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Ycosepuerncmeosanvl cnocodwl nonyuenus S-eudpoxcumemunrpyp@ypoia Ha 0cHoge KUCIOMHO-KAMaiu-
3Upyemoil decudpamayuy ppyKmo3vl. CUHME3 8 UOHHBIX HCUOKOCISX C HeNPePbLEHbIM YOULeHUEeM 800bl
npu NOHUNCEHHOM OdsleHuu, cunmes 8 08yxghasnol cucmeme 600uvll pacmgeop NaHSO ~memunuzo-
oymunxemon npu ammocgepuom oasnenuu. Qba cnocoba no360NLIOM NOAYYUMb KPUCTIALIUYECKUTL
S-euopoxcumemunpyppypon 6vlcoKol Hucmomuvl U NPOBeCmu MHO2OKPAMHYIO PeYUKIUZAYUIO KAMATU-
muueckoti cucmemvl. Cunmes 6 UOHHOU HCUOKOCMU YOODeH OISl peanu3ayuu 8 1abopamopHoM MAac-
wmabe. Cunmes 6 08yX(a3HOU cucmeme, HeCMOMPsL HA CPAGHUMETbHO HUSKULL 8bIX00, NPEONOUMUMENeH
07151 NPOMBIUULTIEHHO20 MACUWMAOUPOBAHUSL 8 CE53U C NPOCHIOMOU GblOCNIeHUS. U OYUCHIKU Yele8020 Npo-
OYKmMa, MEHbUUMU 3AMPAMAMU HA PE2EHEPAYUIO IKCMPALEHMA U KAMATIUMUYECKOU CUCEMbL.

Hcromenne 3amacoB HCKOMaeMOro ChIPhsl CTUMYITH-
PYET TOMCK HOBBIX MTyTE€H XUMUYECKOrO MPOM3BOICTBA
Ha OCHOBE BO300HOBJIIEMBIX pecypcoB [1]. B Hacrosimee
BpeMsI B Ka4eCTBE OCHOBHOT'O HCTOYHHKA BO30OHOBJIsIE-
MOT0 YTIIEPOJCOEPKAIIETO CHIPhS, MPEACTABIISIONIETO
anbTepHATUBY HE(DTH W MPUPOAHOMY Tazy, CUHUTAETCS
yraeBogHas Omomacca [2]. Iloatomy pazpaborka 3¢-
(heKTUBHBIX IPOIIECCOB MepepabOTKN PACTHTEIHLHOTO
CBIPBs (IIETUTIOI03EI M JIp.) B IIECHHBIC XUMHYECKHE COe-
JIMHEHUS SBJISIETCS BAXKHOM 3a7jaueii COBpEMEHHON XUMUHU
1 XUMU4YecKor TexHosornu [3]. OauH u3 Hanbonee uH-
TEHCHBHO DPAa3BUBAIONINXCS TOAXOIO0B K MepepaboTke
O0MoMaccel OCHOBAaH Ha JETHAPATAIIUU yTIEBOJIOB B
pon3BoHBIE (pypaHa [2], cpeny KOTOPBIX S-THUIPOKCH-
mermndypdypon (5-HMF) paccmatpuBaeTcs Kak KIrtode-
BOW peareHT, TaKk Ha3hIBAEMOE «COEMHEHNe-TIaT(hopMay,
JUTS TIPOU3BOJICTBA Pa3HOOOPA3HBIX MPAKTUYECKH BaK-
HBIX BEIECTB, BKIIIOYAs MOJIMMEPHI, (hapMarieBTHIecKue
MpenapaTsl, pacCTBOPUTENH U Tomausa [4-9]. Opnako,
HECMOTpPS Ha MHOTOYHCJIEHHBIE HKCIEPUMEHTAIbHEIC
HCCcIeoBaHus, IpoMblluieHHOe nonydeHue S-HMF noka

