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VYcTaHOBIE€HO, YTO peaknust Cyiab(haTHPOBAHHUS AIO0ETyIHHa XJIOPCYTh(GOHOBONH KHCIOTOH B 1,4-mHOKcaHe WIIH
N,N-mumeruindopmamuae nporekaer npu temmeparype 40-50 °C. TToka3aHo, 4TO AJIs MOJHO# 3TepubHKalNK aIo00eTyIHHA
1o 3-cynedara annoberynrHa Heodxoaumo 4-5 4. 3-Cynbdar amnobeTynrHa BBIICISIOT B BUJC HATPUEBOW WM KaIHEBOI
comi. Ctpoenue 3-cynbhara amioberynuna moarsepxaeo meromamu MK u IMP **C crextpockomm.

Kniouesvie cnosa: 6erymun, annoberymu, 1,4-muokcan, N,N-mumernndopmamun, cyiabhaTupoBanue, XJI0pcyiab(oHro-
Bast KUCIOTa, KoMiuieke SOgz-nuokcaH, komiieke SOs-nmumeruidopmamu, 3-cyabpdar aiobeTyaHa.

Beeoenue

CoeMHEeHNSIMH, COYETAIONIMMH JIOCTYITHOCTh C IIEHHOH OMOJOTMYecKOl aKTMBHOCTBIO, OOraT Kiacc TpH-
teprienon 0B [1]. HanGomee 1OCTYIHBIM U M3yYEHHBIM MPEICTABUTEIEM 3TOTO KIIacca COSAUHEHUH sBisieTcs Oe-
TynuH. Hanmune B OeTynwHe TUAPOKCHIBHBIX TPYINI M JBOWHOM CBS3HM B M30MPONCHIIBHON TPYHIE MO3BOJSET
OCYIIECTBIISTH €r0 Pa3HOOOPA3HYI0 XUMHYECKYI0 MOAM(MHUKAINIO, B YaCTHOCTH OETYJIHMH CIIOCOOCH H30MEpH30-
Barbcs B ayuoberynud (19f,28-3mokcrornean-3-0n) — COeMUHEHNE CO CKEIETOM OJicaHOHA. BriepBbie n30Mepu3a-
s OeTynrHa B alu100eTyluH ocymecTBieHa B 1922 r. myrem o0pabotku 6etynuHa kursimeit 88%-# MypaBsHHOM
KHCIIOTOH C TIOCIIENYIOIIMM OMBUIEHHEM oOpasyromierocs: popMuara ajuio0eTyinHa ruapokcnaoM kamws. [o Ta-
KO JKe JIBYXCTaJUHHOHN cXeMme, depe3 aliiIbHOe MPOU3BOAHOE, HAET 00pa3oBaHNe aulo0eTyaNHA MIPU 00paboTKe
OeTysnHa YKCYCHOM KHCIOTOM B IIPUCYTCTBHU CepHOM KucioTsl [2]. Ha ocHOBe OGeTynuHa 1 auiobeTyiHa CHHTE-
