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IIpennoxeH cnoco6 cMHTE3a BUHWJIOBBIX 2¢(bUPOB O€TyJIMHA C MCIIOJIb30BaHMEM KapOuaa Kaabl1s KaK UcC-
TouHMKa aueruicHa. [TogobpaHbl ONTUMAJIbHBIE YCIIOBUS U151 OIYYESHUS MOHO- U JUBUHUIOBOTO 3(UPOB
OeTyaMHA. YCTaHOBJIEHO, YTO BBeAeHMHE T00aBOK (DTOPUIOB IEJOYHBIX METAJIOB B M30bITKE KapOuaa
KaJIbLIASI IPOMOTHUPYET 00pa3oBaHUe JUBUHUINPOBAHHOIO IPOAYKTa. MEeTOIOM ABYMEPHO CIIEKTPOCKO-
nuu AMP nokazaHo o6pazoBaHrMEe MOHOBMHMWJIOBOTIO 3(upa Mo MepBUYHOI CIIMPTOBOM IpyIINe.
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berynun (GeTyauMHOI) — ILIMPOKO pacIipocTpa-
HEHHBIN TIPUPOAHBIN TPUTEPIIEHOBLIM AUOJI, COAEP-
XKaIllniicsl B KOpe U JIMCThsIX Oepe3bl Betula [1-3] n
UMEIOLIUI BaxkHOe (hapMaKoJIOTUUYEeCKOe 3HaYeHUE.
CnocoOGHOCTh 0eTylrMHa MPOHUKATh Yyepe3 KJIeToU-
Hble MeMOpaHbI [4] BO MHOTOM OOYCJTOBJIMBAET pas3-
HOOOpa3ue ero 6MoJIOrMYeCKMX CBOMCTB U ITO3BOJISIET
HCITOIb30BaTh €ro B KadyecTBe yIOOHOTro cybcTpara
JUTSI IM3aiiHa U CUHTe3a OMOJI0rMYecKy aKTUBHbBIX Be-
IIECTB C HU3KOM MUTOTOKCUYIHOCTBIO [5—9]. CTpyK-
Typa OeTyJuHa MO3BOJISIET paccMaTpuBaTh €ro Kak
MEePCNEeKTUBHBIN cyOCTpaT IJ1s peakuuii oJuMepu-
3alliu: HAJIMYKE B €r0 CTPYKTYPE ABYX TMAPOKCUIb-
HBIX TpyII obecreyuBaeT NpOTeKaHUE peakinit
KOHJIEHCAIIMM ¢ 00pa3oBaHUEeM aTudaTuYecKux Uiun
KPOCC-CLIMTBIX TOMO- U COIIOJIUMEPOB C LIEHHbIMU
coiictBamMu [10—14]. VIMIpuHTUpOBaHHbBIEC IMOJIM-
Mepbl METaKPUJIOBOM KMCJIOTHI WJIM akKpujaMHuaa u
OeTy/IMHA B KaUueCTBE MOJIMMEPHOI MaTpULIbI YCIIEI -
HO MCITOJIb30BaHbI B TBEpAO(Ma3HOM SKCTpaKIINHU Oe-
TyJIMHA U3 OEpe30BOil KOPbI U I BOCCTAHOBJIEHUS
OeryauHa 0o 6eTyanmHOBOM KUCIOTHI [15]. Cormonu-
Mepbl OETyJIMHA C aHUOHHBIMU MOJIUAJIEKTPOJIUTAMU —
oy ( N-u30MponiaKpyuiaMUuIoM ), TToau(/N-BUHUI -
MMUPPOJIUIOH-COMOJIMMEPOM aKPUIOBOI KUCIOTHI) U
ATLOYMUHOM CITOCOOCTBOBAJIM BHIPAOOTKE OCTYJIMH-
cneludUuYecKux aHTUTEN TPU UMMYHMU3ALMU Mbl-
ureit [16]. Takke onmucaHbl GUOCOITOIMMEPHI GETYIIH -
Ha ¢ N-BUHWJINUPPOJIUIOHOM U aKPUJIOHUTPUIIOM U
MX KOMITO3UTHI ¢ HAHOYaCTUIlIaMU cepebdpa, obana-
IOIIME BBICOKOM ILIMTOTOKCUYHOCTBbIO K PaKOBBIM
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kietkaMm [17]. MoHoMeTakpuiaaT- U JUMeTaKpuaaT
OeTyJMHAa CIyXKaT IMePCIEKTUBHBIMIA COMOHOMEPaMU
IS pa3pabOTKM HOBBLIX COCTaBOB aHTUOAKTepUalb-
HBIX CTOMAaTOJIOTMYECKUX CMOJI B Ka4eCTBE YacTUY-
HOI WU MOJIHOM 3aMeHbl TPAAULIMOHHO UCIIOJb3Ye-
MBIM INIMIepoJiaTa 6ucheHona A U gTUMeTaKpuiaTa
(6uc-I'MA) 6e3 noTepu MexaHU4YeCKUuX cBOCTB [18].
MNHTepecHOT 0OCOOEHHOCTBIO TTOIUOCTYJIMHINCYK-
muHaTa [19] u Gnok-conmoanMMepoB OeTyJaMHa C ra-
J1akTO30i1 [20] SIBAseTCSI CKITOHHOCTD K CaMOCOOpPKE B
MUILIEJUIBI B BUAE MUKPO- WJIM HAHOC(ED, YTO MO3BO-
JISIET UCITOJIb30BaTh UX B KAU€CTBE OMOCOBMECTUMBIX
MaTepPHraIOB IUISI HAIIPaBJISHHOIO TPAHCIIOPTA JIEKap-
CTBEHHbIX cybcTaHLuii [19]. Kommo3uTel 6eTynuHa u
nualierarta 0eTyJarMHa ¢ MOJUBUHWINIHUPPOJIUIOHOM,
MOJUATUJICHITINKOJIeM [21] M apabuHOTrajakTaHOM
[22, 23], monydeHHBIE MEeXaHOXMMHWYECKOIl aKTUBa-
mueii, 00J1aJaloT MHOBHIIICHHONM BOIOPaCTBOPUMO-
CThIO TI0 CPaBHEHUIO C UCXOIHBIMU COSTUHEHUSIMU,
YTO MOXET OBITh IIOJIE3HBIM IIPU IIPUTOTOBICHUU
cyOCTaHLIMIT OMOMEIUIIMHCKOTO Ha3HAYCHMSI.