HaXOIUTCA B CTJAUU CTAaHOBJIEHUS — IIEPBOE IPOU3BOJI-
CTBO ctapToBaio Juib B 2014 r. ¢ MOTEHIIUATHEHBIM
oosemoMm 70 20 /T [10]. KpynHOTOHHAXHBIH CHHTE3
5-HMF cnepkuBaercsi HeZJOCTAaTOYHOM CEIEKTUBHOCTHIO
Tporiecca JeruapaTaliiy YIiIeBo 0B (TT000YHbBIE peaKIInu
ruaponuza S-HMF 1 06pa3oBaHus CI0KHBIX OJTUTOMEPOB
1 TIOJIMMEPOB, BKJII0YAs TAK HA3bIBAEMbIE «TYMHHBD»), a
TaKXK€ CJIOKHOCTBIO BBIJEIECHUS U OYHUCTKH ILIEIEBOrO
mpoxaykra [4, 5, 11, 12].

B kauectBe cblpbs 11 npousBoacTea S-HMF moryt
HCIIOJIB30BAThCS Pa3IN4HbIC YIJIEBOIABI — (PYKTO3a,
TJIFOKO3a, caxapo3a, Kpaxmall, IeJuTioiio3a u mp. [4—6].
Opnako B Hacrosmiee BpeMms HambOomnee d(GeKTHBHBIC
MeToJbI [4, 5], B TOM YKCIIEe UCTIONB3yEMBIN B IPOMBIIII-
nernHocty [10], ocHOBaHBI Ha KHCIOTHO-KATAIU3UPyEMOI
neruaparanuy GpykTossl 1.

Cy1ecTBYIOT pa3iiyHble BapUaHThl KUCIOTHO-KaTa-
mu3upyemoit nerunparanuu Gpykrossl [4, 5]. Becbma
MEPCIIEKTUBHBIM CUUTACTCSl CUHTE3 B MOHHBIX >KUAKO-
cTsx, Beixoa 5S-HMF B »THX cpenax 3a4acTyro MpEBBI-
maer 90% [4, 5, 11-16]. K ocHOBHEIM mpobiiemam Me-
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TOJA OTHOCSITCA CIOXHOCTH BbIAeneHuss 5S-HMF u BbI-
COKasi CTOMMOCTh MOHHBIX >Xunkoctent [4, 5, 17]. Hpy-
UM IEPCIEKTUBHBIM MOAXOAO0M K nosydeHuro S-HMF
SBIISIETCS AeruapaTanusi GpykTo3sl B ABYX(a3HbBIX CHC-
TeMaxX BOAHBIN PacTBOP—OpTraHUYECKU IKCTpareHt [4,
5, 18, 19]. B kauecTBe 3KCTpareHTa HauOOJbLIee MPH-
MeHeHHe nmony4ynn metTunu3ooytuikeron (MIBK) [4, 5,
18-21]. Takue cucTembl MO3BOJISAIOT HEMPEPHIBHO H3-
BiekaTh S-HMF u3 kucnoro BoIHOro pactsopa B Hpo-
LIeCCe PEaKINH, CHUKAsI CKOPOCTh MOOOYHBIX PEeaKIINi
THAPOIN3a W TOJMMEpU3alid B TYMHUHOBBIE COEIHHE-
Hus [4, 5, 18, 21]. Xots Beixox S-HMF B nByxda3ubix
BOJIHBIX CHCTeMax OObIYHO HE mpeBbitiaet 70%, B psae
paboT 0TMEUaIoch, YTO 3TOT METOJl MOXKET OBITH KOM-
Mepuecku Ooliee orpaBliaH M0 CPABHEHUIO C CHHTE30M
B MOHHBIX XHUJKOCTAX [4, 5]. Bormpoc o ToM, Kakoi mos-
XOJI — CHHTE3 B MOHHBIX JKUJKOCTSX WU B ABYX(a3HBIX
cucTreMax BOIHBIN pacTBOP—OPraHMYECKUN IKCTPAreHT —
Ooree TIEPCIIEKTUBEH ISl peain3allii B MTPOMBIILICH-
HOCTH, SIBJISIETCS TUCKYCCHOHHBIM [4, 5].

