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Cratbs TIOCBAIIECHA UCCIICIOBAHUIO NIEPCKPUCTAIUIN3AUA CYMMAPHOTO 3TAHOJIBHOI'O OKCTPAaKTa 6ep€CTLI 6€p631>1 IIOBHUC-

ot (Betula pendula Roth). Vcranosieno, 9To HAWTYHIIHI pe3ybTaT JOCTUTAETCSI IIPH UCIIOIB30BAHNH B KAYECTBE PACTBOPH-
TeJel BRICOKOKUILMINX anu(aTHIeCKUX YIIeBOJOPOIOB, HE COMEPIKAIINX apOMATHIECKUX KOMIIOHEHTOB. [loka3aHo, 4To maH-
HBI CIIOCO0 SIBISIETCST YIOOHBIM TSl OYMCTKH OETYIHHA OT COIYTCTBYIOMIMX MPUMECEH U MO3BOJISET MONy9IaTh OeTYIrH, pH-

TOJHBIN TSI JATBHENIIEro HCIONB30BaHMS B OPTAaHHYIECKOM CHHTE3e Oe3 TOMOIHATEIBHON OIHUCTKH.
Kmiouesvie crosa: Betula pendula Roth, 6erymus, anudarideckie BEICOKOKHISIIEE YIIIEBOIOPO/IbI, EPEKPHUCTAILIA3AIIHS.
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berymun (3f,28-muruapokcu-20(29)-1ymieH) SBISETCS TPUTEPIICHOUAOM JTyIMaHOBOTO psina. OCHOBHOM Hc-

TOYHUK OETyJIMHA — BHEIIIHUI CJI0M KOphI (DepecTa) HEKOTOPBIX BHAOB Oepes, Ilie €ro Comep:KaHmne MOXKET JOCTH-

rats 30-35% [1-3].
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ABTOp, C KOTOPBIM CIIEIyeT BECTH IEPEIIHCKY.

KAM CIIEKTPOM OHOJIOTHYECKOW aKTUBHOCTH STHX CO-
emunennit [4]. JlokaszaHo, uTo GETYIIMH M PAI €ro mpo-
W3BOAHBIX O0JaJal0T AHTHCENTHYECKOH, aHTUOKCH-
JAHTHOW, TPOTHBOBOCIAIUTEIFHONW, TPOTHBOOITYXOJIE-
BOM, TEMaTONPOTEKTOPHONH W APYIMMH BUAaMU OHOJIO-
rudeckoit aktuBHOCTH [4—7]. B Hacrosimee Bpems Be-
JTyTCS. WHTCHCUBHBIC TOMCKN HOBBIX aHTHOAKTEpHAb-
HBIX U TIPOTUBOBHUPYCHEBIX TpPENapaToB Ha OCHOBE OETy-
JIMHA, B TOM uwKcie obnamaronmx aHTH-BUY-akTus-
HocThiO [4, 8, 9]. DKcTpakThl, comepskaine OETYIHH,
HaIIDIM IPOKOE MPUMEHEHHE B KOCMETOJIOTHU U dap-
MAaKOJIOTHH.

O4eBUAHO, YTO TOMOOHBIC MICCIICIOBAHUS JUKTY-
IOT TIOTPEOHOCTh B COOTBETCTBYIOIIMX METOMAX MOIyde-
HHS UCXOJIHOTO OETYJIHMHA B JIOCTATOYHBIX KOJIMYECTBAX,
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a TaKKe B MPOCTBIX CIIOCO0AX OYMCTKH €r0 OT COIYTCTBYIOIIMX MHHOPHBIX NpUMecel. BONBIIMHCTBO M3BECTHBIX
CII0co00B BBIIENCHHS OETYIIHHA OCHOBAHO HA METO/AX YKCTPAKIUU OepecTsl pas3nndHbME pactBoputeisvu [10-12].
ITpu 3TOM MOMyYaeMbIi SKCTPAKT COAEPIKHT, KaK IPaBHIIO, TOMUMO OETyIMHA, 3HAUUTEIbHBIC KOINYECTBA APYIHX
COC/IMHCHHMH, TAKUX KAK JIYIICo, OETyTMHOBBIN allbJET /I, JyIICOIOBBIH albIeru]l, IAJbMUTHHOBYIO KucioTy [13, 14]
1 HyXXJaeTcsl B JIOTOJIHUTEILHON OYNCTKE OT HUX.