IuopokcunpHble YHKIUM B OSTYJIMHE MOXKHO
KOHBEPTUPOBATh B BUHWILHEIC, YTO OTKPBIBACT PSII,
JOTIOJTHUTEIbHBIX BO3MOXHOCTE B MOJTYyYEHUU T10-
JumepoB. IIpsiMoe BUHUIMpPOBaHUE TPUTESPHEHOM-
JIOB JIyIIaHOBOTO THUIIA BO3MOXHO TIa3000pa3HBIM
alleTUJICHOM B CYIEPOCHOBHBIX YCIOBUSX [24—26].
B cnyuae 6etynmHa oO6pa3yeTcs cMech MOHO- U IMBU -
HWIOBOIo 3(pupoB [26]. OCHOBHBIM HEIOCTATKOM
ASTOr0 METOoHa SIBJISIETCS MCIIOIb30BaHME ra3zooopas-
HOTO alleTWieHa, paboTa ¢ KOTOpbIM Hebe3omacHa, a
Te4YeHUe peaklMU NPakKTUIeCK HEKOHTPOJIUPYEMO,
IMOCKOJIBKY ITPOXOIUT TP MHOTOKPAaTHOM M30BITKE
aneTuwieHa. AJbTepHATUBHbBINA CIIOCOO CUHTE3a I-
BUHUJIOBOTO 3¢upa O0eTyJIMHA C XOPOIIUM BBIXOJIOM
(61%) ocHOBaH Ha mepeKpecTHOM Ir-katanusupye-
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Cxema 1. BunwivpoBaHue OeTyIrHa.

MOM BUHWIMPOBaHUY ¢ BUHMIaleraTom [27]. OmHa-
KO CTOMMOCTb UPUAMEBBIX KaTATN3aTOPOB JOBOJIbHO
BEJIMKA.