Ienp HacTOAIIEro MCCIEIOBaHMS — aHAIU3 I1EPCIIeK-
TUB pean3aliy JBYX aJlbTePHATUBHBIX ITOJXOI0B (CUH-
T€3 B MOHHBIX JKUAKOCTAX WIH B IBYyX(a3HOH cucreme
BoAHBIN pacTBop—MIBK) B MpOMEBITITICHHOM ITPOU3BO/I-
ctBe 5-HMF u3 ppykTo3bl, a Takke pa3paboTKa MPOCTHIX
1 3¢ deKTUBHBIX criocoboB momydenus 5S-HMF, moren-
LUaJbHO IPUTOAHBIX AJsl IPOMBILIIIEHHOTO MacIuTaOu-
pOBaHUSL.

Jist momyaenns 5S-HMF u3 GppyKTo36I B MIOHHBIX JKHUI-
KOCTSIX B KaueCTBE PEAKLIMOHHON Cpenbl B OONBIIMHCTBE
CiTy4aeB mpUMeHseTcs 1-0yTHi-3-MeTHImMuIa30aui
xiaopua [BMIM][CI], KoTOpsIit SABISIETCS OXHOW W3
Hanbojee MOCTYMHBIX HOHHBIX XHuAKocTe [4, 5, 11—
16]. B HacrosmeM HCCIEIOBaHUU 32 OCHOBY IPUHSTA
MeToauKa [22], B KOTOpOil peaKkIuoHHON Cpemon CIry-
xut [BMIM][CI], a B kadecTBe KaTamu3aTopa HCIOIb-
3yercsi KOHLIEHTPUPOBaHHAs cepHas Kuciora. B opuru-
HaJIbHOM METOAMKE CUHTE3 OcyllecTBIAT npu 120°C
[22]. MBI yCTaHOBUJIM, YTO B 3TUX YCIOBUAX HPOUCXO-
IUT CYLIECTBEHHOE OCMOJIEHHE IPOIYyKTa ¢ 0Opa3oBa-
HUEM MaJOpacTBOPUMBIX ITOJIMMEPHBIX COEIMHEHUH,
YTO 3aTPYAHSET MOBTOPHOE MCIIOJIB30BaHUE KAaTaJIUTH-
4yeckoil cuctemsl. [locie onTumu3anyu ycaoBUd peak-
UMK MBI HAllIW, YTO LEIEBOW MPOLYKT MOIy4YaeTcs
CYIIECTBEHHO 00Jiee YMCTBIM, €CIIHM ITOHU3UTh TeMIlepa-
Typy cuHTe3a 70 65°C U OCyIIECTBIIATH HENPEPHIBHOE
yZIajaeHue BOJIbI, BBIAEISIONIEICS B IpoLecce Aeruapa-
Tau (PPYKTO3bI, 32 CYET UCIAPEHUS NPHU TOHHKEH-
HOM JaBjieHuH (5—7 MM pT.CT.). B maHHBIX ycioBHAX
KoHBepcus QpykTo3bl nocturaer 6onee 90% B TeueHue
3 4 npu Beixoge S-HMF no 88%. Beinenenune 5-HMF
W3 pPEaKIMOHHON CMeCH MPOBOIAWIN MHOTOKPAaTHOM

B.A.Knywun u op.

