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O.B. babkuna, B.T. Hosuxos, A.C. Knazes, K.B. Anexceenko

CIIOCOB MOJYYEHUSA I''TAKOJUIA U3 ITUKOJEBOM KUCJIOTHI
C BICOKOI CTEHNEHBIO KOHBEPCHUH

Paboma evinonnena npu gunancogoii noooepcxke Munucmepcemaa oopasosanus u nayku P® (konmpaxm Ne 16.522.11.2006).

Pa3paboTaHb! yCIIOBHS CHHTE3a [NIHKOJIMAA U3 TNIHKOIEBOU KHCIOTH ¢ BBICOKOH CTEIEHbI0 KOHBepCcHH, nocturaromeii 90 mace. %, de-
pe3 CTa/IuI0 MOTyYEHHUs! OJIUTOTTINKOJIEBOM KUCIOTHI. Y CTAHOBIICHO, YTO ISl MOJIyYEHHs OJIMTOMepa KOHJICHCAIMEeH TIIMKONEBOI KUCIIO-
TBI HEOOXOJ[MMO OTTOHATH 00pPa3yIOLyIOCS BOAY BHauajie IpH aTMOC(HEPHOM JaBJICHHH, a IOTOM M 1oj BakyymoM. Ha ocHoBe momy-
YEHHBIX JAHHBIX O BBIXOJE MONMI(PHUPA OKCUYKCYCHOH KHCIOTHI IIOKA3aHO, YTO JJI yMEHBIICHHS TOOOYHBIX PeaKIHii He0OXOJUMO HC-
I10JIb30BATh a30THYIO NIPOIYBKY peaktopa. i yBeInueHus BBIX0/a MIMKOJIHIA-ChIPIa H3 OJUroMepa TpedyeTcsl HCIONb30BaTh TOHKO-
IUICHOYHBIH POTAILMOHHBIN HCIAPHUTEIb, JEIOINMEPU3ALIMIO OJIUTOTIINKOJIEBOM KUCIOTBI M OTTOHKY 00pa3yoIerocs rIMKOIH/IA po-
BOJIMTH IIPH MOBBIIEHHOH Temmeparype (170-280°C) u B BakyyMme (< 20 MM pT. CT.) B IPHCYTCTBUH KaTtaiu3aropa (Sb,0s3) u ra3oo6-

pa3Horo asoTa.

KiroueBbie ciioBa: TIIMKOJIU, 6H0pa3naraeMLIe TIOJTUMEDPBI; crmocob CHHTE3a.

['mukonmun sBIsIeTCST MeHee MyOIHMYHBIM 3(HUPOM, €ro
UCIIOJIb30BaHUE OIPAaHUYCHO M3-32 BBICOKOH TI'MAPOQHIb-
HOCTH, HO IMEHHO 3TO CBOMCTBO MO3BOJISIET MCIIONB30BATh
€ro B KadyecTBE OCHOBBI AJISI MOJy4eHHs Ouonerpaaupye-
MBIX TIOJMMEPOB U l/I3JICJ'II/II>i MEIUIIUMHCKOTO Ha3HA4YCHUS.
st monmydenust riukonuaa (1,4-nmuokcan-2,5-110H) cyiie-
CTBYET HECKOJIBKO CII0COOOB, HO HamboJiee aKTyaJbHBIMU
SIBIISIFOTCSL CIIEyIOIIHE:

— W3 TJIMKOJIEBOM KHCIIOTBI: IOJMKOHAEHCAIMS TIHKO-
JIeBOI KHUCIIOTHI, TOJIyYeHHE OJIMTOMEpa M €ro AenonMe-
pu3anus;

— M3 MOHOXJIOPYKCYCHOHM KHCJIOTBI: MOHOXJIOPYKCYCHYIO
Kucioty HeWrpamm3yror NaOH, 3aTeM mpOMBIBArOT amero-
HOM U OT()MIBTPOBBIBAIOT XJIOPHI HATPHSA; HOCIE OTTOHKU
npuMeceil ipu Temrepatype Oonee 200°C monydaroT Tim-
KOJTU]T Yuepe3 Orurod(Gup riIMKOJICBON KMCIOTHI [1].

Jliist 00e3BOKMBaHMS TIPOMBIIITIEHHBIX BOAHBIX PAacTBO-
POB I'JIMKOJIEBOM KHUCJIOTBI UCIOJb3YIOT IPOCTYIO U BaKy-
YMHYIO NIEpEroHKY BoJbL. sl yckopeHus aToro mpoiiecca
PEKOMEHIYIOT HCIOJIb30BaTh a3€0TPOIHYIO OTTOHKY BOJIBI
C Pa3IMYHBIMH a3e0TPONO0OpPA30BATENSIMH, HO IPH 3TOM
00pasyroTcsi OTXO/bI, KOTOpbIe TpeOyeTcsl yTHIN3UPOBATh
WM 00e3BpeXHBaTh.

