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NCCIEJOBAHUE CUHTE3A N-METHJITJIIOKO3UMHUHA

C.I1. MuxainoB, A.M. Cyabman, M.I'. Cyabman, O.B. ' pedennnkoBa,
9.M. Cyabman, B.1O. oayna, B.I'. MaTtBeeBa

OI'bOY BO TBepckoil rocy1apcTBEHHBIN TEXHUUECKUI YHUBEPCUTET, TBEPD

Pa6ora MOCBAIICHA HU3YUCHHUIO IIOJYUYCHUA N-METHITIIIOKO3MMHUHA B
Ppas3IMYHbIX YCJIOBUSIX. HpOBCI[CHa OII€HKa KHHETHYECKHUX IIapaMETpPOB
CHUHTE3a, paCuuTaH MaKCHUMAaJIbHBIN JOCTUTaeMBbIN BBIXO.

Knwueeswvie cnosa. N-memunenioko3umut, OKCUMbl, CUHME3, KUHEMUKA.

N-METUIATIIOKO3UMHUH ~ ABJISICTCA  IMOJYNPOAYKTOM cHHeT3a  N-
METWITIIOKO3aMIHA, KOTOPBIM IIMPOKO IPUMEHSETCS B MEIULUHCKON U
¢dapManeBTUYECKOH  XMMUU A TOBBILIEHHUA  COJMIOOMIM3ALMU U
CTa0MIM3aui OMOJIOTUYECKH AaKTHBHBIX COCIMHEHHH (hapMalieBTUYECKUX
npenaparoB. N-METHITTIIOKO3aMUH TPAULMOHHO CHUHTE3UPYETCS] METOAOM
BOCCTaHOBUTENbHON KoHAeHcauuu (Puc. 1) [1-4] riroko3bl 1 METHIIaMUHA C
UCIOJIb30BaHUEM HUKeNs PeHes B kauecTBe KaTanus3aropa.
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D-rntokosa N-meTtun-D-rnoko3nmmH  N-meTun-D-rnoko3amMuH

Puc. 1 — Cxema nonyuenust N-metuin-D-riroko3amuna

ITpu aTOM peakuus npoBoauTcs B auanasone temneparyp 50-120°C u
nasneHuit 90-120 at™ B npucyTCTBUU 0€3BOJIHBIX CIIUPTOB, BBIXO MPOIYKTA
cocraBisier 60-80% oOT TeopeTnyeckn BO3MOXXHOro. B cBsizu, ¢ ueM s
YBEITUYCHUSI BBIXOJIA IEJIEBOTO MPOJYKTa TPeOyeT BCECTOpPOHHEE H3Yy4YeHUE
XUMHUYECKUX M (PU3UIECKIX OCOOCHHOCTEH MPOTEeKaHUs TMpoIiecca.

Hnst cunate3a N-gumetwii-D-riroko3uMuHa B peakTop | BHOCHIIOCH
50-100 r rmroko3wl, 45-100 M 38 wmac.% wmermmammua u 50-100 M
ATUJIOBOTO CIIMPTA ¢ KOHIeHTparueit 96 mac.%.
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N

Puc. 2. YcranoBka 11s mpoBeieHus mporecca cuateza N-meTmin-D-
rroko3amuHa (1 — peakTop, 2 — Melaika, 3 — HarpeBareb, 4 — 0aJUIOH C a30TOM,
5 — GaIoH ¢ BOJIOPOIOM, 6 — BAKyyMHBIH HAacOC)

Ilocne uero peakTop mpoxayBajcsi a30ToM U3 OamioHa 4, aus
ylajeHus ciefoB Kuciaoponaa u HarpeBaicsa ao 60-120°C. B teuenue uaca
IIPOM3BOJIMIIOCH MEPEMEIINBAHNE PEAaKIIMOHHOW Macchl co cKopocThio 300
00/mMuH. Taxke B mpoliecce SKCHEpUMEHTa MPOBOJWICS OTOOp Hpod ais
aHaJM3a TIOJIHOTHI MPOTEKAaHUS PEaKIUU. AHAIM3 TOJXYIPOIYKTOB PEaKIuU
NPOBOJIWICA METOJOM Tra3oBodH XpoMaTorpaduu ¢ HpeaBapUTeTbHON
nepeBaTtuzanueit mpoOsl. [IpoOy ais aHanM3a roToBAT CIEAYIOMUM 00pa3oM:
0.01 M1 uccinenyeMoro pactBopa ymapHBarOT MOJ BaKyyMOM Ha BOISHOMN
Gane mpu t 55 — 65 °C 10 cyxoro ocratka, KOTOpBIil pacTBOPSIOT B 0.4 M
NUpUAMHA, TIOCIe 4Yero K pacTtBopy obOpasua pgobGasisor 0.35 wma
rekcametwiaucuinazana u 0.2 mu Tpumerunxiopcwiana. I[Ipobe maror
OTCTOATBHCS B TE€UCHUE Yaca U aHATU3UPYIOT KUAKYIO (a3y.