AJlbTEpHATMBHBIM UCTOYHUKOM alleTUJIeHa SBJIsI-
eTcsl Kapoua Kanblus [28], KOTOPBI yCIIEIHO ObLI
MCMOJIb30BaH B peaklvsIx BUHUIUpoBaHus [29—31],
MpHY MOJYYEHUU TTPOMBILIJIEHHO 3HAYUMBbIX peareH-
ToB [32], katanu3e [33], a Takke B psiae APYTrux Npu-
noxeHuii [34—37]. [IpeumyiiecTBoM KapOuaa sIBJsi-
eTcsl BO3MOXHOCTb OpaTh €ro B HEJIOCTaTKe, UTO
TPYAHO MOCTMXKMMO B peaklUsIX ¢ ra3000pa3HbIM
alleTUJIEHOM TIPU TTOBBIILIEHHOM JaBJIEHUU.

B nmanHoit paboTe MBI npenjaracM ajJbTepHaTHUB-
HBI c1Toco0 cuHTe3a MOHO- (2) U TuBUHWIOBOTO (3)
3¢pUPpOB OETyIMHA C UICTTOJIh30BaHEM KapOnaa Kajlb-
oUsI KaK UCTOYHUKA aueTwiaeHa (cxeMma 1). B kaue-
CTBe cyOcTpaTa ObUT BhIOpaH UMEeHHO OeTysuH 1, mo-
CKOJIbKY OH SIBJISIETCSI BAXKHBIM COEIMHEHHNEM C 00JIb-
IIMMU TIPAKTUUECKHU T10JIE3HBIMU MEePCIIEKTUBaMU (B
YaCTHOCTH, JJIsI TIOJIy4YeHUST OUOTIOJUMEPOB).

7151 TIOBBIIIIEHNST XeMOCEIEKTUBHOCTH PEaKIii 1
BBIXO/Ia MPOAYKTOB ObLjIa MPOBeIeHa CepUsi KCIepU-
MEHTOB IT0 BApEMPOBAHUIO YCIIOBUI peakiwii (Tabm. 1).

Monekyna 6eTyarMHa COOEPXKUT IBE TUAPOKCUIIb-
HbIE TPYTITbI, KOTOPbIE MOTYT ObITh MOIU(DUIIMPOBA-
Hbl. KOoHEeuHO, mMaeanbHBIM BapUaHTOM MOIJIO OBI
OBITh MOJIyYeHE MOHOBUHWJIOBBIX 3(hUpOB (000M1X)

W OIUBUHMIIOBOIO 3¢dupa. OmHako Ha IIpaKTUKE Ta-
KYI0 peakiuio OCYIIeCTBUTh HE yIajloch, T.K. oba
TUIPOKCHUJIA SIBIISTIOTCSI BEChbMa aKTUBHBIMU B TOO00-
HBIX IIpoleccax (IepBUYHBLIM M BTOpUYHLIN). Tax,
BUHUJIMpPOBaHME 6eTynrHa 1 B CTaHIapTHBIX YCIOBU-
sx (Tab:. 1, onbIT 1) ¢ ucnons3oBanem CaC, Kak uc-
TOYHMKA alleTUJIeHa OKa3ajoCh O0E€3yCIEeIIHbIM, I10-
CKOJIbKY peaklivs He IIpoTeKana. BBegeHue B peak-
LHUOHHYIO Maccy no6aBku KF 1mo3Boianio mojy4yuth
TPpOAYKTHI 2 1 3 ¢ HEOOJIBIIMM IIpeodTafaHueM MO-
HOBUHMWJIMPOBAHHOTO MPOM3BOAHOIO 2 (OMIBIT 2).
YT00BI JOCTUYB MOJHOI KOHBepcuM cyoctpara 1 n
MMOJYYUTh TOJIbLKO NUBUHMJIMPOBAHHBINA HPOIYKT 3,
konnyectBo CaC, ObLIO YBEIWYEHO A0 5 MMOJb
(ombIT 6). OMHAKO U B 3TOM cjiydyae oOpa3yioTcs oba
acdupa 2 u 3 ¢ npeobiagaHuemM nocieaHero. Oopar-
HBI 3 PeKT HabIroIancd P UCITIOIb30BaHUN Me-
Hee cuibHOro ocHoBaHust — NaOH ¢ nmobasiieHueM
CsF (onpiT 3). CiaeayroimuM 11aromM no onTUuMu3aluiu
OBLIO BAapbMpPOBaHUE KOJIMYECTBA BBOOAUMOTO B peaK-
uuto CaC,, T.e. GaKTUYECKU MEHSIOCh KOJUYECTBO
aneTwieHa, oOpasymwluerocs in situ. Ilpenmonara-
JIOCh, UTO MPU HEAOCTAaTKe 0Opa3yIolero in situ ale-
TrjeHa (ombIT 4) OyneT ¢hopMUPOBATHCS IIPEUMYIIIE-
CTBEHHO MOHOBUHMJIMPOBAaHHOE IIPOMU3BOAHOE 2, a B
U30BITKE alleTUJIeHA B CUJIbHO OCHOBHBIX YCJIOBUSIX
OyImeT oOpa30BBLIBAThCS IPOAYKT ABOMHOTO IIPHCO-
enuHeHus auetwia — 3 (onbITh 5 1 7). Tak, mpu uc-

