaHbiM Na,SO,, pacTtBopuTes yrmapuiu
B BakyyMme. [lomyueHHsli OCTaTOK OUMINAIH HA CHIMKA-
reie meroaoMm (mam-xpomarorpadun. [ToaBmwkHbIE KOM-
MOHEHTHI cMecH (B TOM umcie OeH3anbJeruj) BhIMBUIH
CHCTeMO# dTHIanerar-nerponeinsiii 2up (1:7), mpoaykr
amonpoBatu stunaterarom. CoOpaHHBI 371H0aT OCYLIHIH
Haa GespoaHbiM Na,SO, u ymapuau B Bakyyme. Ipo-
IVKT B BHJE T'VCTOI JKEITOBATOM JKHAKOCTH OBLT MOMY-
yeH B KonuuecTtBe 13,2 r ¢ BeIxOgoM 96%.

Cnexrp SAMP 'H @. M. 1., CDCL/IMAIC): 1,90-2,60
(2 H, yump. c.. OH): 3,63 (1 H, m., CHOCH,Ph): 3,70~
3,85 (4 H, m., CH,OH); 4,68 (2 H, c., PhCH,); 7,38
(5 H, M., apom.).

3-ben3nnokcuokceran (5). Bapuanm 1. MoHo-
To3uaar OeH3uaoKcunponan-1,3-auona (4) noayuaiu
cranaapTHeiM obpaszom u3z 0,56 r (3,1 mMMonas) au-
ona 4, 0,75 mn nupuauHa B guxjaopmerade u 0,64 r
(3.4 MMmoab) k-Tonyoa-cyabdoruxIopuaa. [loayyeHo
0.37 r moHoTo3unara (Bexon 34%) u 0,58 T muTo3zmnara
(BeIx0a 39%).

Cnextp SIMP 'H wmonorosunara (8. m. 1. CDCly/
I'MJC): 0,88 (1 H, m., OH); 2,45 (3 H, ¢., CH;); 3,58~
3,60 (1 H, m., CHO): 3.68-3,74 (2 H, CH,OH); 4.11-

14
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418 (2 H, m., CH,OTs): 4,02-4.28 (4 H. M., 2CH, ok-
cer.), 4,52 (2 H, c, PhCH,0), 7.28-7.81 (9 H, m.,
apom.). Criextp SIMP 'H nwrosunara (®, m. a1.. CDCly/
I'MJIC): 2,49 (6 H, ¢., CH;): 3,75 (1 H, m., CHO):
4,02-4.28 (4 H, m., 2CH, oxcer.), 4,51 (2 H, c.,
PhCH,0), 7,18-7.82 (13 H, m., apom.).

B apvropayio koily, COSAMHEHHYIO C armaparoM mo-
gaun aprosa, BHecau 0,13 r (3,25 mMons) NaH u 5 ma
JIM®A, nocne yero HeOOMBIIMMHI MOPLMSIMH TIPH TIepe-
mermBanun 100aBuu 0,37 r (1,1 MMOJIb) MOJTYUYEHHOTO
MOHOTO3MJIaTa U nepemMemnsaiu 12 u. PeakunoHHYIO
cMechb pa30aBUIM ABOMHBIM OOBEMOM BOJIBI U MPOIKCT-
parupoBamy 4 mopumsMu auxjaopmeraHa no 20 ma. Bei-
cymmmu Hax 6e3BoanbM Na,SO,, oObearHeHHbIH dKCT-
PaKT ynmapujid B BaKyyMe, a OCTaTOK pa3aeiuiu Xpoma-
Torpaduuecku. B kayecTBe HMOEHTA MUCTONB30BATH CHC-
TEMY ASTHIALETaT-NeTpoeinslii 3up (1:7). INoayueHo
70 Mr npoaykTa 5 B BHjE JKEITOBATOM JKHMIKOCTH (BbI-
xox 41%). CymmapHsiid Beixon w3 4 coctaBui 14%.