VYBenuueHne HadyalabHOW KOHIEHTparuu D-riroko3sl (pUCyHOK 3) C
0.3 10 38 MOIB/ CIOCOOCTBOBAJIO YBETUYEHUIO CKOPOCTH HAaKOIUIEHHs N-
METHIIIMHHA.
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Puc. 3. Biusinue HauanpHON KOHIIEHTpaIMu D-TIroKk0o3bI Ha HakoruieHue N-
Metuaroko3umuHa (C,(rmroko3s1)=0.3-3.8 Moms/1, C(MeTnaaMuH)=3.8 MOJIb/I,
pacTBoOpUTENH — 3TaHoaI 96 Mac.%, t=120°C)

IToctpoenue 3aBHUCUMOCTH CKOpPOCTH HaKOILJICHUS N-
METUJTIIIOKO3UMHHA OT  HA4aJbHOM  KOHIEHTpauuu  D-TIoK03bl B
norapu@muueckux koopauHatax (PucyHok 4), MO3BOJIWIO ONpPENEIUThH
MOPSIAOK peakuuu 1o N-METHWIIIIOKO3UMHMHY. [Ipu 3TOM BBIYMCIIEHHBIN
YACTHBIN MOPSAIOK PEeAKIIUU MO IiIroko3e coctaBuia 1.08.
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Puc. 4. Bausaue norapudma HayanbHONH KOHIEHTpauuu D-Timroko36l Ha
norapudm ckopoct HakorwieHus: N-metuirinoko3umuHa (Co(Tiroko3br)=0.3-3.8
Moib/1, Cy(MeTrnamMun)=3.8 MOJIb/JI, pacTBOPUTEIb — 3TaHoiI 96 mac.%, t=120°C)
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Taxke yBenWuYeHHE HAYAIBHOW  KOHIICHTPAlMM  METHJIaMUHA
CHOCOOCTBYET YBEIMYCHHMIO CKOPOCTH HAKOIUIEHHsS! N-TIIOKO3METHIMMHHA
(PucyHnok 5).
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Puc. 5. BrnusHue HayanbHON KOHUEHTpALMU METWUJIAMUHA Ha HAKOIUJIEHHE
N-merunrimrokosumuHa  (Co(rimroko3s)=1 Momw/n, C,(MeTmmamuH)=1-3.8 MoJB/m,
pacTBOpUTENH — 3TaHo 96 Mac.%, t=120°C)

I[Ipy  MOCTpPOEHHUH  3aBUCUMOCTH CKOPOCTH  HAKOIUICHUS  N-
METWITTIOKO3UMUHA OT HAYaJIBHOHW  KOHIICHTPAIlMd METWIAMHUHA B
jgorapupmuueckux koopauHarax (PucyHOK 6) yCTAaHOBICHO 3HA4YCHHE
YACTHOTO TIOPAJIOK PEAKIIMU 110 METUIIaMUHY, KOTOPBINA cocTaBui 0.98.
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Puc. 6. Bausnue norapudma HayanpHONH KOHIEHTPAMK METHIIaMUHA Ha
norapudm ckopocTH HakoruieHus: N-meTuiriioko3uMuHa (Co(TIF0K03b1)=1 MOJIB/I,
Co(metnnamun)=1-3.8 MOJB/11, pacTBOpUTENH — 3TaHoI 96 Mac.%, t=120°C)
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OmnpenelieHHbIE YacTHBIC MMOPSAKA pEaKIMd M0 TJHKO3e H
METHJIAMHHY OJIM3KH K CIUHHIIC, a OOLIUI MOPAIOK PEAKIIMA BO3MOMXHO
OPUHATH paBHBIA JByM. Ha OCHOBaHWUHM TeMIepaTypHOH 3aBUCHMOCTH
KOHIICHTpAaMu N-METHIMMHHA ObUIM ONPEACICHbI SHEPrHM aKTUBAIUH U
MPEAKCIIOHCHITHAIBHBIC MHOXKHUTEIIH YPaBHEHUST AppeHuyca ISl TIPsSMOR U
obparnoit peakuuu (Pucynok 1, tabnuma 1).

