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OIITUMUBAIINA METOAA CUHTE3A
METUANPOBAHHOIO ITOAN-5-BUHUATETPA3SOAA
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[IpoBeneHa onTUMHU3AIM METO/Ia CHHTE3a METHIINPOBAHHOTO MOJIH-S5-BUHIIITETPAa30j1a U MOKa3aHo, YTO MPOIECC €ro
MOJTyYEHUsI KaK MPH UCTIOb30BaHUU B KaU€CTBE UCXOAHOTO ChIPhsi TOMOIOIMMEPa aKPUIIOHUTPHUIIA, TAK U TIPOMBITIIIEHHO
BBIIYCKAEMOTO €ro COMOJIMMEpPa C METHJIAKPHIATOM U 2-aKpUIaMHUI0-2-METUINPONAHCYIb(POKUCIOTONH MOXKET OBITh
OCYIIECTBJICH AamIapaTypHO OIHOCTAJWHHO 0€3 IPOMEKYTOYHOTO BBINCICHUS MONH-S-BUHIITeTpa3oia. [Ipu sTom
HEOOXOIUMBIN TPOAYKT MO COCTaBY, CTPYKType M CBOMCTBAM HICHTHYCH TAKOBOMY, MOJTYYCHHOMY C HCIIONb30BaHHEM
JBYXCTaJUIHOTO TIporiecca. Bo3sMOKHOCT 0TKa3a OT MPOMEKYTOYHOTO BEIICICHHUS TONH-S5-BUHIITETPA30Ia TO3BOISICT
B JIBa pa3a YMCHBIIUTH KOJMYECTBO HEOOXOIMMOTO /s TONYyYeHHs METHJIMPOBAHHOTO ITOJH-5-BHHMIITETPA3oia
quMeTmihopMamuia, UCKIIOYUTh U3 TIpollecca ucmojb3oBanue pactBopa HCl, a Takke CyIIeCTBEHHO YMEHBIIHTH
BPEMEHHEBIE U HEPIeTHUYECKUE 3aTPaThl Ha MPOBEACHHE MPOIECCa.

Knioueswvie cnoga: nonu-5-BUHUIATETPA30JI METUIIMPOBAHHBIN; allllapaTypHO OAHOCTAJUINHBIA METO/ CUHTE3A.
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Optimization of the method for the synthesis of methylated poly-5-vinyltetrazole was carried out and it was shown
that the process of its preparation, both with the homopolymer acrylonitrile and the commercially available copolymer
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with methyl acrylate and 2-acrylamido-2-methylpropane sulfonic acid, as starting materials, can be carried out in a single-
step apparatus without intermediate release of poly-5-vinyltetrazole. At the same time, the resulting product is identical in
composition, structure, and properties to that obtained using a two-stage process. Ability to refuse intermediate release of
poly-5-vinyltetrazole allows to reduce the amount of dimethylformamide required for the preparation of methylated poly-
5-vinyltetrazole twice, exclude the use of HCI solution from the process, and significantly reduce the time and energy
costs of the process.

Key words: poly-5-vinyltetrazole methylated; one-stage instrumental synthesis method.

BBenenue

IlepBble cBeAEHUSI O CUHTE3€ M CBOMCTBaX TETPA30JICOACPKAIIMX MOJIUMEPOB MOSBUIUCH OKOo 50 ner
Hazan [1], ¥ ¢ Tex mMop TH MOTUMEPHI MPUBJICKAIOT BHUMAHUE HUCCIIEIOBATEICH-XUMHUKOB KaK MEPCIICKTUB-
HBIE MHOTOLIENIeBbIe MaTepualibl [2—5]. MHTepec kK HUM 0OYCIIOBIICH HAIMYMEM KOMIUIEKCA Creln(ruIecKux
CBOWCTB, B YaCTHOCTH BBICOKOM YHEPTeTUKOW B COUETAHUH C IOCTATOYHON TEPMOCTA0MILHOCTHIO, 3HAYNTEIb-
HBIM COZIEpKaHUEM a30Ta H COBMECTUMOCTBIO C IMUPOKUM KPYTOM XUMUYECKUX COSTUHEHNN Pa3TUNIHON MTpH-
poxsl. [ToaTomy TeTpasonconepskaiiye moJrMepbl MOKHO paccMaTpuBaTh KaKk KOMIIOHEHTHI TOPIOYHX U Tep-
MUYECKH JAECTPYKTUPYEMBIX CHCTEM Pa3IMYHOTO Ha3HAYEHHUs, B YACTHOCTH FE€HEPaToOpOB a30Ta, KOMIO3UIIUN
JUTS BCTICHWBAHUS TTOJMMEPHBIX MaTepPHAIIOB U PA3IMYHBIX CHCTEM aBapHHOTO criaceHus. Clenyer, oHaKo,
OTMETHTD, YTO MIHPOKOE MPAKTHIECKOE HCIIOIB30BAHHIE TETPA30JICOIEPKAIINX TTOIHMMEPOB CACPKUBACTCS UX
TPYIHOJOCTYITHOCTBIO, CBSI3aHHOM CO CJIOKHOCTBIO H MHOTOCTaMMHOCTBIO METO/IOB MOJTy4EHHSI.

