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[pennoxen npoctoi, 3¢ dexkTuBHbIN MeTon cuHTe3a 1-[3-(Tpumerokcucunun)nponui|-1H-umunaszona c
BBIXOAOM 82% aNKWINpOBaHHEM MMHUAA30IMI HATPUA, MOIY4aeMOro U3 UMMa30J1a U THAPOKCHAA HATPHS,
(3-XTOpIIPOTINIT ) TPUMETOKCUCHIIAHOM TIPU KUTISTYEHUH B CpeJie TOIyosa B TedeHue 15 4.
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1-[3-(Tpumerokcucummn)nponuni]-1 H-umugazon
(CAS 70851-51-3) siBisieTcss Ba)KHBIM KPEMHHUOP-
TaHWMYECKUM TPEKYPCOPOM, UCIOIB3YEMBbIM IS TI0-
JTy4eHUs] UMMOOHMIN30BAaHHBIX HOHHBIX JKHAKOCTEH,
(YHKIMOHAIN3AMH TOBEPXHOCTH OKCUAHBIX YaCTHIL,
B 30JIb-T€Jb TexHOMOTUsIX [1-11].

CymectByronue crnoco0bl nomydenust 1-[3-(tpu-
MeTOKcucwImI)uponui]-1H-umugazona  0OCHOBaHBI
Ha AIKWIAPOBAHUHM WMHUJA30JIa I UMUIA30JIMITHA-
Tpust (3-raJIOreHIPONHII) TPUMETOKCUCHIIAHOM, TIPH
ATOM BapbHpyeTCs cpela W BpeMs peakiuu. Hambo-
Jiee MPOCTHIM IPOTOKOJIOM KaKeTCsl MPSAMOE alKh-
nupoBaHne mMmumazona [1-4]. OmHako 3TOT METOn
IJIOXO0 BOCTIPOWM3BOAMTCS, TMPETapaTuBHO YHAETCs
MOJIYYUTh LEIEBOE BEIIECTBO JUIIb ¢ BhIXoAoM 30%,
a BBIIEJICHUE BAaKyyMHOH MEpPEroHKOM COMPSIKEHO C
PAIOM TPYIHOCTEH, OOYCIOBICHHBIX MPUCYTCTBUEM,
[IO-BHIUMOMY, TIPOJyKTa Oucankuiupopanus. Cyiie-
CTBEHHBIX yIYUYIICHHH HEe IPOUCXOIUT U MPU UCTIOIb-
30BaHMHM OCHOBAHUS: B CIIy4ae WCIOIB30BAHUS JK-
BUMOJIPHOTO KOJMYECTBA OCHOBAHMS XIOHUTA BBIXOJ
IIETICBOTO BEIECTBA COCTaBISIET TOMbKO 38%. Yare
Ha TMPaKTHKE MPUMEHAIOT MPeIBapUTEIbHOE METall-
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JUPOBAHUE UMHJIA30J1a IEHCTBUEM THAPUIA HATPHUS U
nanbpHEHIIee aKmmpoBanue (3-xyopmponin)- [5, 6]
i (3-MoAnpoInviI ) TpuMeToKcucHaanoM [7—11], ooe-
CITCYMBAIOIICE JOCTATOYHO BRICOKHH BBIX0A (60—89%)
uenesoro BemiectBa. Kpome toro, B marente [12] onu-
CaH METO/, B KOTOPOM METaJUIMPOBAaHUE MMH]IA3051a
OCYIIECTBISIOT JICHCTBUEM METHJIaTa HATPHSL.

Lenp HacTosmeit paboTsl — pa3paboTka IpOCTOTro
OIHOpEAKTOpHOTO MeToma momydeHus 1-(3-(tpume-
TOKCHUCHIHIT)TIpoITn )- 1 H-umuaazona. M3BecTHO, YTO
B psle CilydaeB MpH aIKWINPOBAaHUHM MMHJIA3071a HA
MEPBOH CTagUKM MPHUMEHSIOT METaUIMPOBaHUE IO
neiictBueM rtuapookucu Harpusa [13]. Bzaumoneit-
CTBHE MMHJa30mMa 1 ¢ THAPOKCHIOM HATpHUs HAMHU
MPOBOAMIOCH B Cpejie TONyoJla NPH WHTEHCHBHOM
HarpeBaHUH PEareHTOB W OT/ICJICHUU BOJBI B HACAIKE
Jura—Crapka (cxema 1).

IIpu cMmeleHNH peareHToB B peaKIIHOHHON Macce
HaOmromaeTcs 0Opa3oBaHHUE TSDKEION JKUIKOH (asbl,
KOTOpasi IpH BBIJIEIEHUU PAacyETHOIO KOJIMYECTBA
BOJIBI IIEPEXOJUT B IJIOTHBIM KPUCTAJUIMYECKUN anio-
Mmepar 3. [locne mpubaBneHus (3-XJIOPIPOITUII)TPU-
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Cxema 1.
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METOKCUCWIIAaHA ¥ MHTCHCUBHOM KHIISTYCHUU B TEUe-
HUe 15 9 ocamok mocreneHHO TpaHchopMupyeTcs B
MEJIKHUH, XOpOILIO OCENAIOIIUN, KOTOPBIN 3aTEM JIETKO
otaensiercs Ha ¢puibrpe loTTa. Lenesoii mpomykT 5
BBIICTISICTCS (DPAKIIMOHHOMN MEPErOHKON B BaKyyMe C
BBEIXOZIOM 82%.