3MpOBaHa OOJIbIAS TPYMIa OMOIOTHYECKH aKTUBHBIX BemecTB. OHAKO OYeHb HU3Kasl PaCTBOPHMOCTh OETyJIHHa,
II00eTyIMHA M UX TPOW3BOIHBIX B BOJIE 3aTPYAHAECT HX MPAKTHIECKOE NCIOIB30BAHUE U M3yIEHHE OHOJIoTHYe-
ckoil akTMBHOCTH. IIpocToii croco0d mpuaaHus BOAOPacCTBOPUMOCTH OETYIWHY M €ro HPOM3BOJHBIM — 3TO HMX
cynb(haTHpOBaHNE C MOJTYYCHHEM COOTBETCTBYIOMIMX CYNb(haToB. M3BECTHO, UTO CEpHOKHCIOTHBIE 3(PHPHI TPHU-
TEpHEHONIOB — OETyNMHA, OETYITHMHOBOW 1 OJI€AaHOBON KHCIIOT TPOSIBIISIOT BBICOKYIO OMOJIOTHYECKYIO aKTUBHOCTB,
SIBIIIOTCSL MHrHOuTOpamu Komiutementa [3]. B pabore [4] moka3aHo, 9T0 OHU MPOSBILSIOT GoJiee BHICOKYIO GHOIO-
THYECKYIO aKTHBHOCTh KaK MHTHOMTOPHI KOMIUIEMEHTA 10 CPABHEHHIO C MPUMEHSIOMNMHICS B HACTOSIIEE BPEMs
MEIUIMHCKUME Tpenaparamu. [IpemioskenHble paHee MeTOAb! Cyab(aTHpOBAHHS TPUTEPICHONIOB OCHOBAHBI Ha
WCTIONIb30BAaHUM CEPHOM KHCIIOTHI M KOMIDIEKCOB, NMOTYYEHHBIX MPH B3aUMOICHCTBHN CEPHOTO aHTHUAPHIA C TUPH-
IUHOM WiH auMetuicyiabdokcunoMm [4,5]. Cunres 3,28-nucynsdara Gerynuna u 3-cynpdara OeTyITHHOBON K-
CIIOTHI TIPOBOJAT CYIb(aTUPOBAHHNEM COOTBETCTBEHHO OETyIMHA M OCTYIMHOBOM KHCIIOTBHI CEPHOW KHCIOTOH B
NHPHIMHE B IPUCYTCTBUH YKCycHOro anruapuna [4]. B pabore [5] npemoxkeno cynbdaTupoBaTs TpUTEPICHOM I
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TIPY OXJIAXKJICHUH K CYXOMY JIMMETHICYIb(QOKCHIY 10 KOHIeHTparmu okono 5%. CynbhaTupoBaHHBIE TpUTEpIIE-
HOBBIE KHCJIOTHI BBIICIISIOT SKCTPAKINEH XJIOpohOpMOM MM OYTaHOJIOM M3 PEaKIMOHHOW MAacchl pa30aBIeHHOM
X0IIOAHOM Bojo#. [loydeHHbIe TPOAYKTHI OUHIIAIOT METOOM KOJIOHOUHOM XpoMaTorpadum.