Bapuanm 2. K nepemelinpanouemMycs B TOKe CV-
xoro aprona npu 0°C pacreopy 10,0 r (54,9 mmon)
muona 4 B 150 M TI'd no xamasM godasuiu 35 mi
(56 mmone) 1,6 M pactBopa #-OyTH/IMTHSI B FEKCaHE.
Yepes 30 muH npubdaBuau nmo kamisM pactsop 10.53 r
(55.3 mmone)  m-toayoacyabpoHuaxaopuaa B S0 ma
Tr'®. Yepes | u BHecau mo kamasMm eme 35 ma (56
MMoib) 1,6 M pactBopa H-OyTHIIHTHS B TEKCaHE,
CMECh JOBEIH A0 KuAMeHus u kunstwiau (68-70°C) ¢
00paTHBIM XOJOTWILHUKOM 4 4. PacTBOpUTENb YIIApHIIH,
ocrarok pasbasuin 100 M BOABI M MPO3IKCTParupoBa-
au stunaneratom (5 pas mo 50— 60 M), DKCT-
pakt npomeutd 100 M HACBILIEHHOTO PAacTBOpPa XJIOpPH-
Ja HaTpus, BhICYIIHIM Haj Oe3spoanbiM Na,SO, u yna-
pPUIM B BaKyyMe, MOTYUYHB KeITOBATO-OyPYIO JKUIKOCTE.
DTOT OCTATOK MOABEPINIH MeperoHke (2— 4 MM,
pT. CcT.), coOpaB (pakuuM, KUMEBIIUe B UHTEpBaATE 120-
135°C. Beixox npoaykra 5 cocrasui 3.9 r (44%), umc-
TOTA MPOAYKTA 1O AaHHbIM SAMP 'H oxono 90%.

Crextp SIMP 'H (8, m. a., CDCL/ITMJIC): 4.48
(I H, c.. OCH,Ph); 4,65-4.80 (5 H, m., oxceran.); 7.37
(5 H, M., apom.).

3-I'mapoxcuHokcerad (6) MoayueH rUApUPOBAHHEM
BozopoaoM 3.5 r (21.3 mMonb) coeauHeHust S B METaHo-
ne B npucyrcreun 4.5 v (5%) Pd/C npu xomuHarHo#M
Temneparype B Teuenue 18 u. Boeiaeneno 1.29 r 3-rua-
pPOKCHOKCETaHa B BUAe OECLBETHOM MPO3PAuHOI HKH KO-
ctu. Beixog 82%, T, = 55-60°C (1 — 2 mM. pT. CT.).

Cnextp AMP 'H (8, m. 1., CDCI/IMJIC): 2,88 (1
H, 1., J = 6.06 Hz, OH); 4,57 (2 H, M., CH, oxcer.);
4,80-4.92 (3 H, m., CHOH + 2CH, oxcer.).

7-2k30-[(Oxceran-3-na)oKcHKAPOOHH | OH I KI0-
[3.3.1]nonan-3-on (9) cuHTE3UpoOBaH 1O MeToauKe |1 |
u3 0,155 r (2,1 mmomas) 3-ruapokcuokcerana (6) u 0,30 r
(1,65 mmonb) kerokucaoTsl 7 B npucyTctBuu 0,42 r
(2 mmome) ALK u 0,012 T (0,1 mvons) AMAITL TTony-
yeno 0,33 r (BeIxoa 83%) coenunenns 9 B Buzae 0enoro
TBepaoro semectsa ¢ 7 = 106-108°C.

Criextp SIMP 'H (3, m. 1, CDCL/ITMJIC): 1,54-2.58
(13 H, cxen), 4,59 u 486 (4 H, nsa m., 2CH, okcer.),
5.39 (1 H, Mm..COOCH). DaeMeHTHbIH aHAIU3.
C,3H40,. Beraucaeno (%): C (65.55). H (7.56). Haii-
aeHo (%): C (65,67). H (7,59).

T-9100-TpHMETHIACHIHIOKCHOHIHKI0([3.3.1]HO-
HaH-3-7K30-KapOoHoBaa Kucaora (8) nmonyueHa peak-
mueit 0,30 r (1,63 MMOIB) COOTBETCTBYIOLLEH THAPOKCH-
xucnotel ¢ 0,211 r (1,94 MMonB) TpUMETWIXIOPCHIAHA U
0.277 v (4,07 mMmons) umugazona B MDA no
cranaaptHoii Mertomuke. Beimeneno 0,22 r (sexox 53%).
T, = 86-88°C.

Crexrp SIMP 'H (1, m. .. CDCL/TMJC): 0.13 (9
H, c. Me,Si), 1,2-2.2 (14 H, cken); 3,55 (1 H, m,
CH): 3.94 (1 H, m. C'HOSI). DaeMeHTHbIH aHaIM3.
C,5H,,0;Si1. Berunciaeno (%): C (60,94); H (9.38). Hait-
aeHo (%): C (61,09); H (9.39). UK-cnektp (BazenuHOBOE
Macio, CM_I) 2700-2800 (OH); 1700 (C=0).

T-9100-TpHMeTHICHIHIOKCH-3-9K30-[(0KCceTaH-3-
na)okcukapoonn|6unurao[3.3.1]-nouaun (10) cun-
TesuporaH nmo Meroguke |[1| u3z 67 mr (0.91 MmMonb)
3-ruapokcuokcerada (6) u 180 mr (0,7 MMOAb) KHCIOTHI
8 B mpucytcrBun 0,194 r (0,93 mmomas) LK u 4 mr
(0,03 mmvoms) IMAIT Tlomyueno 0,17 r coenunenust 10
(BbIx0on 80%).