Ta6mma 1. OnrTuMu3anus ycaoBUil peakiluy BUHUIMPOBaHUS criupTa 14

NP KOH, JloGaBKa, CaC,, T oC Konpepeus?, % Boixon’, %

MMOJIb MMOJIb MMOJIb 2 3
1 1.1 — 3 130 peaxkuus He UaeT — —
2 1.1 2 KF 3 130 76 42 34
3 5¢ 4CsF 3 130° 100 66 34
4 1.1 — 1.1 130 60 56 —
5 1.1 — 5 100 30 17 —
6 1.1 2 KF 5 130 100 33 67
7 3 — 6 1302 100 77 12

4 Venosust peakunu: 6erymuH (1 mmoins), IMCO (6 mir), KOH, monsHoe cootHotrenne CaC, : H,O = 1 : 2, Bpemst peakiym 3 4.

Konsepcus 1 BbIxoz paccurtabl 1o gaHHbM [X-MC. ¢ B kauecTBe ocHOBaHU ucnonb3oBaan NaOH. ¢ Bpems peakuuu 5 4.
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Puc. 1. ®parment criekrpa HMBC BunHuinoBoro a¢gupa 2.

nosb3oBaHuM 1.1 Mmmosib CaC, eNMHCTBEHHBIM MTPO-
IYKTOM peakunu 66u1 3¢up 2 ¢ BeIxogoM 56%. OqHa-
KO B 3TOM cllyyae KOHBepcusi cyoctpara 1 GbLia
HenosHo#. [Tpu ucnonb3zoBanuu 5 3kB. CaC, (ombIT 5)
BMECTO oxugaeMoro 3dupa 3 Tak ke Imoaydalu MO-
HOBUHWJIMPOBAHHBINA MPOAYKT 2, a yBEJIMYEHUE OC-
HOBHOCTH Cpebl (OITBIT 7) IPUBOIMIIO K IIPOAYKTaM
2 1 3 c IperMyILeCTBEHHbBIM ITPeobiIaaHeM IIEPBOTO.