W3BecTHBl TIPUpOIHBIE BOmOpacTBopuMble 3-cynbdarsl TputTepreHonmoB. Tak w3 mucteeB Scheffera
Octophylla BeieneHsr u HACHTHOHUIMPOBAHBI CTEPEOM30MEPHI CYIb(HATOB GETYIMHOBOM KHCIOTHI M CYIb(aThl
METHIOBOTO 3¢GHpa GeTYITUHOBOM KHCIOTHI [6].

B nacrosmeir pabote ¢ LeNbl0 paclIMpeHHs acCOPTUMEHTa Cylb(aTHPOBAHHBIX TPUTEPHECHOBBIX MPOH3-
BOJHBIX BIIEPBBIC CHHTE3MPOBAH 3-Cyibdar amto0eTynuHa. Auto0eTyianH cynbhaTupoBanu KommmiekcamMu SOs-
mokcaH U SOz-muMerniidopmMaMu, MPEeABAPUTENBHO MOMYYECHHBIMH MPH B3aUMOJICHCTBHM XJIOPCYITb()OHOBOM
KHCIIOTBI COOTBETCTBEHHO ¢ 1,4-mmokcanom n N,N-mumernndopmamuiom.

3l<cnepwneumwzbuaﬂ uacmo

UK-cniextpst 3anmcanst Ha Oypoe UK-ciekrpomerpe Vector-22 ¢upmsr Bruker 8 o6nactu muu Boma 400—
4000 cm™ B TaGrerkax KBr (3 mr obpasma / 300 mr KBr). Crextpsr SMP *C cusiter Ha criextpomerpe Bruker
Avance |11 600 MI'n, amoberynuna — B aeifrepoxiiopodopme, a 3-cynbhaTa amiodeTyIuHa — B AeHTepoMeTaHoIIe
C TPUBSI3KON K IEHTEPUEBOMY PE30HAHCY PACTBOPUTENSL. DIIEMEHTHBIN aHAJIM3 BBIIOIHEH HA SJIEMEHTHOM aHaJH-
3atope Flash EA™ —-1112 (Thermo Quest Italia), omHoBpemMerHO ompenenstomiemM Komudectso (%) yriaepona, Bo-
JIOpOJia M CEepHI, a TAKXKE KUCIIOPO/Ia.

BerynuH, ucnonp3yemsiit it Cyab(aTHpoBaHus, OBUT MOMYYEH [0 METOIMKE, TIPUBEACHHOM B pabote [7].
Anno6eTyNMH NOTydeH U3BECTHBIM CITIOCOOOM — M3oMepH3anueid OeTyniuHa B OyTaHole B IPUCYTCTBUU opTodoc-
¢opuoit kucnotel [8]. Pacteopurenu 1,4-mmokcan, N,N-aumerridopMaMu mepes UCTIOIb30BAHHEM OBUTH OYH-
IICHBI U BBICYIICHBI H3BECTHBIM MeToaoM [9].

Cynvhamuposanue arnodbemynuna 6 N,N-oumemungopmamude. B tpexropmayio kondy oobsemom 100 mu,
CHA0>KEHHYIO MEIIAJIKOH, TePMOMETPOM M KallelbHOI BopoHKOH, 3arpyxarotr 50 ma N,N-gumernndopmamuna u
NP MHTCHCHBHOM MEpeMEIIMBaHUN M OXJNAXJIeHUH mpu Temrepatype -5-0 °C mpubaBmstror mo xammiM 1 mi
xJyopcyab(oHoBoH KucoThL. [locie Toro kak Best XJ10pcynnb(oHOBas KMCIOTA MTPUOABIIeHa, MIPU MepeMeIlnBaHUT
MeIeHHO mopipsivu 3arpyxkaroT 4,42 r (0,01 Moins) amoberynHa, Koia0y HarpeBaroT Ha BomsiHOM Oawe mo 50 °C
W TIONZCPXKUBAIOT 3Ty TEMIIEpaTypy B TeueHWe 4 4. 3aTeM PEakUMOHHYI0 MAacCy OXJIAKHAIOT JO TeMIePaTyphl
10-15 °C u npu nepemenmBanny HeWTpanu3ytot 10 PH 7-8, mpubasmnsis 75%-# BOIHO-3TaHOIBHBINA PacTBOp, CO-
nepxanmit 4% rugpokcuaa HATpus. BBHINAaBHOIyIO B 0CAJ0K HEOPraHMYECKYIO COJb OTHCIIIOT (QUIIBTPOBAHHEM,
(GWIBTPAT KOHUCHTPUPYIOT MOJ] BAKYYMOM JIO TOJHOTO YIaJICHHS! PACTBOPHUTENS M MONTYdYaroT 3-cyibdar amiode-
TyIMHA B BHJE HATPUEBO# comu. Beixon mpoaykra cocraBun 5,1 r (94%). CocraB HaTpueBoil conu 3-cynabgdara
ao0eTyIMHa OATBEPXK/ICH JIEMEHTHBIM aHanu3oM. Haiineno, %: S 5,69; 6,01; C3H49OsSNa. Beruucneno, %: S
5,88. Tlpu ucnonb3oBanuu 75%-ro CIUPTOBOrO pacTBopa, copepixkainero 4% rugpokcuaa Kaiaus, BbIXO] KaIHeBOM
conu 3-cynbtara amroberymuHa cocraBmi 5,2 (92%). CocraB kanueBoit conu 3-cynbdara amwiodeTyInHa Ho/-
TBEPXK/ICH dJIEMEHTHBIM ananu3oM. Haiineno, %: S 5,99; 5,61; C30Hy9OsSK. Beruucieno, %: S 5,71.