B nacroseit pabote npuBeAeHbI pe3yNIbTaThl HCCIEIOBAHUHI 10 ONTUMH3ALUU METOJa CHHTE3a METHIMPO-
BaHHOTO MOJHU-5-BuHUATETpa3oaa (MIIBT) — ogHOTO M3 MepCIeKTUBHBIX IS TPAKTHIECKOTO MCIIOIH30BAHUS
TETPa30JICOAEPIKAIINX TTOIUMEPOB.

MarepuaJjbl 1 METOABI UCCJIETOBAHUSA

Tepmorpasumerpuro (T1') ¢ auddepennmansHoii ckanupyromei kanopumerpueit (JICK) mpoBomumm ¢ wuc-
rosib3oBaareM Tepmoananuszaropa NETZSCH STA 429 (I'epmanust) B atMmocdepe azoTa (MPUMEHSIICS KOPYH-
JIOBBIN TUTeb, CKOPOCTh HarpeBa 10 °C/MuH, Macca HaBeCKU 1—3 MrI, TeMIeparypHbIid TUama3oH Harpesa oT
30 mo 500 °C). UysctBurensHocts JCK-ananuza 1 MxBT, norpemnocts uzmepenus 2—3 %; 4yBCTBUTEIb-
HocTh TT-amamm3a 0,1 MKT, TOTpENTHOCTh M3MEpPEHUs TToTepu Macchl 1 MKT. MH(pakpacHbIe CTIEKTPBI PeTH-
crpupoanu Ha pypbe-UK-criekrpomerpe Thermo Nicolet Avatar 330 FT-IR (CIIA) B nuanazone ot 400 mo
4000 cm ™', umciI0 ckaHUpoBaHHit — 24.

J1si CHHTETHYECKUX M aHAIMTUYECKUX LIeJIeH HUCTIONb30BAIMCH PeareHThl U pacTBOPUTEIN KBaTH(UKAUU
HE HIDKE «4.», IIPH HEOOXOIMMOCTHU UX JOIOJIHUTEIBFHO OUHIIAIN 10 OOLIEPUHATHIM MeToaukam. MexonHeiMu
JUTSI TIPOBENICHUS TETPA30IMPOBAHUS SBISUTHCH ToMonionmMep akpunorutpmia (ITAH) (monexynspHast macca mo-
psinka 60 ThIC. y. €.) M MPOMBIIIJICHHO BbITycKaeMblii 3aBosioM «Ilomumup» OAO «Hadran» cononmumep akpu-
JIOHUTPUIIA, METHUIIAKPHIIATa U 2-aKpUIIaMHI0-2-MeTHINPONaHCyTb(QOKUCIOTH (93 @ 6 : 1), HCIIOIB3yeMBblit T
TIPOM3BOJICTBA MTOJIMAKPIIIOHUTPIIIEHOTO BoJlokHa «Hutpon JI-5» (MonekyspHas macca mopsiaka 40 TrIC. . €.).

I[IpuroroBienne azuaupyrouero areura. 39 r (0,6 mons) azuaa narpus u 32,1 r (0,6 Mob) XJI0pUIa aM-
MoHus HarpesatoT B 300 M1 auMeTHaGOopMamMuIa Npy MepeMeIinBaHUN Ha KHUIAIIEH BOISHON OaHe B TeUCHUE
3 4, ¥ peaKMOHHYIO0 CMECh PHIBTPYIOT Topsiueil. DuibTpar (a3uaupyronIni areHT), MPeICTaBIIONNN co00it
CBETJIO-XKENTYIO KUAKOCTh, U3 KOTOPOU MPH XPAHEHNN KPUCTAIIU3YIOTCS UTOJIbYAThle KPUCTAJUIbI a3u1a aM-
MOHMSI, UCTIONB3YIOT B fajbHeHmem Juist nomyuenuss MIIBT. Asunupyromiuii areHT coxpaHseT CBOM CBOMCTBa
[IPY XpaHEHUH B TEPMETHYHO 3aKPBITO CTEKISIHHOM mocyae B TeueHue 3 mec. Ilepen nmpumeneHuneM ero Ha-
IPEBAIOT 10 PACTBOPEHMS TBEPLOH (ha3bl U yHOTPEOISIIOT B BUJIE PacTBOpA.