[IpumeuarenpHO, YTO B CiIy4ae HCIIOIb30BaHUS
Ul METaJJIMPOBAaHMs HMMIA30j1a TUAPOOKHCH Ka-
TSI HA TIEPBOM CTAIMU TAKKEe BBLAEISIETCS PaCUeTHOE
KOJIMYECTBO BOJbI, HO IMOCJEAYIOLIEE HArpeBaHUE C
SKBUMOJBHBIM KOJIMYECTBOM (3-XJIOPIPOIUI)TpUME-
TOKCHCWIJIaHA B TeueHue 15 4 mpuBoauT Kk oOpas3oBa-
HHIO ABYX(pa3HOUW CHCTEMBI, B KOTOPOU MPUCYTCTBYET
HIDKHSS KHUIKas (asa ¢ reneoOpa3HbIMU 4aCTHLIAMH.
B nanHOM cityuae oTAeiI€HHE TOIYOIBHOTO PacTBOPA
LEJIEBOTO TPOAYKTa MPOBOAWIN CHU(POHHUPOBAHHEM
BepxHeH (a3bl U TPEXKpPaTHOH SKCTPaKLUEH TOIyo-
JIoM HroKHEH (asbl. BBIX0oJI 11e1eBOro mpoayKTa rmocie
(pakLMOHUPOBAHUS B BaKyyMe B IaHHOM ClIy4ae Co-
ctaBui 58%.

1-[3-(TpumeTokcucuana)nponui]-1H-umuaa-
303 (5). Cmecsk 150 mit Tomyona, 15 r(0.22 monb) uMu-
nazona u 8.8 r(0.22 MoJb) THAPOKCHUIa HATPUS Harpe-
BaJIM TP WHTEHCUBHOM II€pEMEIINBAHNU U KUIIEHUU
JI0 3aBEepIIEHUs OTIENCHUs BOAbl B Hacaigke [luHa—
Crapka B Tedenue 6 4. [Jlanee mpubapmsim 43.7 T
(0.22 wmomnp) (3-XJOPHIPOINI)TPUMETOKCHCHIIAHA U
PEaKLMOHHYI0 MacCy MHTEHCUBHO KUIISATHIIN B Tede-
Hue 15 4. O6pa3oBaBIINIiCS 0CAJ0K XJIOPHUIA HATPUSL
orusTpoBeBaK Ha (uinsTpe LlloTTa, mpoMeiBamu
ToyosioM. PuiIbTpar ynapuBaiH, OCTaTOK IOABEP-
rany (ppakUMOHHOW TEpEroHKEe B BaKyyMme, cobupas
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¢pakumio 125-127°C (1.7 Topp) {T. kmum. 105°C
(1 m6ap) [11]}. Bexom 82%. IlpomykT mpeacTanisi-
€T COo0OM BSA3KYHO OSCIBETHYIO JKUIKOCTh CO CIICIH-
¢uueckum 3anaxom. UK cnekrp (KBr), v, cMm™': 3107
(Cp2-H), 2943, 2841 (Cyp3-H), 1507 (Cgp2—Cyp2).
Cnekrp SIMP 'H (399.78 MI'u, CDCl;), 8, m. a.:
0.53-0.57 m (2H, CH,), 1.82-1.89 m (2H, CH,), 3.54
¢ (3H, CHy), 3.90 T (2H, CH,, J 7.1 T1), 6.88 ymr. ¢
(1H, CH), 7.02 ym. ¢ (1H, CH), 7.44 yu. ¢ (1H, CH).
Cnexrp SIMP 3C (100.5 MI'u, CDCly), 8¢, M. 11.: 6.1
(CH,), 24.6 (CH,), 49.0 (CH,), 50.6 (CH;), 118.7
(CH), 129.4 (CH), 137.2 (CH).

Cnextpsl SIMP 'H, 13C peructpuposanu Ha npu-
6ope ECA400 JEOL B pactBope CDCl; (Cambridge
Isotop Laboratories, Inc.), B kauecTBe cTaHgapra Hc-
MOJTb30BAJIA OCTATOYHBIE CUTHAIBI pacTBopuTelst. MK
CHEKTpBl peructpupoBain Ha mnpudope IR Prestige
Shimadzu s 06pa3ia TOHKOH MISHKU MEX Ty Tade-
Tok KBr. B paboTe ncronp3oBaiyn KOMMEPYECKH J10-
crynnbsle umugaszon (Merck), (3-xmopnponui)Tpume-
tokcucuinad (ABCR), THAPOOKHCH HATPHUS M KaJus,
Toiyon (Dxoc-1).

Takum 00pa3zoM, TpemyIoKeH YTOOHBIA IMpernapa-
TUBHBIH c1I0CO0 rmorydeHus 1-(3-[ TpPUMETOKCHUCHITII )-
npormwi |- 1 H-uMuna3ona, Mmo3BoJSIONIUE  H30ekKaTh
CTaIuy METAJUIMPOBAHUSI HMMHUIa30J1a OACHBIM B 00-
pallleHu TUAPUIOM HATPHSL.
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A Practical Synthesis
of 1-[3-(Trimethoxysilyl)propyl]-1H-imidazole
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A simple and effective method for the synthesis of 1-[3-(trimethoxysilyl)propyl]-1H-imidazole was proposed
by alkylation of sodium imidazolyl obtained from imidazole and sodium hydroxide with (3-chloropropyl)trime-
thoxysilane at reflux in toluene for 15 h. The target imidazole was obtained with a yield of 82%.
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