SKCTpaKLUeN STUIALIETATOM, IPUYEM IS TIOTHOT'O BBIAE-
nenust S-HMF TpeboBanoch 3HaUNTENHHOE KOTHYECTBO
aKcTpareHTa (cM. Tabmuity). B mporiecce akcTpakiuu B
ATHUJIALIETATe PacTBOPSLIOCh 0koio 5% [BMIM][CI]. dns
ounctku 5S-HMF OT MOHHOM >KMAKOCTH 3KCTPAKT IPO-
MycKaiu 4epe3 HeOombIIon cinoii cunmkarens. [locne wc-
MIapeHys TUialeraTa B BAKyyMe CPEIHUI BBIXOJ «TE€XHHU-
YEeCKOro» IMpOIyKTa COCTaBIseT ~76% Mpu coAepKaHUU
5-HMF 97-99%. DTOT IPOAYKT MOXKET UCIIOIB30BATHCS
JUTsL Pa3TIMYHBIX CHHTE30B 0€3 IOMOMHUTENFHON OYHCTKY.
[lepexkpucTtamnu3anus «TEXHUYECKOr0» MPOAYKTa U3
Et,O npuBoaut k kpuctamnmuyeckomy 5-HMF (auctora
6oiee 99%) ¢ obumM BeixomoM ~70%. BaskHO OTMETHTD,
YTO B OTJIWYHE OT Macio00pa3HOro, B KpUCTaInye-
ckoMm cocrosgHauu 5S-HMF npuroaen st IIUTENbHOTO
XpaHEHUSI.

MBI yCTaHOBHIIN, YTO KaTAIUTHYECKas CHCTEMa MO-
JKeT HCImoab30oBaThes M0 10 pa3 6e3 CyImecTBeHHOTO
cHmwkenus Beixona 5S-HMF. [liisa perenepanuu otpado-
TaHHYIO MOHHYIO JKUJKOCTh BBICYIIMBAJM B BaKyyMe H
OUYHUIIAJIN IyTEM OTIEICHHUS MaJIOpacTBOPUMBIX IPO-
IYKTOB OCMOJIEHUS IIPH PaCTBOPEHUH MOHHOM >KHIIKOCTH
B XJIopoopMe, YTO MO3BOJIIET IOCIE OTTOHKU XJIOPO-
(hopma Bo3BpaTuThH B Tiporiecc okoio 60% [BMIM][CI].
Copoupyemsiii crmkaresieM [BMIM][CI1] ynaercs mpa-
KTUYECKH MOJIHOCTBIO PEreHEPUPOBaTh IIyTEM IIIOUPO-
BaHUS COPOEHTA BOJOH C MOCIEAYIOIINM yIIapHUBaHUEM
BOJIHOT'O PacTBOpa B BaKyyMe.

[Ipu nccnenoBannm cunte3a 5S-HMF B aByxdazHbix
cucremax BoJHbIN pacTBOp—MIBK MBI paccMmaTpuBaiu
BO3MOKHOCTh IIPUMEHEHMSI PA3IUYHBIX KaTaJIu3aTOPOB
u 100aBOK 1151 YBEIWYEHUs BbIxoza. B Takux cucremax
BbIxox 5S-HMF cymectBenHo Bo3pacTaer npu godaire-
HUH B peakirionHyr0 cMech NaCl wimi XJopumoB Apyrux
METAJJIOB, YTO MPUBOAUT K BblcamuBanuio 5S-HMF u3
BOZIHOH (pa3bl B OPraHUYECKYIO0 M CHUKEHUIO CKOPOCTH
mo0oUHBIX peakuui [4, 5, 18]. Ilockonbky KUCIIbIE XJI0-
PHUOHBIE PAcTBOPHI 00JIAAIOT BBHICOKOW KOPPO3WOHHOM
AKTUBHOCTBIO, MBI UCCIIEOBAJIM BO3MOXHOCTH IIpHMe-
HEHHSI CMECH CyJb(aTa HaTPUsl M CEPHOM KHUCIIOTBI OIHO-
BPEMEHHO B KaueCTBE KaTaJn3aTopa U BhICAIMBAIOILETO
arexHra.