CunTte3 moyn-(N-metui)-5-sununrerpasona (MIIBT). Memoo A. 26,5 r (0,5 Monb) MONIUAKPUIIOHH-
Tpuia pacTBopsatoT B 450 mi qumermidopmamuaa, 106asisiior 300 M1 a3UAMPYIOIIEro areHTa U HarpeBaloT
B TeueHue 2 4 npu nepemermuBanuu 10 110 °C. Yepes 0,5 4 nocne JOCTHXKEHUS 3TOM TEMIIEpaTypbl B peak-
[IMOHHYIO cMech 100aBisfoT 110 M AMCTHITUPOBAHHON BOIBI TPEMsl PaBHBIMHU MOPLHUSMH C WHTEPBAJIOM
10 mun. [Tocne storo nponomxkatotr nepememuBanue npu 110-115 °C B reuenne 20 4. [To okoHyaHuu npotuec-
ca peakIMOHHYIO cMech oxJaxaaroT 10 40 °C, MeaieHHO py niepeMenBanuu 100aBisatoT 48 mi (0,5 mMoub)
TUMETHIICYIb(ara, ciens 3a TeM, YTOOBI TeMIIepaTypa peakImoHHON cMech He npesbimana S0 °C. He mpe-
Kparas rnepeMenmBanus, nopuusamu ooasisitor 103,5 1 (0,75 Moib) cyxoro kapOoHaTa Kauusi, 3aTeM B Teve-
uue 20 muH — eme 48 mi (0,5 monb) aumetnicyibdara, U cMechk nepemernBatoT pu 40 °C B Teuenue 4,5 u.
[Tocne oxnaxneHust peaklIMOHHOM CMECH 10 KOMHAaTHON TeMIIEpaTyphl U OCaXKACHUs TBEPAOH (a3bl pacTBOP
[OJIMMEpPa JEKAHTUPYIOT, OCAXAAIOT B 3,5 J1 M30IPONMIIOBOIO CIMPTA, GMIBTPYIOT U cylaT Ha Bo3ayxe. llo-
mydeHHbIH «cbipoit» MIIBT pactBopsior B 400 Mt xstopodopMa 1 0CaIOK CONH OTAEISIOT EHTPU(YTHpOBa-
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uueM. [Ipo3paunsiit pactBop MIIBT ocaxnator B 3 J1 H30IPONMIIOBOTO CIIUPTA, TIOIUMEP OTHHIBTPOBBIBAIOT,
cymar B Bakyyme ipu 70 °C o moctostHHOr0 Beca. [lomyuaror 49,2 r (92 %) MIIBT co creneHbio TeTpa3onu-
poBanus ~95 % u creneHp0 MeTHINPOBaHUI ~99 %.