Crnextp SIMP 'H (8, m. 1., CDCL/TMJIC): 0,13
(9 H, c., Me;Si); 1,.25-2,13 (12 H, m., cken.): 3,94 (1 H,
M., CHOSI); 4.63 n 4,90 (4 H, asa m., 2CH, okcer.):
543 (1 H, m., CH okcer.). Criexrp SIMP °C (3, m. 1.
CDCL/TMJC): 0.15 (Me;Si), 26,31 30,20; 34,05; 34,39,
37.16; 64,44 (CHOSI): 67.38 (CH oxcer.); 77.81 (CH,
okcer.); 175,24 (C=0). DneMeHTHBIH aHaIH3.
C,H,40,S1. Beraucneno (%): C (61,54); H (8,97). Haii-
aeHo (%): C (61.42). H (8,96).

7-9100-T' naApoKCH-3-9K30-[(0KCeTAH-3-H1)OKCHKAP-
oonua)ounukiao|3.3.1luonan (11). K nepememmsato-
memyest pactopy 0,07 r (0.2 mmons) coenunenust 10 B
cMecu 5 ma Metanona u 0,8 ma Boabl 100aBHIM MpH
oxaaxaeHuu apaoM 0.03 Ma ykeycHOM kucaoTel. Yepes
15 MMH MeTaHON ynapuiu B BakKyyMe, OCTaTOK HEHTpa-
JIM30BATH THAPOKAPOOHATOM HATPHsL, MPOIKCTPArHPOBATH
TpeMst MOPLMsIMUA AuxjaopMeraHa mo 10 Mia u npoMbLIH
3KCTpakT BOAOH. Ilocae 3Toro opraHuuyecKkuii pacTsop
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BbICY MM HaA 6e3BoanbiM Na,SO, M yaamumm pacTBo-
pUTENbL B BAKyyMe, MOJYUMB 55 Mr NMpoAyKTa B BHIE
OeclBeTHOIH KpUCTALIHYeCKOoi Maccel. Bexoa 96%.

Cnextp SIMP 'H (8, m. 1., CDCL/IMJC): 1.2-2.2
(12 H. cken.); 2.41 (1 H, yur. c., OH); 3.46 (1 H, m.,
C’H): 4.01 (1 H, m., C'H): 4,62 u 4.89 (4 H, 18a M.,
2CH,0 okcer.); 5.41 (2 H, m., CH,O oxcer.). Criektp
SIMP C (3, M. 1, CDCL/IMJIC): 26,10; 30,16, 34.05;
34,40; 36,74; 64,01 (C'); 67.56 (CHO oxcer); 77.73
(CH,O oxcer.); 176,54 (C=0). DaeMeHTHbIH aHanu3.
C,3H,,0,. Beruaucaeno (%): C (64.98). H (8,39). Haii-
neHo (%): C (65,41); H (8.46).

3-(TpuMeTHICHANJIOKCH)agaMaHTaH-1-KapOoHo-
Bas Kucaora (13) cuHTE3MpoBaHa MO CTAHJAPTHOI Me-
Toauke u3 0,50 r (2,55 MMO/B) MHAPOKCHKHCTIOTH 12 B
mapuauHe U 0,39 v (3,05 MMoIb) TPUMETHIXIOPCHIAHA.
[Monyueno 0,46 r mpoaykra 13 B Buae GenbIx KpuUcTas-
108 (Beixox 68%). 7. = 76-78°C.

Crextp SIMP 'H (8, . 1., CDCL/ITMJIC): 0,11 (9
H, c., Me,Si); 1,56 (2 H); 1,73-1,78 (8 H); 1.89 (2 H);
2,22 (2 H). Criexrp SIMP °C (8, m. 1, CDCL/TMJIC):
0,12 (Me,Si): 26.33; 30.22; 33.97; 34.29; 37,14 64.49
(CHOSI); 180,12 (C=0). UK-criextp (Ba3zeIMHOBOE Mac-
J10, CM 1) 2700 — 2900 (O-H); 1700 (C=0). DnemeHT-
ueiii anamus. C,,H,,0;S1. Beruncaeno (%): C (62,64); H
(9.01). Haiigeno (%): C (62,93). H (8.84).
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SYNTHESIS OF ADAMANTANE AND BICYCLO|3.3.1]NONANE
DERIVATIVES CONTAINING OXETANE SUBSTITUENT
M.V. Kiryukhin, Ye.V. Nuriyeva, D.V. Shishov, V.N. Nuriyev, N.V. Zyk, N.S. Zefirov,

O.N. Zefirova

(Division of Organic Chemistry, Division of Physical Chemistry)

The synthesis of 3-hydroxy-oxetan esters with adamantane- and bicyclo[3.3.1]nonane-containing

carboxylic acids is presented in the paper.