Cunres B cucreme BoaHbli pactsop NaHSO,~MIBK
npoBoauiu npu 85—87°C (Temmneparypa KUIIEHUS a3eo-
tponHO# cmecn MIBK—Bona). B pesynmeraTe Bapbupo-
BaHHA NAapaMETPOB CHUHTE3a HAMHU HAl/EeHBI YCIOBHS,
npu koropbix gocruraercs 50-58%-npni Boxog 5-HMF
(1o BBIAETIEHUS U3 PEaKLIMOHHON CMECH), UYTO OJIM3KO K
BoixogaMm 5-HMF B aByxdaszubix cucremax, mpu 140-
200°C u noBkIlLIEHHOM JaBieHuu [4, 5]. B ontumusupo-
BaHHBIX YCJIOBHSIX CTEIIEHb KOHBEPCHUHU (DPYKTO3BI COCTAB-
nseT okono 70%. OcuoBHas yacte S-HMF ornensiercs
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Tadanna

CpaBHHUTeNBHAS XapaKkTepucTrHka cuaTe3a 5-HMF kucioTHo-kaTamm3upyemMoil aeruaparanvei ppyKTo3st

B MOHHOM XHIKOCTH U IBYX(a3HOH cructeme BoaHbI pacTtBop—MIBK

Peaxnuonnas cpena

TexHomornueckne napaMeTpsbl

Honnas KUIKOCTh

JiByxdasnas cucrema BogubIiH pactBop—MIBK

CocraB peakIIOHHON

CMECH U YCJIOBUSA CUHTE3a

10 r ¢ppyrrossr, 60 Mxi koHI. HySOs,
50 r [BMIM][CI], 65°C, 3 1

10 r ¢ppykro3sl, 10.3 T koHI. H,SOy,
46.7 r Na,SO4 10H,0, 100 Mt MIBK, 85°C, 2 4

KonuuectBo pernukios 10
KaTaJIUTHYECKOIN CHCTEMBI

15

Brixon 5-HMF 1o BeineneHust

Maxc./cpemuuii 88/78%

Makxc./cpemaunii 58/55%

EtOAc—-2.51
VY coBUs BBLACICHUS U pacXo

OpPTraHUYEeCKUX paCTBOpHTCHeﬁ

DKCTpakUusi U3 MOHHOM >KUJIKOCTH

Okcrpaknus mocae orronkn EtOAc
¢ nomoeio Et,O — 150 ma
Iepexpucrammsanus u3 Et,O — 50 M

Dxcrpakuus nocie orronku MIBK
¢ nomonsio MTBD — 17 M
Ilepexpucrammzanus u3 cMecu
Et,O-rekcan, 3:1 — 126 M

Beixon Maciioobpasnoro

Makc./cpenuuii 87/76% Makc./cpenunit 48/43%
5-HMF mocie BeIAeNIeHUS
Yucrora Macioo0pa3zHOro

97-99% 95-96%

5-HMF
BeIxoJ KpuCTaIIM4eckoro . .

Makc./cpennnit 78/70% Makc./cpenuuii 45/38%
5-HMF
Yucrora KpUCTAIITHYECKOT O

>99% 99%
5-HMF
P
ACTBOPHTEIIb JUISl pEreHepanun 500 v CHCL, He tpeyercs

KaTaJIUTHYECKON CUCTEMBI

¢ MIBK (o maraeiM BOXKX, npu 30°C koaddunmenT
pacnpeneneanst S-HMF B aroii cucteme 4.3). s BbI-
nenenust S-HMF Ttpebyetcst orronka MIBK u peskc-
TpaKIUs MPOAYKTa METHI-mpem-0yTUIOBEIM 3(pHpoM,
IIPU 3TOM OTAEISAETCS OCHOBHAS YacTh MIPOLYKTOB OCMO-
JeHus. BeIXox «TeXHMYEecKOoro» MpoAyKTa C COIepiKa-
HueMm 5-HMF 95-96% cocrasnsier 40-48%. IloBropnas
nepekpuctavmzanusa u3 cmecu Et,O-TekcaH mo3BosieT
rmony4aTh BBICOKOYHMCTHIN S5-HMF (umctota He MeHee
99%) ¢ obmM BerxonoM ~38%. BomHbIil pacTBOp, conep-
KalUil KaTaIMTUIECKYIO0 CHCTEMY, MO’KHO HCIOJIb30BaTh
MHOT'OKPaTHO, HaM YAAJIOCh PEaln30BaTh PELUKIN3ALNI0
15 pa3 6e3 CylIecTBEHHOIO CHIKEHUSI BBIXOJA U YHCTO-
161 5-HMF.