Memoo b. K nepememmaecmomy pactopy 0,12 monb (6,36 1) nonmmakpunonurpwia B 130 M aumerun-
(opmMamuaa npu KoMHaTHOHM Temneparype noo6asisitot 0,13 moins (8,58 1) NaN; u 0,13 mons (7,06 1) NH,CL
Peakmmonnyto cmech nepemenmarot mpu 80 °C B TeueHue 2 4, MOCIIE Yero Temeparypy nosbimaiot 10 100 °C,
MeuIeHHO B Teuenue ~30 muH pobasisiror 25 ma H,O u nepememmBaroT npu 310l Temieparype 2 4. 3atem,
He Ipekparas nepeMenmmanust, 100asisitor cMech 0,013 moms (0,845 r) NaN; u 0,013 moins (0,696 r) NH,Cl,
noBozsT temriieparypy Ao 110 °C u mepememmBaroT npy 3TOH TeMIleparype 2 4, MOocie Yero J00aBiIsIoT ele
0,013 momnsb (0,845 r) NaN; u 0,013 mons (0,696 r) NH,Cl, noseimator Temneparypy no 115-120 °C u nepe-
MeIMBaloT B TedeHue 25 4. [1o okoHyanuu nporecca 00paTHbIN XOJIOIMILHUK 3aMEHSIOT Ha PSIMOM, OTTOHSIIOT
U3 peakunoHHoi cmecu 60—70 mut azeorponnoii cmecu H,O — numerundopmamua, oxnaxgaror 1o 40 °C u go-
6asistrotr 0,03 Momb (3,78 T) nuMeTHICynb(ara ¢ TaKOW CKOPOCTHIO, YTOOBI TEMIIepaTypa peakKIIMOHHON CMECH
He npesbimana 50 °C. [lepememmsator 1 4 nmpu 40 °C, no0aBinsior, He npekparas nepemermmsanus, 0,125 Monb
(17,25 r) npensapurensHo m3MensieHHoro K,CO; u npukansiBaror 0,126 mons (15,12 1) numeruicynsdara,
crenst 3a TeM, 4yToOBl TeMIleparypa peakHOHHON cMmecH He mpesbimana 50 °C. 3areM peakIMOHHYIO Maccy
riepemeruBaroT 2 4 ipu 40 °C, GUIbTPyIOT 1 GUIBTPAT KAIlEIbHO 0CAXIAIOT B 1 J1 IepeMenmBaeMoro H30mpo-
NUJIOBOTO crniupTa. Bemasmmii B ocanok nonumep (MIIBT) ordunbsTpoBBIBatoT, poMbIBatOT Ha GuiibTpe 10 Mt
U30IIPOINUIIOBOTO CIIUPTa U cymar B Bakyyme mpu 70 °C. Beicymennslii noaumep pactsopsitor B 220 min CHCL,,
HEHTPU(PYTUPYIOT, ¥ PO3PAYHBIN IEHTPUPYTaT OCAKIAIOT B | JT MepeMennBacMoro H30IpoHIOBOIO CIIUPTA.
Ocaxnennsiii MIIBT ordunsTpoBbiBatoT, mpoMbiBatoT 10 M uzonpomnuiosoro ciupra u cymar npu 70 °C B Ba-
KyyMme 10 octostHHOTO Beca. [lomyqarot 11,9 T (90 %) MIIBT co crenensio TerpasonupoBanus ~95 % u cre-
TICHBIO METHIMPOBaHUS ~99 % B Bujie OSJIOr0 MEIKOIUCIIEPCHOTO BOJIOKHUCTOTO MOPOIIIKA.

[Ipy wucnonb30BaHMHM B KayeCTBE HCXOIHOIO CHIPbS CONOJIMMEpA AKPUIOHUTPHUIIA, METHJIAKpHUJIaTa
U 2-aKpUIIaMu10-2-MeTHIIIPOIIaHCyIb(POoKUCIoTs! (93 : 6 : 1), mpuMeHseMoro Al POU3BOJICTBA MTOJTHAKPHIIO-
HUTPWIBHOTO BosIoKHA «HuTtpon JI-5», mpornecc NpoBOIsST aHAIOTHYHBIM 00pa3oM.

Pe3yabTarhl Hccae10BaHU M UX 00CYKIeHHe

WzBecren nByxcranuitaplil criocod nomyyenust MIIBT [6], 3akimodaromuiicst B a3UIMPOBAHUH TIOJIMAKPHU-
nouutpuina (IIAH) u mocnenyrorneM METHIMPOBAaHUN 00pasyroIerocs momnu-S-suaunrerpaszona ([1BT) qive-
TUICYN(ATOM B MPUCYTCTBUH KapOOHATA KaJus:

NaN,, NH,CI ! o HAumernncynboar, K2C93 f .
n JIM®A (H,0), CN 40 °C CN
CN 80120 °C N7 NH N7 NN
\ \ CH,
N=—/N N—/N
TIBT MIIBT

JannbIil crioco6 mpeamnonaraet ods3arenbHoe BieneHue npomexxytoanoro I[IBT u ero cymky. B cBszn
C TPYIOEMKOCTBIO 3TOH CTaJHH, a TaKke HeOOXOANMOCTBIO MCIIOIb30BAHHSI OONBIIOTO KOJIMYECTBA PACTBO-
puteneil npu npoMexyTouHoM Beigenenun [IBT mamu Obula mccienoBaHa BO3MOXXHOCTb OJHOCTaIMHHOTO
nonydenust MIIBT nyTteM HenmocpencTBEHHOrO METHIMPOBaHUs AuMeTHicyab(arom B npucyrersuu K,CO,
B KaueCTBE KOHACHCHPYIOLIETO areHTa PeakMOHHON cMecH, oOpasytomieiics npu asuguposanun [1AH, T. e.
0e3 mpoMexXyTouHOoTO BhImeaeHus [1BT.