Kak cnenmyer M3 TabIWIBI, 3HAYUTEIBHBIN N30BI-
TOK IIEJIOYM CITOCOOCTBYET YBEJIMUYCHUIO BHIXOAA MO-
HOBUHMWIOBOro 3¢upa 2, no6aska KF mpomoTtupyer
MIpYCOeNMHEHNE alleTIIeHa 110 BropuuHoii OH-rpyr-
e, 4yeM 1 0OyCJIOBJIEHO HAaKOIJIEHUE TUBUHUIBHOTO
MPOM3BOAHOIO 3 B peaKIIMOHHBIX CMECSIX, 0COOEHHO
B u3bniTke CaC,. TakuM o0pa3zoMm, ONTUMaJIbHBIM
yCcJIOBUEM JJIsI 00pa30BaHUSI MOHOBUHMUJIOBOTO 3(U-
pa 2 gBisSeTCS MOJILHOE COOTHOIIEHHE cyOcTpar
1:KOH:CaC,: H,0=1:3:6:12 T=130°C (Tabm. 1,
onkbIT 7). I1py aTOM TUBUMHMIIOBBII 2(hup 3 BCe paBHO
obpa3zyeTcsi, XOTSI M B HEOOJIbILIOM KOJIMYeCTBE (OKO-
70 12%). IMoxydnTh MOHOBUHIJIOBBII 3(Up TI0 BTO-
puuHoii OH-rpy1mime ceIeKTUBHO, K COXKaJICHUIO, He
yIAJIOCh, TIOCKOJIBKY BUHWJIMPOBAHUE MO MEPBUYHOI
rpyImne UaeT SIBHO ObIcTpee. JJMBUHMWIOBBINA 2¢up 3
yIaJ0Ch YCIIEIITHO BBIACIUTD U3 IIPOAYKTOB pPeaKIInU
METOJIOM KOJIOHOYHO XpoMmaTorpaduu.

CTpoeHne CMHTE3NPOBAaHHBIX 3UPOB 2 U 3 mmoz-
TBEPKIECHO CIIEKTPaJIbHBIMU JaHHBIMU SIMP u razo-
Boii xpomaToMacc-crnekrpoMmerpuu (I'’X-MC). O6pa-
30BaHME MOHOBMHWJIOBOIO 3(pupa I10 NEPpBUIHON
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OH -rpyniie moaTBe psKaeHO KOppeasIIIMOHHBIM B3an-
MogericteueM nporoHa CH=CH, BUHUIIBHOII IPyII-
bl ¢ atomoM yoiepoaa C28 B cnekrpe HMBC (rete-
POSIIEpHON MHOIOCBSI3HOI KOPPENSILIMOHHON’ CHeK-
Tpockonuu, Heteronuclear Multiple Bond Correlation)
npoxaykra 2 (puc. 1). Hammune xapakTepHOIro Kpocc-
nuka (puc. 1, 1eBblil HUKHUI YToJI, CUTHAJI OOBEICH)
OIHO3HAYHO YKa3bIBAET, YTO (DYHKIIMOHATIUZUPYETCS
uMeHHO nepBuyHast OH-rpymia, T.K. nogo0Hoe B3a-
MMOACMCTBHE HEBO3MOXHO [JISI MOHOBHUHWMJIOBOTO
a¢dupa 1Mo BTOpUYHOMY TUIPOKCUITY.

Takum obpazom, B paboTe NPEmJIOXKEH CIOcob
CUHTE3a MOHO- Y TMBUHMJIOBBIX 3()MPOB OETYyJIMHA C
WCIIOJIb30BAaHUEM KapOuaa Kalablus B Ka4eCTBE HC-
ToyHuKa auetwieHa. IlomoOpaHBI oONTUMAaIbHBIC
YCJIOBUSI TSI IOJTYYEHUSI 1 MOHO-, Y TUBUHMJIOBBIX
3(HpoOB ¢ MaKCUMAJILHBIM BBIXOHoM. Iloka3zaHo, 4TO
JnobaBjieHWE B peakluio (GTOPUIOB ILIEJTOYHBIX Me-
TaJJIOB CIIOCOOCTBYET POCTY BBIXOHA JUBUHHUIOBOIO
a¢upa 6erynuHa 3. [ToaydeHHBIE HAMU PE3yIbTaThI
MOTYT OBbITh MCIIOJIB30BaHbI B AaJibHEHIIIEM KaK 3(d-
¢dekTuBHasA U IIpocTas Mpoueaypa s MOJydeHUs
BUHWJIOBBIX 2(pMpOB OETyJIMHA C HebI0 CHHTE3a TO-
MO- M COIOJIMMEPOB Ha OCHOBE OETyJIMHA.