B Hacrosimee BpeMsi TOCTYITHBIE CBeeHHSI 00 OYMCTKE OETyNrMHA OT NpUMeEcei HOCIT OecCHCTEeMHBIN xa-
paxTep ¥ B OOJNBIIMHCTBE CBOEM IPEACTABIISIOT CIIOCOObI, OCHOBaHHBIC HA MEPEKPUCTAILIN3aNNK OeTyIMHA U3 TO-
JSIPHBIX MIPOTOHHBIX U APOTOHHBIX pacTtBopureneii. M3Bectno [15], uro wcmosp3oBaHue sl MEPEKPUCTAILIN3A-
IINH TAaKUX PACTBOPHUTENEH, KaK HU3IIHE anu(aTHIecKnue CIUPTHI, XJI0podopM, alleToH, ITHIALETaT, ANXIOPMETaH,
MIPUBOJNT K 00pa30BaHUIO COJBBATHBIX KOMIUIEKCOB C OCTYIHMHOM, YTO 3aTPYAHSET €Tr0 HACHTH(UKAINIO KaK WH-
JMBHAYAJIBHOTO coerHeHus. Kpome Toro, HE00X0IMMO OTMETHTh MAayl0 CEIEKTHBHOCTh 3THX PAaCTBOpPHUTEINEH,
OTHOCHTEJIFHO COITyTCTBYIOIIUX OCTYNHHY MpPUMECEH, TaKWX KakK JIYIeoJ, MOIH(EHONbI U OKHCIEHHBIE (OPMBI
OeTynnHa, KOTOPHIE TAKXKE PACTBOPUMEBI B JAHHBIX PACTBOPUTEISAX M YXYALIAIOT KAYECTBO IOTy4aeMoro OeTyiu-
Ha. Hammpumep, npu MCTIONB30BaHUM 3TaHOJA B KAUECTBE PACTBOPUTEIS IS MTEPEKPUCTALIN3AINHN HaOII0Aat0TCS
cymiectBeHHbIe moTepu GerymiHa (1o 40%), ocraromerocsi B paCTBOPEHHOM BHJIE B MATOYHOM PAacTBOpPE, YTO CBSI-
3aHO C y3KMM MHTEpPBAJIOM W3MEHEHHS PACTBOPUMOCTH OETyJIMHA B 3aBUCHMOCTH OT TeMIiepaTypsl. Tak ais 86%-
HOT'0 3TaHOJa CoflepKaHne OEeTyIMHA IpH TeMIepaType Kumenus coctaisier 5,35%, a npu 8 °C — 1,86% (1.e. mo-
Tepu GeTyIMHa B MATOYHOM PAacTBOpE B 3TOM cirydae pocruraor 34,8%) [16].

B cBs3u ¢ 3TUM 1enbl0 TaHHOW paboOTHI OBIT MOWCK CPAaBHHUTEIBHO MPOCTOTO METOJA, 00ECTIEUNBAIOIIETO
MOTydeHne OeTyJnHa BBICOKOM CTENEHH YHCTOTHI, MPHUI'OJHOTO JUIS JTAIBHEHINIEro MCIOJIh30BaHMUs B OpraHude-
CKOM CHHTe3€ 0€3 JIOMOIHUTEIbHON OYNCTKH; 1 MUHUMH3ALMHN TTOTEph OeTyInHa.

E)Kcnepwneumwzbua}l uacmo

CyMMapHBI# 3KCTPAKT, COIEepKaIMi OCTYIHH, MONTy4ald TOHKOIICHOYHOH mapodasHoil skcTpakuue Oe-
pectol Gepess mosucioi (Betula Pendula Roth) stanonom mo mpemtoxkenHoMy Hamu panee merony [11, 17]. Tms
MIePEKPUCTAIUTU3ALNH UCIIOIB30BANN: H-OKTaH, H-HOHaH, H-JICKaH, H-yHJICKaH — KOMMEPUYECKH JIOCTYIHbIC, KBaJIU-
¢bukannn «x.4.», 6e3 gomonauTenbHO#M ouncTku. Hedpac C4-150/200 u kepocun TC-1 npenBaputenbHO mepero-
HSUTH JUTSL OT/JCJICHHS HENETYYHX TSDKENIBIX IpuMeceil U cobupanu (Qpakiyy ¢ TeMIepaTypaMy BBIKUTIAHHS B UH-
tepBase 150-200 °C.