B pesynbrare nmpoBeseHHBIX HCCIIENOBaHUI OOHAPYKEHO, YTO NpHU J00aBICHUH K PEaKIUOHHON CMecH,
noiy4yaemoit pu asuaupoBanuu [TAH, naxe HeOombIIOro KoM4yecTBa KapOOHaTa Kalus MPOMCXOJUT OCaX-
JIEHHE TIoIMMepa B BHJIE BA3KOM MAacChl, YTO JeJIaeT MpOTeKaHue NajbHEeHIel peakiuu MeTUINPOBAHNS He-
BO3MOXKHOMU. [lo pesynbraraM KauecTBEHHOTO M KOJIMYECTBCHHOIO aHaM3a BBINAJAIOIIUI MpH J00aBICHUN
K,CO, B ocaok noiaumMep npeacrasisieT codoi kanuesyto coib [IBT.

VYKka3aHHOTO BBHINAJCHUSI B OCAJOK HE HaOmomaercs B ciydae, eciau npu cuntese [IBT B peaknuonnyro
CMeChb He JOOaBISTh BOMY, a PEAKLIMOHHYIO CMECh 10 OKOHYAaHMM Ipoliecca a3uIupoBaHus pa30aBiiTh 1u-
meTtrigopmamuoM He MeHee yeM Ha 30 %. [Ipu 3ToM BBIBeJIeHHsI MOJTMMEPA U3 30HBI PEaKkiu MpH 100aB-
JICHUHU KapOoHaTa KaJusl He IPOUCXOANT, MPOLECC METHIMPOBAHUS MIPOTEKAET IIAIKO, U B PE3yJIbTaTe CHHTE-
3a oOpaszyercs MIIBT, naeHTUYHBIN 110 CBOMM XapaKTEpUCTHKaM IMTOJy4Y€HHOMY OOBIYHBIM JIByXCTaINHHBIM
myTeM. DTO MO3BOJSET 3HAYUTEIBHO YIPOCTUTH Mpoueaypy nomydenus MIIBT, cokpatuTs BpeMsl cuHTe3a
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Y pacxojl peareHToB Ha BblieneHre npomexxytounoro [1BT. OHako Takoi myTh MIPUMEHHUM JIUIIb 17151 HEOOIIb-
mux (menee 1-2 1t [TAH) na6oparopueix cunate3oB MIIBT. Ilpu mpoBemennn cuHTe3a B OONBIIAX 00beMax
noGasieHne Bojw! mpu norydeHuu 1IBT sBisercss 00s3aTenbHBIM, TOCKOJIBKY 3Ta Mepa MpeAoTBpaIiaeT Bo3-
MOJKHOE BBIMTAJICHIE B 0CAJIOK IMOJIMMEPHOI MacChl M CTOCOOCTBYET YBEITMUEHHUIO CTEIIEHHU TETPa30IMPOBAHUS
[TAH, HO, K coKaNleHHI0, JIeTaeT HEBO3MOXKHBIM IIPSIMOE METUIIMPOBAHHUE PEAKIIMOHHON MacChl U3-3a BbINIA/Ie-
HUA HosuMepa B ocagok npu godasnennu K,CO;.

IMockoneky mpu Terpaszonupoanuu [TAH ¢ ucnons3zoBannem asuaupyromieii cmecu NaN, — NH,CI o6pa3yro-
muiicsa [IBT HaxonuTcs B peaklMOHHOM CMECH B BHJE aMMOHHMEBOM COJIM M TEOPETUYECKH MOXKET BCTYyMaThb
B PEaKINH AIKWINPOBAHUS 0€3 UCTIONh30BaHMUS IOTIOTHATEFHOTO KOHICHCHUPYIOIIETO areHTa, B paMKaxX HacTOs-
et pabotsl Obua npeanpuHsTa nonsiTka cuatesa MIIBT B ogny cramuro mytem HarpeBanus npu 95—-100 °C
pacTBOpa MOJIMAKPUIIOHUTPHIIA B TUMETHI(POPMaMUIE C a3HIUPYIOIIEH CMECHIO C OTHOBPEMEHHBIM J100aBICHH-
eM quMmetwicyibdara. B pesynbrare cuHTe3a MOJyYeH MOJTUMMEPHBIN TIPOIYKT, MPEICTABIISIFOIIUI co00i OebIit
MOPOIIOK, OBICTPO TOPSIIHMIA HA BO3AyXEe U pacTBOpHMBIH, Kak U [1BT, Tonmbko B quMeTnindopMamMuie 1 TuMe-
Ticynbhokenzae. TuTpoBaHue MOTYYEHHBIX 00Pa3IoB MOMMepa IMOKa3ao, 9To B 3THX yCIOBUAX HapsAy C Te-
TPa30JIMPOBAHNEM TIONMHAKPHIIOHUTPHIIIA OJHOBPEMEHHO TPOTEKAeT W METHiMpoBaHue oOpasyromierocs [1BT.
OcHOBBIBasICH Ha TOM, YTO TONy4aeMbli TakuM criocooom MIIBT pactBopum B aumetunpopMaMuae U JuUMe-
TUIICYAb(OKCHIE U HE PACTBOPHM, a TOJIBKO HaOyxaeT B xjopodopme, a Takke Ha JaHHbIX IMP-criekTpockorum,
MOXKHO CZIeJIaTh BBIBOJI, YTO B €0 CTPYKTYpE COfiepKaHie 3BeHbEB, 00pa30BaHHBIX B PE3YJIbTaTe METHIIMPOBAHUS
TETPa30JIHHOTO IUKJIA B MOJIOKEHHE 1, HECKOIBKO BhITIe, ueM B MIIBT, moixydaemMom B 1B CTaIum.