[IpoBeneHne YUCTO TEPMHUUECKOW IONMKOHIEHCALIUU
TJIMKOJIEBOM KHCIOTHI IPH aTMOC(EPHOM IABICHUH U TEM-
nepatype 100-130°C obecnieunBaet moiydeHne HH3KOMO-

JEKYJSIPHOTO OJIMTOMEpPA CO CPEOHEH CTETeHBIO MOJIIMe-
pHU3aIyH, MPH 3TOM BO3MOXHO OOpa30BaHHE CMOJHMCTBHIX
MpOAYKTOB. B memom mporecc moirydeHus TNIHKONUAA W3
TJINKOJIEBOM KUCIIOTHI SIBIIIETCS O0Jiee CI0KHBIM B CpaBHe-
HUU C MOJYYCHHUEM JIaKTUAA U3 MOJIOYHOMH KHUCJIOTBI, 4YTO
CBS3aHO C IOHWXXCHHOU TEPMOCTOMKOCTBI) CAMOM IJIMKO-
JIEBOW KUCIIOTBHI.

OTtpaboTaHHBIH B X0/I€ MCCIIEOBAHUN CIIOCO0 IoITyde-
HUS TJIMKONWAA [2] BKJIIOYAET CTaJWIO OJIMTOMEpU3aINN
IIPY HarpeBaHWW U JICTIOJIMMEPH3allK TIPH HarpeBaHUH B
BaKyyMe.

Jlns cuHTe3a ucmosib3oBaHa 64—65%-Hasi TIIMKOJIEBas
KHCJIOTa, TIoJy4yeHHas 1o peakunu Kannunuapo — Tumien-
ko u3 40%-noro rimokcans npoussoactsa OO0 «Hoso-
XFM.

Jlnst 00e3BOKMBaHUS TJIMKOJIEBOH KHCIOTHI PacTBOP
MIOMEIIAETCs] B BHINAPHYIO KOJIOY TOHKOIJIEHOYHOTO pOTa-
IMOHHOTO MCIApUTeNs MNpH IOCTOSHHON Iojade a3oTa
(0,5 n/mun) ¢ 0,3-0,5% wMaccoBeix Katanuzaropa (ZnO),
HarpeBaercsi 10 120°C mpu arMocdepHOM IaBieHUH, C
MOCJIEAYIOIUM OXJIAK/ICHHEM MOJIY4YEHHOTO JUCTHIIIATA
BOJION W KOHACHCANHEH B XOJIOMWIBHUKE, OXJIAXICHUEM
PEaKLMOHHOW MacChl OJUIOMEPA TIJIMKOJIEBOM KHCIIOTBHI.
[Ipu 5TOM MOJIy4arOT OJUTOMEP C MOJEKYJISAPHOM Maccou
1o 5000. JlaHHBIE IO CHHTE3Y OJMTrOMEpa MPEeACTaBICHH B
Tabm. 1.

Tab6numa 1
JlaHHbIe 10 CHHTE3aM OJIMTOMepa IIHKO0/1eBOi KUCI0THI
OO6bEM IITMKOJIEBOM KHCIIOTHI, M OtroH Bobl noCie MepBOH CTaH, Mt Macca nonuaupa, r Beixox nonuadupa, %
bes Bakyyma Ilox BakyymoM
30 10 2 16,5 64,6
30 12,5 2,7 19,5 76,4
30 11,5 3,1 18,3 71,7
30 11 3 17,6 68,9
40 13,5 3,9 21,5 80
40 18 2 243 90
50 25,5 1 28 84
50 16,7 4 28,5 85
50 24 2,5 30,1 89,9
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B xozxe npoBeneHus ucciaenoBaHUuil HaMU YCTaHOBIIEHO,
YTO JUI JOCTHKESHHSI BBICOKOTO BBIX0Ja riukoauaa (90% u
BbIIIE) TPeOYyeTCsl HCIOIb30BaHUE POTOPHOTO MJIEHOYHOTO
I/ICHapI/lTeJ'IH. HpI/IMeHeHI/le O6bl‘iHI)IX CMKOCTHBIX annapa—
TOB C MEPEMCIIUBAIOIIAM YCTPOWCTBOM W 0€3 MEIIaIoK
MPUBOJIUT K CHWXKEHUIO Bbixoaa riukonuna 1o 30-50%.
B cBsI3M ¢ 3THM OTrOHKY BOJBI OCYHICCTBISUIM B TCUCHHUE
3—4 9 B TOHKOIUICHOYHOM POTAI[IOHHOM HCHapUTeNe, Mo-
CTeTeHHO co3maBas BakyyM 300 MM pT. CT. U yBeIHUHBAs
Temnepatypy pactBopa mo 140-150°C u Beime. Heckon-
JIEHCHPOBABIINECS Maphl, OTCAChIBaeMble MEMOpaHHBIM
BakyyMHBIM HacocoMm LABOPORT N 820.3. FT.18, mo-
CIEAOBATENBHO MPOXOIAT JIOBYIIKY, OXJaXIaeMYIO
KHUJKAM a30TOM, M JIOBYIIKY, HAIOJTHCHHYIO MPOKAJICH-
HBIM CHJIMKArejieM, W Jajiee COpachIBAIOTCS IMOJ TATY.