[MepekpucTamin3anuio MPOBOMMIM IBaXKIBl. B cTakaH moMenaan CyMMapHBIA CIMPTOBBI SKCTpakT Oepe-
30BOW KOPBI, COAepKalil OSTyIMH, U BEIOPAHHBIA pacTBOPHUTENb U3 pacyeTa 25 MJI pacTBOpUTeNs Ha 1 I cyxoro
9KCTpPaKTa, CYCIICH3HIO HAarpeBaJl O KHICHHS U KUIATHIM IPH MEepEMEIIMBAHUU 10 TeX MOp, TI0Ka PAacTBOp HE
CTAHOBHWJICS MIPO3PAYHBIM, IIPU ITOM Ha JHE CTaKaHA OCTABaJMCh HEPACTBOPUMBIC MPHMECH. 3aTEM COIEPKUMOE
CTaKaHa IOJBEPrad ropsueMy (HIBTPOBAHHIO, HEPACTBOPUMBIC MPUMECH OTAEISUIM, Ha (QUIBTPE MPOMBIBAIIH
reKCaHOM M CYIIWiIH B Bakyyme npu Temneparype 50 °C. @unbrpar oxnaxaaiu g0 temneparypst 0 °C, npu 3Tom
BBINIaJJaJl OCaJIOK OSTYJIMHA, KOTOPBI OT(HIFTPOBEIBAIIH, IPOMBIBAIH HA (DHIBTPE TEKCAHOM U CYLIWIIU B BAKyyMe
npu Temneparype 50 °C. BricylieHHbIH OeTyIMH U PpaKIMIO HEPACTBOPUMBIX HpHMecel B3BelMBaiu. PactBopu-
TeJIb OTTOHSUIA B BaKyyMe BOIOCTPYHHOIO Hacoca JOCyXa M B3BELIMBAIIM CyXOl KyOOBBIH OCTATOK I ydera IIo-
Tepb OCTYJIMHA, OCTABILETOCS B MATOYHOM PacTBOpE.

BricymeHHBIH TIepeKPUCTAIUTH30BAaHHBIN OSTYIMH MOIBEpraiy MOBTOPHOH MEPEKPUCTATUIN3ANNHI TI0 TOH
JKE METOJTUKE.

[oTepu npogyKkTa ONpeessyInCh B IIepecueTe Ha YUCThIA OeTyIHH.

AHaNu3 TONXY4eHHBIX MPOAYKTOB OCYHIECTBIIUIM MeronoM BDXKX, Ha MHKPOKOIOHOYHOM >KHIKOCTHOM
xpomarorpadpe «Mumuxpom A-02» ¢ Y O-1eTekTopoM U KOJIOHKOH pasMepoM 2X75 MM, 3al0IHEHHOH cOpOeHTOM
ProntoSIL — 120-5-C18 AQ 1o u3BeCTHON METOUKE. DNIOUPOBAHUE MTPOBOAMIN HOABUKHON (ha30il alleTOHUTPUIT
— Boga B cooTHowreHnd 80 : 20, B M30KpAaTHIECKOM PEXUME TPH TeMIepaType KonoHKH 35 °C U CKOpPOCTH pacxo-
na amoedta 100 mxi/muH. [leTeKTUpOBaHUE MPOBOAMIN TPH JuTHHE BOJHBI 210 HM B COOTBETCTBHH C MaKCUMY-
MOM TMODIIOIIeHns GeTysanna. [ MPUroTOBICHNS AII0SHTOB UCIOIb30Banu aneronutpui (copt 1) dupmer «Kpuo-
xpom» (Cankr-IleTepOypr) W TUCTHIUTMPOBAHHYIO BOMY, O4MINeHHYI0 ¢ momoinsio cucteMsl Milli-Q (Millipore,
CIIA). Uccnemnyembie 00pasisl GeTyMHA pacTBOPSUTH B CMECH alleTOH — alleTOHUTPIA B cootHommennu 40 : 60.
OOBeM aTMKBOTHI COCTABIISUT S MKII.
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KonmuectBenHnoe cozepxanue OeTynnHa ONMPENEIsIM METOIOM aOCoMOTHOM KannOpoBku. KammbpoBou-
HBII rpaduk onuceBaercs nuHelHHoH ¢pynkuuer C = 0,0924-S, rae S — mnomans xpomaTorpaduueckoro nmuka u C
— KOHILIEHTpaIws OeTysuHa B pactBope (Mr/min). 3Hauenue koddduipenta koppessiimu cocrasuio 0,997.