Tabmuma 1.
[IpenskcnoHeHIMATbHBIE MHOXUTEN U SHEPTUU aKTUBALUU JJIS1 IPSMOK
1 00paTHO peakiuu cuHTe3a N-MEeTHIMMUHA

k0 EaKT,
11/(MOJIB C) © kJ>x/Mob ©
IIpsimas peakuus
128945 \ 3240 \ 54 \ 52
OO6patHas peakuus
21920 | 684 | 65 | 6.8

OO0miee KMHETHYECKOE YPAaBHEHHE PEAKIMHM CHHTE3a METUJIMMHUHA
MOJKET OBITh MpeCTaBIeHO ypaBHeHHEM (1).

ﬁf: k1 [A][B] — k, [C][H,0] M

['me A — KOHIIEHTpAIHS TIFOKO3bI, MOJIB/J;

B — xoHIIeHTpaIysi MeTUIIaMHHA, MOJIb/TI;

C — xoHueHTpaius N-TJIFOKO3METHIMMHHA, MOJIb/J
[H,O] — xoHIIEHTpaIus BOJBI, MO/

B YyCJIOBUH paBHOBECUA CKOPOCTH HaKOIIJIICHUA N-
MCTUJITTIFOKO3MMHWHA paBHA HYIIIO, B PE3YyJbTAaTC 4Y€TrO0 BO3MOKHO IMOJTYYUTH
YpaBHCHHC (2) I OOHCHKH MAaKCUMAJIbHO BO3MOXKHOI'O BbIXOJa N-
MCTHJITJIFOKO3MMHHA.

[C] = k4 [AllB] 2

" k,[H,0]

Hcxons u3 IIOJIyYEHHBIX SHEPIuil aKTUBALUU 51
NEePIKCIIOHEHIINANIBHBIX MHOXHTEIEeH Obla MOy4YeHa 3aBHCHMOCThH BBIXOJA
METUJIMMUHA OT HaYaJdbHOW KOHIEHTpamuu Boabl (PucyHok 7), U3 KOTOpOTO
YCTaHOBJIEHA MaKCHUMAaJbHBIM BbIXOJ] N-IIHOKO3METMIMMHUHA B 92% MOXeT
OBITh JOCTUTHYT TOJIBKO NMPHU OTCYTCTBHHM TaKOBOW B MCXOJIHBIX PacTBOPOB.
VYBenn4yeHne cojepKaHus BOJbI B MCXOJHBIX pEareHrax CrocoOCTBYeT
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3HAYUTEITLHOMY YMCHBIICHHIO BBIXOJAa N-METWITIIOKO3aMHHA, TaK IIpH
HAYaIbHOM KOHIIEHTPALMH BOJBI B PEAKIMOHHOM pactBope 5.5 monbs/n (10
Mac.%) BbIxoJ1 N-METHITIIIOKO3UMHUHA YMEHbIaeTcs 10 76%.
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Puc. 7. BnusiHue HauanbHOW KOHLIEHTPALMHU BOJBI Ha BBIXOJ N-METHII-
rimoko3uMuHA (C,(Timoko3s1)=1 Moib/1, Cy(MeTrnaMuH)=3.8 Monb/11, t=120°C)

Takum oOpa3om, mJisg yBEIWYCHHUS BBIXOJa N-METHITIIOKO3aMHHA
TpeOyeTcss OTCYTCTBHE BOJbl B HMCXOJHBIX peareHTax WIH XHMHUYECKOe
CBsI3bIBaHHE 00pa3yroIlelcs BOAbI B IPOLIECCE PEAKIUU.

Ilposedennoe ucciredosarue 8blNOIHEHO 8 pamKkax npoekmos PODU 18-

08-00489, 19-38-90050 .
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N-METHYLGLUCOSEIMINE SYNTHESIS STUDY

C.P. Mikchailov, A.M. Sulman, M.G. Sulman, O.V. Grebennikova,
E.M. Sulman,V.Yu. Doluda, V.G. Matveeva

Tver State Technical University, Tver

The work is devoted to the study of the preparation of N-methylglucosimine
under various conditions. The kinetic parameters of the synthesis were
estimated, and the maximum of possible achieved yield was calculated.
Keywords: N-methylglucosimine, oximes, synthesis, kinetics.
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