AHAJIOTUYHBIN ITOJIMMEP, PACTBOPUMBII TOIBKO B AMMETHII(OPMaMUIE U TUMETHIICYITH(OKCHIE HE3aBUCUMO
oT Temriepatypbl poseaenus npomecca (20 u 50 °C), obpa3yeTcs u pu METHINPOBAHNN AUMETHIICYIb(ATOM
PEaKUMOHHON cMecH a3uANPOBAHUS OIUAKPUIOHUTPUIIA [0 OKOHYAHHUU TpOIIecca TeTPa30IUPOBaHUSL.

Crenyer oTMETHUTB, 4TO TecT Ha pacTBopuMocTh MIIBT B Xxiopodopme siBisercs: ynoOHbIM ClIOCOO0M Mpu-
MepHOTO onpenesenns cooTonrenus N'- 1 N’-u30MepoB B cocTase monuMepa. Kpome Toro, pacTBOPHMOCTS
noy4aemMbix 00pasioB MIIBT B opranndeckux pacTBOPUTEISX, B YACTHOCTH XJIOPOQOpME, CBHIICTETBCTBYET
06 onTEMansHOM cooTHomeHnH N'- 1 N>-H30MepoB B cOCTaBe TOTMMepa, 9TO HAMPAMYIO CBA3aHO C €ro pac-
TBOPUMOCTBIO (COBMECTHMOCTBIO) B OPraHWICCKHUX TUTaCTH(HUKATOpax, COBMECTHO ¢ KoTopeiMu MIIBT, kak
MPaBUIIO, MOKET UCIIOIb30BAThCSI.

N36exarh BhinageHus nonumepa npu godasiaennu K,CO; k peaklIMOHHOM cMeCcH 10Ccie IPOBEASHUs a3H-
aupoBanust [IAH moxHoO Taxoke, ucnons3ys 1 nomydenus [IBT ve cmecs cyxux NaN,; u NH,Cl, a npensa-
PUTENHHO MPUTOTOBICHHYIO a3UIUPYIOIIYI0 CMECh U U3MEHSISI TOPSIIOK JOOABIEHHS peareHTOB MPU METHUIIH-
pOBaHMM PEAKIMOHHOW cMmecH. [IpuMeHeHure npeaBapuTeIbHO MPUTOTOBIEHHON a3uAUPYIONIe cMecH J1aeT
BO3MOXXHOCTB TIPOBOAUTH CUHTE3 [IBT B TOMOT€HHBIX YCIOBHUAX, TOOABIATH B CHHTE3 OTHOCUTEIHFHO HEOOIb-
1I0€ KOJMYECTBO BOMABI U MOJyYaTh PEAKIIMOHHYIO CMECh Kak pacTBop, B kotopoM IIBT conepxkurcs B Buae
aMMOHMeBOM conu. Ecin Takyro cMech 00paboTarh 3aTeM HEOOJBIINM KOJUYECTBOM JUMETHIICYIb(ara, To
B pe3yabrare yacTuyHoro Metunuposanust [IBT ero cBoiicTBa MEHSIIOTCSI TAKUM 00pa3oM, YTO MOCIEAYIOIIee
no6asnenue K,CO; yxe He BbI3bIBAET OCaXICHUs NosiuMepa. JlanpHellee METUINPOBAHUE 110CIIE 3TOH Mpo-
[IeyPhl MOXKHO ITPOBOIUTE OOBIYHBIM ITyTeM. B pe3ymnsrare momydaror MIIBT, naeHTHIHBIN 110 CBOMM CIIEK-
TpaNbHBIM U (PU3UKO-XMMHYECKUM CBOWCTBAM TIOIHMEPY, ITOTy9aeMOMY B JIBE CTAIUH.