Cuextpet SIMP peructpupoBaiuck Ha crnekrpomerpe Brucker Avance AV-300 mpu wacrore 300 MI'n =
(*H) o crasmaprHoit Metomuke, pactBopurens — CDCls,

Pe3ynomamul u 00cysncoenue

Coneprxanue 6eTyIMHa B HCXOIHBIX 00pa3nax ONnpeaesiioch XpoMaTorpaguIecKuMy METOJIaMH U COCTaB-
jsu10 72,5%.

Hamu OpIIO moOKa3zaHO, YTO HOCTE MEPBOM IMEPEKPUCTAILIM3ANMN MoIydaeMble 00pasnbl conmepxkar 84,6—
95,4% Gerynuna. [Tocie BTOpO# IepeKpUCTAININ3ANNN coepskanue oeTynuna cocrapisier 88,2—-98,3% (Tabu.).

VY CTaHOBIICHO, YTO ONTHMAIBHBIME PACTBOPHTEISIME S IEPEKPHUCTAILTI3AINA SIBISIFOTCS HOHAH (Temiepa-
Typa nepekpucrammsaruu 150 °C) u nexan (remmeparypa nepekpucrammmsamud 174 °C). Tpu ucrmons3oBanud 60-
Jiee HU3KOKMIBIIINX PACTBOPUTENEH, TaKMX Kak OKTaH (TeMreparypa nepekpucrammsamud 125 °C), cHmKaeTcs BbI-
X071 OeTyHMHa, TIPU 3TOM 3HAYUTEIHHOE €r0 KOJIMYECTBO OCTaeTCsl BO (PPAKIK HEPACTBOPUMBIX IPHMECEH. ITO CBS-
3aHO C T€M, YTO PACTBOPHMOCTH OETYJIMHA B YIJIEBOJOPOMHBIX PACTBOPUTENSX B 3HAUYMTEIBHOW Mepe 3aBUCHUT OT
TEeMITepaTyphl 1 yMEHBIIAETCS NIPH €€ TIOHIKEHNH. TakuM o0pa3oM, IpH TeMIlepaTypax MpOBEISHMS MpoLecca O4u-
ctku Hike 150 °C HeoOXoauMo yBETMYMBATh KOJMYECTBO PACTBOPUTEINS ISl TIOJTHOTO PACTBOPEHMS OETYIIMHA, TIPH
3TOM BO3PACTAIOT OTEPU B MaTOYHOM pactBope. [Ipu nepekprcrammsanuy u3 0osee BEHICOKOKHILIIX PAaCTBOPHTE-
JIeit, TAKMX KakK yHzeKaH (temmeparypa nepexpucrammmsaimu 195 °C), cHmkaeTess KauyecTBO MOIy4aeMoro OeTyiHa,
CBSI3aHHOE C €0 YaCTUYHBIM OCMOJICHHEM. Y CTAHOBJICHO, YTO ONTHUMAJIGHBIM SIBISICTCS HCTIOJIB30BAHUE PACTBOPUTE-
JIeH, TTO3BOJIIONINX TPOBOANTD MPOIIECC MEPEKPHUCTAIUTM3ALNHY B franazone temmnepatyp 150-180 °C, B aTom ciydae
MPaKTHYECKN HE HAOIOMACTCs TePMOJIECTPYKIMHN, OETYIHH KOJIMYECTBEHHO MEPEXOUT B XKHUAKYIO a3y, a IpH OX-
JIKJICHIH KOJIMYECTBEHHO BBIMIAaeT B 0cazoK. [Ipu 3ToM motepu OeTynriHa B MaTOUHHKE cocTaBisroT 1,6-1,8%.

