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YCOBEPIHIEHCTBOBAHHBIA METO/I
CHUHTE3A 1-BUHUWIMHIOJIA

Pa3pabotan BBICOKOA((GEKTHBHBIN METOJ] CHHTE3a |-BHHWJIMHONA, OCHOBAHHBIA Ha
BUHWJIMPOBAaHWU MHOJA AlETHJICHOM IpU aTMOC(EpHOM AaBJIEHHUHM B CYIEPOCHOBHOU
karamutuueckoi cucreme KOH-IMCO. Meton mno3BossieT NHOdy4yaTh |-BUHUIMHAON
¢ BBIX0JI0M 94% 1 uncToToit 99% (mocne 0THOKpaTHOM NMEPEerOHKU CHIPOTO MPOIYKTa).

KioueBble ciioBa: AllCTHIICH, l-BI/IHI/IJII/IH,Z(O.H, HUHIO0JI, CYIIEPOCHOBAHUE, BUHUIINPO-
BaHHC.

1-BunnnuHmon — Oau3Kui aHAIOT 9-BHHMITKapOa30J1a, MUPOKO HCIIOIh3yEMOTO
B JIM3aifHE COBPEMEHHBIX OMTOXIECKTPOHHBIX MATEPUANIOB AJIA MOIYUYCHUS IMOJIU-
MEpPOB C YHHUKAIBHBIMH (QOTOpe(pPAKTHBHBIMH CBOHCTBAMH, OPraHUYECKUX
MIPOBOJIHUKOB, AJIEKTPOIIOMUHECIIEHTHBIX JHCIUIEEB, N3TOTOBJICHUS CBETOINO/IOB,
MOJIUMEPHBIX aKKYMYJISTOPOB, YCTPOMCTB JUIs 3allCH M XPaHCHUs MH(OpMAIuHy,
CEHCOPOB, HAHOKOMIO3UTOB [1—6]. [Tonu(1-BUHUIMH/IOM), IO CPABHEHUIO C IOJH-
(9-BuHIITKapOa30I0M), O0NamaeT HU3KUM IOTCHIIMAJIOM HOHW3ANH W HHU3KOH
TEMIepaTypoil CTEKJIOBaHHUS [7], 4YTO TO3BOJSAET CYIIECTBEHHO pPACIIUPUTH
o0jacT mMpUMeHEeHHs (OTOUYBCTBUTEIBHBIX MaTEpUAalIOB Ha €ro ocHoBe. Kpome
TOT0, 9-BHHMIIKAPOA30Il SBJISETCS CHIIBHBIM ajuiepreHoM ¢ 3 QexToM (HOoToCeHCH-
ommm3arum [8].

B 10 xe Bpemsa monu(l-BUHHUIMHIOM) OCTaéTcs MPaKTHUYECKU HEIOCTYIIHBIM,
TaK KaK OTCYTCTBYIOT TE€XHOJOTHYECKHA MPUEMIIEMBIE CITOCOOBI IMOYYeHUST UCXO/I-
HOTO MOHOMeEpa — | -BUHIINHAOMA.

W3Becten cunte3 1-BuHMIMHIONA JeicTBHEM 1-OpoM-2-XjopaTaHa Ha WHION
B ycloBusix Mexk(pazHoro karanuza B npucyrctBuu KOH wu  xpayH-3dupa
B Tonyosie [9]. Ilpomecc peamusyeTrcs B JABE MNpemapaTHBHBIE CTaIuU: CHadaia
obpazyercst 1-(2-xmopatun)ungon (40 °C, 4 9), KOTOPHIA ganee Ha BTOPOH CTaauu
nerunpoxiopupyercs nmox aeiicteuem KOH (100 °C, 6 4). Boixon 1-BuHMNIMHIONA
cocraBisieT 42%. CymiecTBeHHBIMH HEIOCTATKAMU ITOTO METOJIa SIBIAIOTCS BBICO-
Kasi CTOUMOCTh kpayH-a¢upa (18-kpayH-6), TpyIHOIOCTYITHOCTE 1-Opom-2-XII0op-
3TaHa, 00JIBIIOE KOJTMYECTBO OTXOIOB M HEBBICOKUH BBIXO/I IIEJICBOTO MPOAYKTA.

Onmucano Takke BUHHIMPOBaHWE HHIONA BHHWIOpoMuzoMm (85 °C, 2.5 u)
B CMecH ToxyoJia u 1,2-AuMeTOKCHATaHa B IPUCYTCTBUN NAIDIAINEBOTO KOMITIIEKCA
Pd(dba),/2P(¢-Bu); [10], Beixop 1-BuHmImMHIONA 61%.