Cynvpamuposanue annobemyauna ¢ 1,4-ouokcane. B tpexropiyro kondy oosemom 100 M1, cHaOKEeHHYIO
MEIaIKOH, TePMOMETPOM H KaIelIbHOH BOPOHKOM, 3arpyxarT 50 mut 1,4-11M0KcaHa U IpU UHTCHCHBHOM IepeMe-
[IMBaHUU U oxJaxkaeHuu rnpu temieparype 10-15 °C npubasistor mo karism 1 mit XJa0pcynb()OHOBOI KUCIOTHI.
Iocne TOro Kak Bcs XJIOPCYIbGOHOBAS KHCIIOTa IpHOaBiIeHa, IPH IepeMEIIMBAaHUN MEIJICHHO TOPLIHAMH 3arpy-
xarot 4,42 r (0,01 moine) amnoberyinHa, KOOy HarpeBaroT Ha BosHo# Gane 1o 40 °C U moanep:KuBaroT 3Ty TEM-
mepaTypy B TeUeHHE 5 4. 3aTeM peakIHMOHHYIO Maccy OoXJIaxaarT 1o temieparypbl 10-15 °C u npu nepemermsa-
HuM HedTpanu3ytoT 1o PH 7-8, mpubasmsist 75%-i BOAHO-3TaHONBHBIN pacTBOp, coaepxkamuii 4% ruapokcuaa
HaTpusl. BeIMaBOIyro B 0caJjok HEOPraHUYECKYIO COJIb OTACISIIOT (PUIIBTPOBAHHEM, (PHIBTPAT KOHICHTPUPYIOT MOA
BaKyyMOM JO TOJHOTO YAQJICHHS PACTBOPUTENS U IONYyJaroT 3-cyabdaT autoO0eTyaiHa B BHAC HATPHEBOM COIH.
Bsixon mpomykra coctaBui 5,2 T (95%). CoctaB HaTpreBoii comu 3-Cynb(harta aluto0eTyInHa MOATBEPIKICH dITe-
MeHTHbIM aHanu3oM. Haiineno, %: S 6,14; 5,72; C3HyOsSNa. Brrurcneno, %: S 5,88. TIpu ucnons3osanuu 75%-ro
CIIUPTOBOTO PAacTBOpa, cozaepxariero 4% ruapoKcuaa Kaius, BBIXO KalueBoi conmu 3-cynbdarta ammoberyinnHa
cocrami 5,1 T (91%). Cocras kanueBoit comu 3-cyibhara amiobeTyInHa MOATBEPKICH 3JIEMEHTHBIM aHATH30M.
Haiineno, %: S 5,48; 5,31; C3yH4905SK. Beruucneno, %: S 5,71.
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Pe3ynomamul u 00cysncoenue

[MpoBenenHoe panee mccieqoBaHHUE IMOKa3aylo, 4To KoMmiiekehl SOs-anokcan n SOz-muMernidopmamun
XOPOLIO 3apPEKOMEHI0BaH ce0st Ipu Cyib(aTupoBanuu oerymuHa [10-11].

BriepBrie npeiokeHo NPOBOAUTH CYIb()ATUPOBAHKE ATIOOETYIIMHA XJIOPCYIb(OHOBON KHCiIOTOH B 1,4-
mokcane min N,N-mumernndopmammuse. IIpu B3anmopeiicTBiN XJ10pCyIb(OHOBOM KHCIOTHI C TMOKCAHOM HIIH
JuMeTrihopMaMuaIoM o0pa3yercs cooTBETCTBEHHO Kominieke SOs-mmokcad mim SOsz-muMeTHindopMaMu U Bbl-
nemsiercss HCI [12].