OKCITEPUMEHTAJIbBHAA YACTb

Crektpbl AMP peructpupoBajii Ha CIIEKTpPOMETpe
Bruker Avance 400 (400 MTix wrs sizep 'H u 101 Mt
s anep PC). XuMudecKue CIBUTH O YKA3aHbI B M. 1.
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C WCIOJIb30BaHMWEM B KadeCTBE BHYTPEHHETO CTaH-
JlapTa OCTaTOYHBIX IMPOTOHOB AciiTepoxiiopodopMa
CDCl; ('H, 6 =7.26 M. 1.; BC, 8 =77.00 m. 1.). Ana-
JIN3 peaKLIMOHHBIX CMeceil MPOBOAUIN C UCITOJIb30-
BaHMEM XpoMmaTo-Macc-cIieKTpoMeTpa Shimadzu
GCMS QP-2010 SE, ocHalmeHHOro KOJOHKOM
Rtx-5MS 30 m x 0.32 MM X 0.25 MKM B Iuara3oHe
macc m/z = 1.5—1000 (cKopocTb raza-HOCUTEIS 4 MII
MuH""). Macc-CrekTpbl BLICOKOTO pa3pelleHus 3a-
MUCHIBAJIM HAa Macc-criekTpoMeTpe Shimadzu Nexera
X2 LCMS-9030 (ckopocTb raza-Hocutess 10 1 MuH™!,
120°C) ¢ moMoOIIbI0 MOHM3ALMU BJICKTPOpaCIbLIe-
HueM (ESI).

B peakiiuu ucrnonb3oBaiu KOMMeEpUYECKUid OeTy-
JiiH (arctora 95%), rpanynupoBanHbiii CaC, (275%,
Sigma Aldrich). 1151 KoJJOHOUYHOIT XpoMmaTorpaduu vc-
MoJb30Bann cuivkaredb Merck silica gel 60 (60—
200 Mesh), npenBapuTesbHO HEWTpaJIU30BaHHbBIN
Et;N. 1151 ToHKOCIIOHOM XpoMaTorpaduu ucnoib-
30Bau macTuHBl Merck silica gel 60 UV-254, B xa-
YeCcTBE IPOSIBUTENSI MCIONb30BaIU 5%-i1 BOOHBIN
pactBop KMnO,.

Obwas memoduka GUHUAUPOBAHUS OemyAuHa.
1 mMounb 6etynuHa 1, paccunTaHHBIE KOJIMYECTBA OC-
HOBaHUs, no0aBku (mpu Heobxomumoctu) u CaC,
(cMm. Tabm. 1) momemiaay B aMITyjly C 3aBUHYMBAIO-
miefics Kpblkoit, no6asistiau 6 mu JIMCO u nnepeme-
IIMBaJIX TP KOMHATHOI TeMIiepaType okojo 10 MuH.
K o6pa3zoBaBiieiicst cycneH3uu 00OaBIsSIIM IBYKpaT-
Hoe KounuyecTBO (B pacyete Ha CaC,) IUCTUILIIUPO-
BaHHOW BOJbI, HEMEIJIEHHO 3aKpbIBAIM aMITyJIy
KPBIIIKOI ¥ MepeMEIINBAIN TP 3aJaHHOI TeMIle-
parype (tabn. 1) B reueHue 3—5 4. [1o 3aBepineHnn
peaKkiMM cCMeCh OXJIaXK a1 10 KOMHATHOM TeMrepa-
TYpBI, IIPOAYKTHI peakuumn 3KcTparupoBain EtOAc
(2 x 30 mum). OpranndyecKuii 3KCTpaKT IIPOMBIBAIA
HachlleHHBIM pacTBopoM NaCl (2 X 20 mi1), ocy1ia-
qu Hag Na,SO,, pacTBOPUTENb YIAISUIU MPU MOHU-
XKeHHOM naBjeHnu. OcTaTok XpomMaTorpadupoBaiu
Ha cUJIMKareje mpu 37110MPOBaHUN CMEChIO PACTBO-
puteneii rekcaH : EtOAc = 50 : 1 (06.). CriekTpaib-
HbIE€ TaHHBIE TIPOAYKTOB 2 1 3 COOTBETCTBYIOT JINTE-
patypHBIM [25, 28].