Bbiio 00Hapy)XeHO, 4TO HCIOJIB30BAHUE YIIIEBOMOPOAHBIX PACTBOPHUTENEH, COMEpKAIIMX apOMaTHIECKHe
KOMITOHEHTHI, TAKMX KaK KEPOCHH U Hedpac, BEIET K yMEHbUICHUIO Bbixoaa Oerymuna (74,0-75,1%) u x cHike-
HHIO ero 4ucToThl (85,4-84,6%). D10 CBsI3aHO € TEM, YTO PACTBOPHMOCTD OETYJIHHA B apOMAaTHIECCKUX PACTBOPHU-
TENsX BBINIE, YeM B aIM(ATHUECKUX, TaKkxKe (pakiys MpuMecel, HepacTBOpuMast B anu(aTHIECKUX YIIIEBOIOPO-
Jlax, YaCTHYHO PACTBOPSETCS B aPOMATHUECKUX PACTBOPHUTEISX, 3arPS3HSS MOITyJaeMBblid IIPOIYKT.

Ha pucynke 1 npezncraBinena xpomaTorpamMmma oopasna OeTyiiHa, MOIXy4eHHOTO ITyTeM JBOWHOI MepeKpH-
CTaJUTM3aluy 13 HOHaHa. [Ink 4 cooTBeTCTBYET OeTyHHY, MTUKH 1-3 — He nACHTH()UINPOBAHHBIC COCTUHCHUS.

3arem 3TOT %e oOpasers GbLT MpoaHaTH3upoBaH MeTooM SIMP. Ha pucynke 2 npescrasien crextp SIMP *H
JAHHOTO 00pasia GeTy/nnHA. AHANM3HPYS NPHBEICHHBI H-CIIEKTp, MOXHO 3aK/IIOUHTh, YTO OH COOTBETCTBYET
XapaKTepPUCTHUECKOMY CIIeKTpy berymuna. Tak, ay6ier npu 4,62 M., COOTBETCTBYeT BHHIIbHEIM mpoToHam C27Hy,
Jly6ner ay6neros 3,52 m.z. — npotonam C**H,. Mynsturier 3,2 m.a. — npotony C°H. Mynstumer 2,37 M. 1. — 11po-
tory C*°H. Takum 06pa3oM, IIyTeM aHAIN3a IPUBEICHHOr0 ~H-CIIEKTPa MOKHO HICHTH(UIPOBATE MOTYUCHHOE
COCIMHEHUE KaK OCTyIHH.
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Puc. 2. "H-ciiextp Gerynuna

Kpome Toro, cooTHOImEHNE CUTHAIOB IPOTOHOB B cnekrpax SIMP momydeHHBIX 00pa3oB CTPOro COOTBET-
CTBYET CTPYKType OETyJIMHA, YTO CBHICTEIBCTBYET O TOM, YTO HCIIOJIb30BaHHE aTH(aTHIECKUX YTIIEBOIOPOIHBIX
pacTBOpuUTENeH, B OTAMYHE OT HU3IHX adu(aTHIECKHX CIUPTOB, XIopodopma, alleToHa, STUIIALeTaTa, TUXJIopMe-
tana [15], mo3Bomsier u36ekaTh 0Opa30BaHMS CONBBATHBIX KOMIUICKCOB.

JIJ1sl TIPOBEPKH 3TOTO YTBEP)KJICHUS TOJTyYeHHbIE 00pa3nbl OETy/IMHA NPOMBIBAINCH I'EKCAHOM M BBICYILIH-
BaJIMCh NP KOMHATHOW Temmeparype 0e3 Bakyyma. Ilocie kakgoro waca cymkd oOpasibl B3BeHIMBAIHCH. 110
JIOCTIKEHUH TOCTOSIHHOM Macchl peructpupoBainncs SIMP-ciektper o6pasnos. [Ipu 3Tom B momydeHHsx SIMP-
CHEKTpax He ObUIO 3a()MKCHPOBAHO CUTHAJIOB, HE COOTBETCTBYIONINX OCTYIMHY, YTO IO3BOJISIET CYAWTH 00 OTCYT-
CTBHH 00pa30BaHMUS COIBBATHBIX KOMIUIECKCOB.