CpaBHEeHME MapaMeTpoB JBYX METOJOB IMOJIyYEHUs
5-HMF (cM. Tabnuiry) mMo3BoJisieT caelaTh CISAYIOIe
BbIBOJBI. CHHTE3 B HOHHBIX XHUAKOCTAX 00ecrednBaeT
Oornee BBHICOKMH (B ~2 pa3a) BBIXOJA KPHUCTALIMYECKOTO
5-HMF, uem cunTe3 B AByx(a3HON cucTeMe BOAHBIN
pactBop—MIBK. OnHako ucmonb30BaHUE HOHHBIX KU~
KOCTEH MMEET psiJi HEAOCTATKOB: CIIOKHOCTh SKCTPAKIIUU

u OOJBIION pacxon pacTBOpUTENEH, Tak kak 5S-HMF
HMEET CYLIECTBEHHO OOJjbllIee CPOACTBO K MOHHBIM
KHUIKOCTSIM, YeM K MEHEE MOJSIPHBIM OpPTaHUYECKUM
akcTparedTam [4, 5, 17]; B CBSA3M C YaCTUYHOIN pacTBO-
PUMOCTBIO MOHHBIX KHAKOCTEH B OpraHUYECKUX pac-
TBOPUTEISX IPU SKCTPAKLIMU HPOUCXOIUT 3arpsisHEHUE
[IETIeBOT0 MPOAYKTa [4]; MHOTHE MOHHBIE KUIKOCTH
00JTaIatoT BRICOKO KOPPO3MOHHOW aKTHUBHOCTHIO [5] 1
TOKCUYHBI [23]; CTOUMOCTh MOHHBIX JKUJKOCTEH BBICOKA
[4, 5], ux cnoxHo pereHepupoBath [5]. Taxkxke 3TOT
METOJ CBS3aH CO 3HAYMTENbHBIMU 3aTpaTaMu SHEPTrUH
Ha BaKyyMHpOBaHHE B NPOLECCE CHHTE3a U IPH pere-
HEepaly HOHHOW XHUIKOCTH. TakuM o0pa3oM, CUHTE3 B
HMOHHBIX KMIKOCTSX yIOOHO HCIHONB30BaTh HpH J1a0o-
patopaoMm nonyueHun 5-HMF, a Taxke uccrnenoBanus
B MOHHBIX XHMJKOCTSIX UMEIOT OONbLIOE 3HAUEHHUE IS
MOHUMaHus MexaHu3ma peakuuu [13, 24]. ns peanu-
3allMd MPOMBILIUIEHHOIO MPOLECCa B MOHHBIX KHJKO-
CTSX TPeOYIOTCs JaJIbHEHUIINE UCCIIEeJOBAHUSI.

Cunte3 B IByx(a3HOH cucTeMe BOAHBIH pacTBOP
runpocynsgata Hatpusi—MIBK xapakrepusyercs mpo-
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CTOTOW BBIICNICHUSI U OYUCTKHU IMPOIYKTA, TIOHWKCHHBIM
pacxoioM OpraHUYECKUX PacTBOPUTENIEH M JIEIIEBU3HOU
KaTaJIMTHYECKONH CHUCTEMBI, TO3BOJISICT IOJYY4aTh KpH-
craumueckuit S-HMF ¢ xopommmu Beixogamu [4, 5].
OTH 00CTOATENHCTBA MO3BOJISIOT CUATATh Pa3paboTaH-
HBIH croco0 cunte3a S-HMF B aByxdasnoii cucreme
0oJiee MEepCIEeKTUBHBIM I MaCIITA0MPOBAHUS B TIPO-
MBIIUICHHBIX YCIOBHUSX.