3anatentoBano [11] BUHWIMpOBaHUE HWHAOTA AICTHICHOM TOJ JaBICHHEM
(20 atm) B mpucytctBuu 2% KOH (150-160 °C, 70 1). Beixoa neneBoro npoxykra
He ykazaH. llo mamseM [12] mpm yBenmmuenunm xonmmdectBa KOH mo 2.5%,
naBneHus anetwieHa g0 20-30 aT™ u noBbleHuH TeMiepaTtypsl 1o 180-185 °C,
BpeMsl peaKIiu COKpamiaercs 10 4—5 4, a B TeX K€ YCIOBHUAX, HO B TOIYOJIE U MPU
MCTOJH30BAaHUM B KadecTBe KaTannszaropa 10% kxammeBoil comm WMHIONA (BMECTO
KOH) — no 30 muH. Beixona 1-BUHWIMHIIONA TIPH 3TOM COCTaBIsICT 5S7—67%.
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1-BuHMIMHION MTOTyYany TakKe MPOMYyCKaHWEM CMECH TIapOB MHJIOJIA C alleTH-
JeHOM HaJ xene3HbiM KaTanuzaTopoM mpu 300 °C u naBnenuu 300-500 MM pT. CT.
[13]. Beixon 1-BUHUIMHAONA HE YKa3aH.

B o0030pe [14] mpuBomsTcsa naHHBIE (CO CCHUIKOH Ha HEOIyOIUKOBaHHYIO
paboTy), COTIacHO KOTOPHIM TIPH B3aWMOJEHCTBHH WHIONA C aleTHJICHOM IOJ
JaBJIeHHneM B IpucyTcTBUH 5.5% Mertammnueckoro kamus (180 °C, 30 MuH) BBIXOA
1-BuamnmHEAoaa nocturaet 90%.

Coo0mramocs 0 B3aMMOZCWCTBAM HMHIOJNA C aleTHICHOM B TONYOJI€ WIH
nrokcane ¢ nobaskamu Boasl (~10%) (17 atm, 220 °C, 30 mun) [15, 16]. B kauecr-
Be KaTanu3aTopoB pekoMenngoBaHbl KOH wmmu NaOH. Beixox 1-BunmmuHmona
coctaBun 51%.

B marente [3] onmcano mosrydueHue |-BUHIIMH/ONA B3aMMOJICHCTBUEM HHIOIA
¢ auetrwieHoM B JIMCO mpu atmocdepHom nasinenuu (95-97 °C). B kauectBe
karanuzaropa ucnonb3zoBad KOH. Beixoa ueneBoro npoaykra 43%.

Od4eBHIHO, YTO BCE PACCMOTPEHHBIE CHHTETHYECKHE MOIXOABI HE 00JamaroT
XapaKTePUCTUKAMU BBICOKOA((EKTUBHOIO TEXHOJOIMYECKH PEajbHOr0 MeToJa
(crmenoBaTeNbHO HE MOTYT 00ECIEUUTh MIUPOKYIO JOCTYIMHOCTH |-BHHUIMHIIONA U
TTOJITMMEPOB Ha €r0 OCHOBE) JTMO0 M3-32 HU3KUX BBIXOJOB IIEJIEBOTO MPOAYKTA, THOO
M0 TPUYMHE TEXHUYECKOH CIOKHOCTH (BBICOKOE JAaBJICHHWE, IIOBBIIIICHHAS
B3pPBIBOOIIACHOCTD, HEOOXOAMMOCTh PA0OTHI C METAIUTHYECKUM KanueM). OcOOCHHO
CEPbE3HBIM HEJIOCTATKOM IIPOIIECCOB C YYaCTHEM alleTHUIICHA CUUTACTCS HCIOIb-
30BaHWE TIOBBIIIEHHOTO [aBJIEHHSA. B CB3M € O3TUM BO MHOTHX CTpaHax
CYILIECTBYET 3aKOHOJATEIbHOE OTPaHUYCHHE 10 3TOMY mapamerpy (o0braHO 0.4—
0.5 atm) [17].