225-230 mu1 BBIKJIIOYAETCS] HArpeB, cOpachIBaeTCs BaKy-
YM H B PEaKIHOHHYIO Maccy BHOCAT KaranuzaTtop (ZnO)
0,3-0,5% MaccoBBIX.

[Tpu nmonyuenun odvema muctuiuisita 100-110 Mo Ba-
KyyM yBEJIHUYUBAIOT 10 150 MM pT. CT., a TemMmeparypy — 10
175-185°C u nmpoaoxkaroT OTTOHKY BOJbI, BELAETISIOILEHCS
IIpU KOHJAEHCALMK TJIMKOJIEeBOH Kuciotel. [locne mpekpa-
IIEHHUs OTTOHKH BOJBI (4—6 4) OTKIIIOYAeTCsl HarpeB poTa-
IIMOHHOTO MCHIapHTeIs, COpackIBacTCsl BAKyyM M MEPEKPHI-
BaeTcs rojayda azora. PeaknnoHHas Macca OJMroMepa BbI-
JIMBaeTCAd TOHKHM CJIOEM B SMaJMPOBaHHBIN 1mojnoH. Kon-
JICHCAT JIETYy4YNX BELIECTB CIMBAETCSA M3 IMPHUEMHHKA B M-
KOCTb Ul BPEMEHHOTO XpaHEeHus. B kauecTBe mpoMexy-
TOYHOTO MPOAYKTA MPU CHHTE3€ YMCTOTrO TIIMKOJIN/A HOITy-
YalT OJIMTOIVIMKOJIEBYIO KHUCJIOTY, CBOMCTBA KOTOPOH

I[Ipu  mosydyenum  obmero oObeMa  JAUCTWILISITA  HPEACTAaBIICHBI B Ta0M. 2.
Tabnuma 2
CBoiicTBa 0JIMIOIIHKO/I€BOI KHCIOTBI
IlokazaTenb, pa3MepHOCTh 3HaueHus oKa3zaTesst MeTo/i KOHTPOJIS WJIM aHAJIHU3a
. OrtBepaeBIIas CMOJIa OT IPO3PAYHOro 0 JKEITOBATOTO L[BETA,
Bueunuii Bujg Busyansno
BHaYaJIe JINMKas Ha OIIYIb
Temneparypa miasienus, °C >80 Tlo npubopy
Yucso ombuienusi, Mmr KOH/r 750+770 Ilo meTouke
Cogepxanue rpynn [COOH] 0,5+1 Mr-skxs/r Ilo meroauke
TBepocTb Pactupaercs B cTynke
PactBopuMocTh:
— B BOZIE He pacTBopsieTcsi, HO IIOCTEIIEHHO pa3iiaraeTcst
— B OPraHUYECKHUX PACTBOPUTEIISX He pactBopsieTcsi B OOBIMHBIX PACTBOPHTEIAX, HO PACTBOPSETCS MPH a
HarpeBaHuM B cMecH (eHoI : Toayora = 65:35 macc. 4.
Bonoif, BOIHBIMH [I€JI0YaMU, aMMHAKOM, aMUHAMU, TIEPBHYHBIMA U
XUMHYECKH paziaraercs -
BTOPUYHBIMH, CITMPTAMHU, OCOOCHHO IIPU HarpPeBaHHU
Tepmudecku pasnaraercs 3ameTHO pa3naraercs pu Temmeparype Boime 200°C -

3acTeIBIIas Macca OJMTOMEpa B3BEUIMBACTCS, K HEH
nmobasmsercs 0,5-1,5% maccoBpix katamuzatopa (Sb,O3) u
CMECH TIIATEIFHO MEPETHPACTCS B CTYIIKE.