28-Bununoxcubemyaun 2. 'H SAMP (400 MIu,
o, M. 1., J, Ti): 6.53 (n.o., J 14.3, 6.8 T, 1H), 4.69
(c, 1H), 4.59 (¢, 1H), 4.18 (m.o., J 1.73, 14.34 I11, 1H),
3.95 (m.o., J 6.8, 1.8 T, 1H), 3.80 (m, J 9.5 ', 1H),
3.37 (m, J 9.6 Tu, 1H), 3.19 (a.1., J 11.0, 5.5 I'a, 1H),
2.42 (1.a.,J10.8, 5.7 I1, 1H), 1.92 (un.t1., J 13.5, 8.8 I,
3H), 1.69 (s, 4H), 1.67—1.56 (M, 5H), 1.48—1.34
(M, SH), 1.25 (m.no., J 11.8, 5.2 Tu, 5H), 1.09 (a.no.,
J16.8,7.9 I1, 2H), 1.03 (c, 3H), 0.98 (c, 3H), 0.97 (c,
3H), 0.89 (n.a., J 12.1, 5.4 T'u, 3H), 0.83 (¢, 3H), 0.76
(c, 3H), 0.69 (u, J 9.4 Tu, 1H). *C AMP (101 MTIu,
6, M. 1.) 6 152.73, 150.39, 109.69, 85.53, 78.95, 66.18,
55.29, 50.38, 48.80, 47.93, 46.71, 42.68, 40.89, 38.85,
38.70, 37.62, 37.15, 34.57, 34.19, 31.57, 29.83, 27.97,
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27.39, 27.12, 25.21, 22.63, 20.81, 19.09, 18.29, 16.08,
15.95, 15.35, 14.79, 14.09. Macc-cniektp (ESI, m/z):
469.4036. Bpruucieno mis Cy,Hs,0,, [M + H]™:
469.4040.

3,28-Jusununoxcubemyaurn 3. "H AMP (400 MTI11,
o, M. 1., J, T): 6.53 (n.x., J 14.3, 6.8 T, 1H), 6.33
(n.o.,J 14.1, 6.5 T, 1H), 4.70 (a, J 1.6 T'u, 1H), 4.59
(c, 1H), 4.28—4.13 (M, 2H), 3.94 (a.n.o., J 7.7, 6.6,
1.5 T'u, 2H), 3.80 (a, J 9.5 T'u, 1H), 3.37 (a, J 9.7 I,
1H), 3.28 (n.n., J 11.7, 4.3 Tu, 1H), 2.43 (1.1., J 10.8,
5.7 T, 1H), 1.69 (¢, 3H), 1.72—1.66 (M, 2H), 1.76—
1.48 (m, 10H), 1.48—1.34 (M, 5H), 1.34—1.16 (M, 3H),
1.07 (¢, 3H), 1.03 (m, 3H), 0.98 (¢, 3H), 0.92 (c, 3H),
0.84 (c, 3H), 0.82 (c, 3H), 0.70 (t, J 12.8 I'u, 1H).
BC AMP (101 MTIwu, 8, m. 1.): 152.82, 152.30, 150.41,
109.71, 87.38, 87.14, 85.55, 66.18, 55.72, 50.38, 48.82,
47.93, 46.72, 42.69, 40.94, 38.64, 38.48, 37.61, 37.16,
34.58, 34.18, 29.84, 29.79, 27.96, 27.12, 25.21, 23.58,
20.85, 19.11, 18.14, 16.31, 16.10, 15.97, 14.77. Macc-
cnektp (ESI, m/z): 495.4195. BwiuucieHo mjs
C;,Hs,0,, [M + H]": 495.4197.
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I'bIPIBIMOBA, POABITHH

VINYLATION OF BETULIN WITH CALCIUM CARBIDE

Y. V. Gyrdymova** and K. S. Rodygin“
“Saint Petersburg State University, 199034 Saint Petersburg, Russian Federation
# E-mail: y.gyrdymova@spbu.ru

A method for the synthesis of betulin vinyl ethers using calcium carbide as a source of acetylene is proposed.
Optimum conditions for obtaining mono- and divinyl ethers of betulin are selected. It has been found that the
addition of alkali metal fluorides in excess of calcium carbide promotes the formation of a divinylated

product. Two-dimensional NMR spectroscopy proved the formation of monovinyl ether at the primary
alcohol group.

Keywords: betulin, vinylation, calcium carbide, vinyl ethers
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