XapaKTepHCTHKU TOIYYSHHBIX 00pa3oB OeTynnHa

s 4G IlepBas nepexpucrau3anus Bropas nepexpucramiuzanys
2
® = -

PacTtBopuTens :‘5; S E Bexon Conepxa [orepu Berxon Coneprxanne Horepun

E S g ¢bpakmu Ge- HHE OeTy- o ¢bpakim o OeTynuHa,

5 8 = 0 0 OerynuHa, % o oerynuna, % 0

S & & TynuHa, % nuHa, % OerynuHa, % %
H-OKTaH 125 74,5 86,2 11,4 86,5 92,0 74
H-HOHAH 150 76,5 94,1 1,6 94,6 97,1 2,4
H-IeKaH 174 75,2 95,4 1,8 95,5 98,3 1,3
H-YHICKaH 195 75,3 91,2 52 90,1 94,1 6,8
Hedpac 155 74,0 85,4 12,8 84,3 89,5 11,4
C4-150/200
Kepocun TC-1 150 75,1 84,6 12,4 85,6 88,2 10,7
Buieoownt

B paGore Ob110 Mccnen0BaHa MEPEKPUCTAIM3ALIS CYMMapHOT0 3TaHOJIIBHOTO SKCTpaKTa OeTyJInHa U3 BbI-
COKOKHITIINX anu(aTHIECKnX YriieBoJopoaoB. Iloka3aHo, YTO AaHHBIHM c11oco0 sBIAETCS YAOOHBIM IS OYUCTKH
OeTy/IMHA OT COIYTCTBYIOIIMX NMPUMECEH U MO3BOJISET MONTydaTh OeTyiHH, coaepxammid 1o 98% ocHOBHOroO Be-
IIECTBA, IIPUTOIHBIA JUTsI TANbHEHIIIEr0 NCTIONb30BAHHUSI B OPTaHUIECKOM CHHTE3€ 0€3 JIOMOIHUTEIbHON OYHCTKH.
[Tpu 3TOM MOTEpH OeTynrHA PH NepeKpUcTAILIN3aUK cocTaisoT 1,6-1,8%.
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YCTaHOBJ'ICHO, 4qTo Hannqum‘/i PE3YIbTAT AOCTUTACTCA MPU UCIIOJIb30BAHUHU BBICOKOKHUIIAIINX aJ'II/I(l)aTI/ILIe-

CKUX YITICBOAOPOAHBIX paCTBOpHTCJ’Ieﬁ, TaKHMX KaK H-HOHaH M H-JCKaH. Brino O6Hapy)K€HO, 4TO MPUCYTCTBUEC apO-

MAaTUYCCKUX KOMIIOHCHTOB B PACTBOPUTCIIC CHUIKACT YUCTOTY HOTYIaEMOI'0 IPOAYKTA U €0 BBIXOX.
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In this investigation we studied recrystallization of betulin from total ethanol extract of the silver birch (Betula pendula Roth).

The aim of this investigation was to develop a relatively simple method to obtain pure betulin suitable for using in organic
synthesis without further purification.

Currently available information about purification the betulin from impurities is mainly the methods based on recrystallization of
betulin from polar protic and aprotic solvents. As a rule, the use of solvents for recrystallization of solvents as lower aliphatic alcohals,
chloroform, acetone, ethyl acetate, dichloromethane leads to the formation of solvate complexes with betulin. It should be noted low
selectivity of these solvents with respect to the accompanying betulin impurities such as lupeol, polyphenols and oxidized forms of
betulin. In addition, when we use these solvents for recrystallization of betulin losses can reach 40%.

We found that the use of high-boiling aliphatic hydrocarbon as solvents for the recrystallization of betulin allows
obtaining betulin purity up to 98%. It was found that the presence of aromatic components in the composition of the solvent
significantly reduces the purity and yield of obtained betulin. In this case the loss of betulin during recrystallization is about 2%.

Analysis of the samples was carried out ‘H NMR spectroscopy and HPLC.

Keywords: Betula pendula Roth, betulin, high-boiling aliphatic hydrocarbons, the recrystallization.
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