Lenpro HacTOsAmed pabOTHl OBUTO HAWTH YCIOBHS BBICOKOA(D(HEKTHBHOTO
OCHOBHO-KaTalIUTHYeCKOro (T. €. 0e3 HCIONb30BAHHS MEPEXOJHBIX METaJUIOB)
BHHWJIMPOBAHHS WHOJA alleTHICHOM Ipu aTMoc(epHOM JaBlieHUH, oOecredu-
BaIOIIHE BRICOKHIA BBIXOJI IIEJIEBOTO MPOTYKTA.

Ienp ObUIa JOCTUTHYTA MPOBEACHUEM PEAKIIMH MEKIY WHIO0IOM U alleTUICHOM
B cucreMe KOH-JMCO (20 mac. % KOH mno oTHOmeHHt0o K HMHAOMY) TNpH
temrepatype 120 °C B Teuenue 6 4.

HC=CH \
KOH-IMCO N
H 120°C, 6 u
N
CH

2

HavanpHast KOHIEHTpamus WHIOJA B PEaKIMOHHOW cMecu coctaBiser 0.5—
1.0 MoJIB/1. ATIETHIICH TIPOITYCKAIOT Yepe3 PEaKIMOHHYIO0 CMECh ITPH aTMoc(hepHOM
JaBJieHHU €O cKopocThio 30—70 y1/Monb 4. 1-BHHUIMHION BBIIENSIOT KCTpaKIUEH
TeKCAaHOM WJIM TEeTPOJEHHBIM 3(UPOM W3 PEaKIHOHHON CMecH Tocie e€ pas-
OaBreHust Bojoi 0Oe3 HelTpanm3ammu. Bwixon wwmcroro (99%) 1-BuHMIMHAONA
(6ecuBetnbie KpucTawIbl, T. 1. 34-36 °C) nocturaet 94%.

BaxkHbiM JUIsi  peaiM3aliid  HOBOTO METOJla SIBJSICTCS —TPeIBapUTEIbHAs
MOATOTOBKA peakuuoHHOU cMmecu: uHAoa B cucteme KOH—/IMCO HarpeBatoT npu
nepemermBanuu (140-145 °C, 5-10 muH), mocie 4ero OxJaXAaroT I0 TeMmIepa-
Typbl pEaKklIMW W 3aTeM IMOJAIT aleTWICH. DJTO CHOCOOCTBYET IOBBINICHUIO
BBIXOJIa IeJIeBOT0 mpoaykTa Ha ~30% ¥ cokpalleHHI0 BPEMEHU peakiuu Ha ~2 9
M0 CPaBHEHHIO C pe3yJbTaTaMH, MOMyYeHHBIMU 0e3 MOJ00HOI mpeaBapHUTeIbHOM
00paboTKH.
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Takast moAarotoBka crnocobcTByeT Oojiee ObICTpOMY OOpa30BaHMIO WHIOJATA
KaJIusl, SBJISIOLIET0Cs NCTHUHHBIM KaTalln3aTOPOM PEaKIHH.

\+KOH = %+H20
N N

| |
H K

D} PeKTUBHOCTL HOBOTO METOJIa OOYCIIOBJICHA TaKke MoIu(pUKALUEH CcTaauu
BBIICNICHUS 1I€JIEBOTO MPOAYKTA: |-BHHHIMHIOM SKCTPArHPYETCs HEMOCPEICTBEH-
HO U3 PEaKIMOHHON cMecH 0e3 MpeaBapuTeIIbHON €€ HeUTpau3aIluy, 9To CIIoco0-
CTBYET YJACP)KaHHUIO HENpOpearnpoBaBIICr0 HHIOJA B BOIHO-AUMETHICYNIb(HOK-
CUJIHOM pacTBOpE B BHUJE €ro KaJIMeBOI'O IMPOU3BOAHOTO. DTO MOBHIMIAET YUCTOTY
BBIIETISIEMOTO MPOAYKTa, TaK KaK OOBIYHON TPYAHOOTIENSIEMOW MPUMECHIO B HEM
SIBIISIETCS] HCXOTHBIA MH/IOJI.