3KCl'lepI/IMeHTaJ[LHaﬂ 4acTb

Cnexrpst AMP 'H u °C 3ammcans! Ha criektpomer-
pe Bruker Avance III ¢ pa6ounmu wactoramu 400.13 u
100.63 MI'1 cooTBeTcTBEHHO. B KauecTBe BHYTpEHHUX
CTaHJapTOB CIYKWJIM CHTHANBI pacTBopuTeneid. KoHreH-
Tpauuu 5-HMF B peaknmoHHBIX CMECIX ONpPENEIsIn C
MOMOIIBIO BBICOKO((PEKTUBHON JKUJKOCTHOH XpOoMa-
torpadun (BOXKX) ¢ ucnonp3oBannem xpomarorpada
Agilent 1260 Infinity, cHaOXEHHOr0 TEPMOCTATHPYEMOM
oOparieHHO-(a30Bol XpoMaTorpaduueckor KOJIOHKOH
Eclipse PAH (250x4.6 MM) 1 IMOTHO-MATPUYHBIM JICTEK-
TOpPOM. DITIOSHT — aneToHuTpri—Boaa, 70:30 mo o0bemy,
CKOpOCTH dmonpoarus 0.5 cM’/MUH, TeMITepaTypa Ko-
nouku 30°C, mereKTHpOoBaHYE TIPH JUTHHE BOJTHBI 284 HM,
Bpems Beixona 5S-HMF 4.5 mun. TemmnepaTypsl 1iaBie-
HUS OIpEAesUIN KalWULIPHBIM METOJIOM Ha mpubope
ITTII.

S5-I'mapoxcumerungyppypoa (5-HMF). a. Cunmes
6 uonHotU Hcuokocmu. CUHTE3 IPOBOJWIN B KPYIJIOAOH-
HOU Kombe 00beMoM S0 MIT IpH TIOHFKEHHOM JTaBJICHUH.
IIpu 80°C cmemmBamm 50 1 (0.286 Monp) [BMIM][CI]
n 0.11 r (1.1 mmomns) H,SO4 mo oOpa3oBaHnst TOMOTCH-
Horo pactBopa. Cmeck oxmaxnamm 1o 65°C, moGaBisuTi
10 r (0.056 mMomb) D-(hpyKTO3BI M TIOTYYEHHYIO PEaKIli-
OHHYIO Maccy nepemMermBaiy mpu 65°C (5—7 MM pT.CT.)
3.5 4. 3areM 00pa30BaBIINIICS MPOAYKT IKCTPATUPOBAIH
EtOAc (10%250 mi) mpu 50°C, 3KCTpaKT MPOITYCKaIH
yepe3 ¢punbTp lorTa (d 10 cM), HarTOMTHEHHBI HEOOITb-
muM cioeM cuiukarens (2 1.5 cM), 3aTeM MpOMBIBAIIH
HachIeHHBIM BOJMHBIM pactBopoM NaCl-NaHCOj;
(2x50 mi), EtOAc oTroHsuin B BakyyMme IpH TemIiepa-
Type He Bbile 30°C. KyOoBbIif ocTaTOK pacTBOPSUIN B
Et,0 (150 mu1), oTaensis HEpacTBOPUMBIE MPOIYKTHI
ocMoneHus nekantanuei. [lomydeHHbI pacTBOp mpo-
MyCKaIM 4Yepe3 HeOONbILOW CIION LeNuTa U yHapuBalu
nocyxa. KyOoBbIii 0cTaTOK BEICYIIMBAIIN B BakyyMme (5—
7 MM pT.CT.) 1 oMydrii ~5.3 T (76%) «TEeXHHUYECKOTr oY
5-HMF B Buze CBETIIO-KENTOro MaciooOpa3HOro Be-
LIECTBA C COMIEP>KAHMEM OCHOBHOIO BelecTBa 97-99%.
[Noce nepexpucrammuzanuu u3 (50 mi) Et,O mpu —20°C
nonyuriil ~4.9 t (70%) 5-HMF ¢ conepskannem ocHOB-
Horo BemiecTBa >99%, 1.1 32-34°C (28-34°C [4]).
CrekTpanbHble XapaKTEPUCTUKH MOTYYEHHOTO COEIUHE-