Hecmotpst Ha TO 4TO TakoM MOAXOH MO3BOJSET 3HAUUTEIBHO YIpocTUTh cuHTe3 MIIBT, nmpoBoauts ero
annapaTrypHO B OJHY CTaJHI0 U UCKIIOUUTH TPYAOEMKYIO U HETEXHOJIOTMUYHYIO CTAUIO BBIACICHUS U CYIIKH
[IBT, cnenyer, oHaKO, OTMETUTh HECKOJBKO BO3pACTAIOLIMI ITPU 3TOM PACX0J METUIIMPYIOLIETO areHTa, 4To,
MI0-BUIUMOMY, CBSI3aHO C MPUCYTCTBHEM BOJIBI B PEaKIIMOHHON CMECH U, COOTBETCTBEHHO, YACTUYHBIM THIPO-
JN30M TuMeTHICynbdara. Tak, must momydernus MIIBT ¢ MakcuManbHOM CTETIEHBIO METHIIMPOBAHMSI TPEOYET-
cst 60—70 % u30bITOK TUMETHICYNIb(aTa 10 OTHOILIEHHUIO K CTEXMOMETPUIECKOMY KOJIMYECTBY.

Kak criemyer 13 mpoBeIeHHBIX HCCIIEIOBAHNN, OCHOBHBIM (DAKTOPOM, TIPETSITCTBYIOIINM HOPMAIILHOMY TIPO-
TekaHu1o ctaguu Metunuposanus [IBT, HaxonsmeMycs B peakIIOHHOM cMecH MoCiie 3aBEPIIEHUs CTaUN a3u-
nupoBanust [TAH, sBnsiercst mpucytcrBue Boabl. [loaToMy Hamu Oblia H3ydeHa BO3MOXKHOCTh OCYIIECTBICHUS
anmnaparypHO OJHOCTaJAMMHOTrO Mpoiiecca noinyudenus MIIBT, Bkimtouatoniero cranaaptHoe noinyuyenue [IBT u3
MOJIMAKPWJIOHUTPUIIA, OTTOHKY BOZBI U3 PEAKLIMOHHON CMECH I10CJIE OKOHYAHUS IPOLECcca TETPa30JInPOBAHUS
[TAH u nanpHeiiee METHIMPOBAHUE PEAKIIMOHHOW CMECH TUMETHIICYIIh(AaToOM OOBIYHBIM IyTeM. B pesyib-
TaTe ObLT IMOyYeH PacTBOPUMEIH B Xiopodopme oopaser; MIIBT, nneHTHYHBIH 110 CBOMM CIIEKTPATBHBIM (CM.
PHUCYHOK) U (PU3UKO-XMMHUUYECKHM CBOWCTBaM IOJIMMEPY, U3TOTaBINBaceMOMY B JiBe cTaanu. OTroHka BOAbI U3
PEaKIMOHHOM CMECH MOXKET OBITh OCYILIECTBIIEHA KaK ITPU aTMOC(EPHOM, TaK U IMPU MIOHWKEHHOM JIaBJICHUH.

[lo pesynbraram Tepmuueckoro ananmsa MIIBT, momydenHsrii 6e3 mpomexyTtouHoro BbineneHus [IBT,
yCTOHYMB TipH HarpeBanuu J10 250 °C, mocine yero HaYMHAaeT pas3fiararbCs ¢ MaKCUMyMaMH# K309 QEeKTOB pU
287 u 378 °C, COOTBETCTBYIOIIUMH, COIIACHO [7], 2-MeTHII- U 1-MeTHATETPa30IbHBIM (hparMeHTaM B COCTaBe
MIIBT. JlanpHeimnee HarpeBaHue MPUBOIUT K SHIAOTEPMUIESCKOMY BBITOpAaHHIO 00pasiia. AHAJIOTHIHBIM 00-
pasom BefeT cebst ipu HarpeBaHur U oopaszer; MIIBT, H3roToBIeHHBIH C ITOMOIIIBIO IBYXCTATUIHOTO IpoIiecca.
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IR spectra of MPVT samples, obtained by a single-stage method with the distillation of water
from the reaction mixture (without isolation of PVT) (a) and by two stages (with isolation of PVT) ()

Craenyet oTMeTUTb, uTo 00mmi Bu kpuBbix TI' u JICK 115t mosryueHHBIX TpH BBITOIHEHUH paboThl 00pas-
nos MIIBT, nepactBopumsix B CHCIl,, cxox ¢ kpuBbiMu Uit 00pa3nos MIIBT, pactBopuMeix B Xa0podopme,
HO OTJIMYAETCs] COOTHOILIEHUEM IJIOIaIeH 3K30MHUKOB, COOTBETCTBYIOIINX PA3I0KEHUIO |-METHII- U 2-METHII-
TETPa30JIbHBIX ()PArMEHTOB B COCTABE TMOJIUMEpA.