N3omepmsarus OeTynmiHa B ajuio0eTyIMH NMpoBeieHa B OyTaHOIe B MPUCYTCTBUU OpPTO(OCHOPHOI KHCIOTHI.
CynbpgatapoBaHue amio0eTylIMHa OCYIIECTBICHO XJIOpCyab(poHoBOH kucinoToil B 1,4-mmokcane m N,N-mimeru-
¢dopmamuzne. 3-CynpdaT ayurodeTynrHa BRIACIAIOT B BUJIE HATPHEBON MM KauueBol comu. CxeMa peakiuu mpHBe-
JieHa Ha pucyHke 1.

CocraB HarpmeBoil conu 3-cymbdara amroberymuaa (CzoHszoOsSNa) m xamueBoit comu ammoberynuHa
(C3oHg05SK) monrBepicien smemenTHeM anammsom, crpoerne UK u SIMP °C cnexrpamn. B UK crexrpe
3-cynbara aimoberynuHa, B otimune ot MK-criektpa amiobeTynnHa, IpUCyTCTBYIOT MOJIOCH ITOTIIOMICHMS B 00-
nactu 830 cm™ (SO) u uuTencHBHAs mosoca mpu 1245-1255 cv (SO,), KOTOpbIE MOATBEPKIAIOT HATHIHE CYIlb-
dbarHo#t rpymsl B Monekyie 3-cyibgara amutoberynuna (puc. 2).

CpasrurensHbii anamus SIMP C crextpos ucxomHoro anmoberynuna i 3-cyibpara amioberymnna (puc.
3-4) nokasai, 4To y ayuio0eTyTMHA XUMHYECKUM CABUT y BTOPHYIHOrO atoMa yriepoaa C3, CBA3aHHOTO ¢ THAPO-
KCHWJIBHOW rpymmoi, Habmomaercst ipu 78,99 M.1., a mocne 3aMenieHns THAPOKCIIBHOM TPYIITBI Ha CYIb(aTHYIO,
XUMIYECKH cBUT atoma yraepona C3 cMermaercs B cmaboe mone k 86,16 m.a. [lomydeHHBIE pe3yIbTaTh COTa-
CYIOTCS C JTaHHBIMH, IPUBEICHHbIMHU B paboTe [13]. OtcyrerBue curaana B IMP °C cnexrpe 3-cymbhara amiobe-
TynuHa atoma yraepoga C3 B obmactu 78,99 m.z. ykaspIBaeT Ha MOJHOE 3aMEIIEHHE THAPOKCWIIBHON TPYIIBI Ha

cynb(haTHYIO TPYIITY.
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Boi6oon

INokazano, uto cynbdarupoBanue amwtoberynuHa komiuiekcoB SOs-mmokcad B 1,4-nmokcane mu SOs-u-

metunpopmamuz B N,N-nmumermidopmamune npu remrneparype 40-50 °C nporekaet 3a 4-5 4 u npuBoaut K obpa-

30BaHuIO 3-cynb(ara amioderynmuna. 3-Cynbgar amtobeTynnHa Noy4eH B BUIE HATPUEBOH 1 KAJIMEBOW COJIH.
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It was established, that the reaction of sulfation of allobetulin by an chlorosulfonic acid in 1,4-dioxane or N,N-
dimethylformamide proceeded at temperature 40-50 °C. It was shown that for full etherification of allobetulin to allobetulin 3-
sulfat 4-5 hours were necessary. Allobetilin 3-sulfate have received in the form of natrium or potassium salt. The structure of
allobetulin 3-sulfate was confirmed by methods of IR and NMR *C spectroscopy.

Keywords: betulin, allobetulin, 1,4-dioxane, N,N-dimethylformamide, sulfation, chlorosulfonic acid, SOs-dioxane com-
plex, SOs-dimethylformamide complex, allobetulin 3-sulfate.
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