B.A.Knywun u op.

HUSI UACHTUYHBI onucaHHbIM [21]. MoHHYI0 *KUAKOCTD
cymnui B Bakyyme nipu 60°C 2 4 1 3aTeM HCIONb30BAIH
JUTSI CTICYFOILIErO [IMKJIa 63 AOMOTHUTETHHON OUMCTKH.

6. Cunmes 5-HMF 6 osyxgaznoii cucmeme 600HbLI
pacmeop NaHSO,~MIBK. K pacmiaBieHHON cMecu
46.7 1 (0.145 monp) Na,SO, 10H,0 u 10.3 1 (0.105 mons)
H,SO, npubasisumm 10 r (0.056 Monb) Gpykross: u 100 M
MIBK npu 85°C u nepememuBanuu. PeakiinoHHYyIO
cMmech HarpeBajiu npu 85°C M MHTEHCHBHOM IiepeMe-
mmBaHuu 2 4, 3aTeM oxyaxkaanu g0 30°C u oprannye-
CKUil ciod oraensuu. g peuuKiIu3aiu K BOJHOMY
cioro ipu 85°C u mepemerBanuu npudasasum 7.0 T
(0.039 momn) dppykro3sr u 100 ma MIBK u nioBTopsiiu
CHHTE3.

Hns Beinenenua S-HMF opranuueckuil cioi otje-
JSTM OT BOJHOTO pacTBopa, obpabateBam NaHCO;
(~1 1) n ynapusanu B Bakyyme (7-9 mm pr.ct.). Kybo-
BBIl OCTaTOK SKCTPATUPOBAIH C TIOMOIIBIO METHII-Mpent-
OyTHIIOBOrO ddupa (4X7 MIT), SKCTPAKT BHICYIIUBAIN Ha|
Na,SO, n ynapusanu B Bakyyme. [lomyummm 2.8-3.0 T
«rexaumdeckoro» 5-HMF B Bume MacmoobpasHoro Be-
IIECTBA C COJIEp’KaHWEM OCHOBHOTO BemiecTBa 94-96%
(BeIXOm 55% B pacuere Ha pacxoj] (PPYKTO3bI, yCpea-
HEeHHBIN 1 10 KCIIEpUMEHTOB ¢ PEIUKIN3aIeid BOI-
HOro pactBopa). st ounctkn «rexamaeckuiiy S-HMF
pactBopsuti B cMecu Et,O-rekcaH, 3:1, oTmensis Hepac-
TBOPUMBIN OCTATOK JeKaHTauued. M3 moiydyeHHOro
pactBopa Kpucrammmuzanuend mpu —25+-30°C noxyanau
1.9-2.0 r (Beixox ~38% B pacuere Ha ycpeaHEHHBIH
pacxon (ppykTo3sl B 15 sKcmeprMeHTax C peruKiIn3aneit
BogHOTO pactBopa) S-HMF ¢ comepxanreM 0CHOBHOT'O
BemecTBa He MeHee 99%, T.m1. 29-32°C, creKTpaibHbIe
XapaKTePUCTUKH UACHTUYHBI OMUCAHHEBIM [21].

Paboma evinonnena npu ¢umancosoii nodoepoicke
Poccuitickoeo Hayunoeo ¢onoa (epanm 16-13-10444).
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