Takum 00pa3oM, KOMIUIEKC pa3pabOTaHHBIX YCIOBHM ITO3BOJISIET IMOIYyYaTh
1-BuHMIIMHION ¢ BBIXOZOM 94% u unctoToil BhIIE 99% mociie OZHOKPAaTHOMH
TIEPETOHKH CHIPOTO MPOAYKTa B BakyyMe (0e3 pektudukarum). Yuctora MoHOMEPA
ABIISIETCSI OCOOCHHO Ba)XKHOM XapaKTEPHUCTUKOM, TaK Kak OT He€ 3aBHCAT MOJIEKY-
JSpHAs Macca, PeryJIIpHOCTh CTPOSHUS U POTOPHU3UIECKUE CBOHCTBA MOJIUMEPOB,
MOJTy9aeMbIX Ha €ro OCHOBE. Ba)KHO, YTO ATOT MPOIECC MPOBOTUTCS MPU aTMOC-
(epHOM [aBICHUM aleTHJICHa W YMEPEHHOH TeMIlepaType C HCIOJIb30BaHUEM
B KAUECTBE KAaTaau3aTopoB Npuponbix HoHoB (K, HO) 1 HETOKCHYHOTO BHICOKO-
kursiiero pacteoputens (JJMCO), koTopslii Jerko pereHepupyeTcs (B TOM YHCIe
B TPOMBINIJICHHOCTH) U3 BOAHBIX PacTBOPOB mucTwuianued [18]. 3mech ymecTHO
ormeTuth, uTo0 JIMCO HE TONBPKO HETOKCHYECH, HO AK€ HCIOIB3YETCS Kak
MeaunuHCKui npenapar (umekcnn). TaknMu XapakTepucTHKaMHU He 00J1agaeT HU
OJIMH W3 W3BECTHBIX METOAOB MONyYeHUs |-BUHWIMHAONA, YTO OTKPHIBAET pPeallb-
HBI€ TIEPCIIEKTHBBI IIUPOKOTO HCIONb30BaHUSA Pa3paOOTaHHOTO HAMH METoja He
TOJILKO B JIA0OPAaTOpHHU, HO U B MPOMBINIICHHOCTH.

SKCIHEPUMEHTAJIBHAS YACTb

Bce ncxonusie Bemectsa — pacrsopurels (JAMCO) u sxkcTpareHT (nerposneiinsiii agup),
a Take momyruapar rumpokcuga kamus (KOH-0.5H,0) — xoMMmepueckue COeqMHEHUS,
MCIIONIb30BaBIINECs 0€3 JOTOTHUTEILHON OUMCTKY.

Cwmecs 5.0 T (42.7 mmonb) waaona u 1.0 r (15.4 mmons) KOH-0.5H,0 B 50 M IMCO
HarpeBatoT npu 140-145 °C B TeueHne 5 MHMH NIpU HHTEHCHUBHOM IE€PEMEHIMBAHUU
(1000 06/MuH), 3ateM oxnaxkmgaroT a0 120 °C ¥ MPOMyCKAalOT aleTHJICH CO CKOPOCTHIO
~2 1/4 mpu 3TOM Temmeparype B TedeHme 6 4. IIpm HeoOxommmoctn (0COOEHHO NpH
MacITabupoOBaHUM CHHTE3a) MPOXOAAIINN UYepe3 PEakIMOHHYI0 CMECh alleTHIICH MOXET
PELUKINPOBATECSI C MUHUMAJIBHBIMH TTOTEPSAMH, MTOCKOJIBKY MOOOYHBIE MPOLECCH B ATOH
peaKIuy TPaKTUYECKH OTCYTCTBYIOT. Ilociie oxylaXIeHus 10 KOMHATHOW TEMIIEpaTyphbl
PEaKIMOHHYI0 cMech pa30aBisaroT 100 M XOIOAHON BOABI U SKCTPATHPYIOT METPOJICHHBIM
a¢upom (ppakuus ¢ 1. k. 70-100 °C, 5 x 10 mi), sxcrpakt npomeiBaror H,O (3 X 5 M)
s yaaneaus JIMCO u cymar Hag 6e3BogubiM K,COj3. DKCTpareHT OTrOHSIOT, OCTaTOK
MEepEeroHsIOT B BakyyMme, cooupatoT ¢pakuuio ¢ 1. kur. 71-78 °C mpu 1-3 MM pr. cr.,
KOTOpasi peACTaBiIseT co0oil |-BUHMIMHION ¢ yncToToi 99% (mpumech — nHmom, 1%).
Boixon 5.74 r (94%), 1. 1. 32-34 °C (r. wr. 30-31 °C [19]). Tanusie crexktpa SIMP 'H
MOJYYCHHOTO |-BHHWIIMHAONA TaKXKe COOTBETCTBYIOT JHUTEpaTypHbIM [19]. ucTmmisaneit
BOJTHO-TUMETHIICYIL(OKCHIHOTO pacTBopa nocie ero HeiTpanusanun CO, pereHepupyor
10 90% AMCO.
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