[TockonbKy roMOnoIMMep aKpUJIOHUTPUIIA B IPOMBILUICHHBIX MaciiTabax He MPOU3BOAUTCSA, YTO AeaeT
€ro OTHOCHUTEIBHO TPYITHOAOCTYITHBIM MPOAYKTOM, B paMKax HacTosIeld padoThl H3ydyeHa BO3ZMOKHOCTD HC-
10JIb30BAHMS ONKMCAHHBIX BBILIE MOAXOAOB K anmnapaTypHo onHoctaguitHoMy cuHTesy MIIBT s nonyuenus
TETPA30JICO/IEPIKAIIETO MOJUMepa MyTeM a3UJUPOBaHMS JTOCTYIHOrO (BbITyckaeMoro 3aBojoM «llomumup»
OAO «Hadtan») cononmmMepa akpWIOHUTpPWIA, METHJIAKPHIATa U 2-aKpHIaMUI0-2-MEeTHITIPOIaHCYTb(O-
KUCIOTHI (93 : 6 : 1), MCIONB3YIOLIErocs sl POU3BOACTBA MOJHAKPHIOHUTPUIILHOTO BosiokHa «Hutpon JI-5»:

NaN,, NH,CI

TIM®DA,
80-120 °C
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YcTaHOBIIEHO, YTO HAJIMYHE B UCXOAHOM IOJIMMEpE 3BEHHEB METHJIAKpHJIaTa U 2-aKpuiaMHI0-2-METHII-
[IPONAHCYNIB(GOKHUCIOTH HE MPEMSATCTBYET OCYILIECTBICHHUIO allllapaTypHO OJHOCTAJAUHHOTO IIpoLecca ero Te-
TPa30JIMPOBAHUS U MOCIeIyIoIero Metuiauposanus. [Ipu sTom mpouecc o6pa3oBaHus MOIUMeEpa MpaKTHde-
CKI HE OTJIMYAETCS OT TaKOBOTO Ul TOMOIOIMMEpA aKPHIIOHUTPHIIA, a TIOJIy4aeMbId TETPa30ICoAepKalui
COTOJIMMED MO CBOUM (PU3UKO-XUMHUYECKHM XapaKTEPUCTHKAM, B YACTHOCTU PACTBOPUMOCTH, HE OTIIMYACTCS
ot oopasnoB MIIBT, moiay4eHHBIX U3 YHCTOTO MOTHMAKPUIOHUTPHTIA.

3aKjaoueHune

B pesynbrare npoBeACHHBIX UCCIIEN0BAHUH [10Ka3aHO, 4To Ipouecc noaydenus MIIBT kak npu ucnosb-
30BaHHUU B KQUECTBE UCXOIHOI'O ChIPbsl TOMONOIMMEPA AKPUIIOHUTPUIIA, TAK U IIPOMBIIIIEHHO BBIITYCKAEMOI'0
€ro CONoJMMEpa ¢ METHWIAKPHIATOM M 2-aKpHIaMHUI0-2-METHIPONAaHCYIb(POKUCIOTON MOXKET OBITh OCY-
mecTsiIeH 0e3 nmpomexxyTouroro BeiaeneHus [IBT. [Ipu aToM TpeOyemblil IpOAYKT MO COCTaBy, CTPYKType
1 CBOWMCTBAaM MPAKTHUYECKU HJCHTUYEH TAKOBOMY, ITOJIyYEHHOMY C HCIIOJIIB30BAHMEM ABYXCTAIUHHOIO IIPO-
necca. Bo3MoXHOCTB 0TKa3a 0T poMexyTouHoro BeiaesneHust IIBT no3BosisieT B ABa pa3a yMEHBIINUTh KOJIM-
4eCTBO HE00X0uMOoro Juts u3rorosyieHuss MIIBT aumernidopmaMuia, HCKIIFOYUTD U3 IIPOIECCa HCII0Ib30Ba-
aue pacteopa HCI, a Taxske CyIieCTBEHHO yMEHBIIHTH BDEMEHHBIE U SHEPTETHUYECKUE 3aTPaThl HA TIPOBEICHHUE
rporecca.
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