[TomyueHHass cMech 3arpy’KaeTcsi B yCTaHOBKY AJIS Tie-
PEroHKM B BaKyyMe, IMPOAYBAaeTCs a30TOM, BKIIOYAETCS
HarpeB 3JEKTPOMArHUTHOW MELIAJKH, CO3/1aeTCsi BaKyyM
10-15 MM pr. cr.,, U ycraHoBKa HarpeBaercsi g0 270—
280°C. IlepemelninBaHue peakLIMOHHOM MAacChl OCYIIECTB-
nsiercst  6apOOTMpOBaHMEM CyXuM a3oToM. Yepe3 uac
HarpeBa OJIMTOMEPa HAYHMHACT OTTOHATHCS TIHKOJICBas
KHCJIOTa B BHJE IPO3PAYHOTO WIIM HKEITOBATOIO Macia.
[MpueMHUK OUCTHILIATA OXJIAXKIAICA JBIOM. HeckoHmeH-
CHpPOBABIIKECS Iaphl, OTCACHIBAEMBIC BAKYyMHBIM MEM-
OpaHHBIM HACOCOM, MMPOXOAAT IOCIIEAOBATEIHHO JIOBYIIKY,
OXJTAXKAAEMYIO0 KHIKAM a30TOM, M JIOBYIIKY, HAIOJIHEH-
HYIO TPOKAJICHHBIM CHJIMIKAareyieM, M Jajnee cOpachIBalOTCs
noj Tsry. [Ipouecc nponomkaeTcs 10 OKOHYaHUs BbIJEIe-
HU TTIMKOJIMAa-ChIpla.

Ilony4eHHBI TIIMKOJIUA-CHIPELl KPUCTALNIM30BAJICS B
MpueMHOW Koj0e, KOTopas 3aTeM B3BelIMBanach. B 3aBu-
CHUMOCTH OT Ka4eCTBa MCXOJHOW TIMKOJICBON KHCIOTHI IO~
Jydancsl TIUKOIUA-ChIpel ¢ f,; = 70-75°C. Brixoa ~90%.
CBOMCTBa TIIUKOJUIa-ChIPIIA PEICTABIICHBI B Ta0II. 3.

JJIe OYHMCTKY TONYYEHHOTO TIIMKOJHMOA-CHIpLA OT OJH-
TOMEpOB, TJIMKOJICBOM KHCIOTHI M JAPYTHX NpUMeEced OH
TPKIBI TTEPEKPUCTAIUTN30BBIBAJICA U3 STHIIANeTaTa U Mpo-
MBIBAJICS] 3TUM JK€ pacTBopHuTeneM. [lepBas mepexpucTam-
3a0Msl  TIMKONWAA-CHIpIia TPOBOMMIACE B CTaHAAPTHON
YCTaHOBKE, COCTOSIIEH U3 KPYTJIOZOHHONW KOJOBI, 0OpaTHO-
r'0 XOJIOIIbHUKA U KojOoHarpesatens ES-4100. [{ist atoro

TIOJY9EHHBIH TIUKOIUA-CHIPEN] TIEPSHOCHIICS B KPYTJIOIOH-
HyI0 K0J0y ¥ K HeMy J00aBISsUICS MAaTOYHUK TPEThel Imepe-
KPHCTAJUTM3AIMN B KOJIIYecTBe ~ 2 MII/T. KursiaeHne Macchl
ocymecTBIsUIoCh B Tederne 10 muH. [Tpn Hammann TBepabIX
OCTaTKOB B PacTBOPE MPOBOAMIIOCH Topsiuee (QHIBTPOBAHME.
Jlnst puipTpanu UCIoib30Baiu (GUIBTPOBAIBHYIO Oymary
OB u 1abopaTopHYO YCTAaHOBKY (DMIBTpaIlMd B BaKyyMe,
BKiItovasi koi0y byHsena, BopoHky Broxnepa, repmernsu-
pYIOIINE COeAUHEHNUS, BaKyyMHBIN IIUIAHT U BOAOCTPYHHBIN
Hacoc. BTopas u TpeTbs nepekpucTaIn3aliuy IPOBOANUINCH
AHAJIOTUYHO, HO CO CBEXHM 3TUJIALIETATOM.

OuncTka INIHKONUAA OCYLIECTBISETCA NMPH KOHTPOJE
CONIEpXKAHUS OJMTOMEPOB M KOHTPOJIE COAEp KaHUs Kap-
OOKCHJIBHBIX TPYNII B MOHOMEpE, IPOBOAMMEIX IO pa3pa-
0OTaHHBIM METOIMKaM H3MepeHHuil: «MeToanka Hu3Mepe-
HUM MACCOBBIX JOJied TMpUMeced, cojaepKaumx Kap-
OGOKCHJIBHYIO TPYIILy, B MOHOMEpaX JIAKTHUAA W TIUKOIHIA
TUTPUMETPUUECKUM METOJOM C IOTEHIMOMETPUYECKUM
OKOHuYaHHeM» U «MeTouKa OLEHKH HaJH4YHs/OTCYTCTBUS
OJIMTOMEPOB B TTIUKOJIH/IE U JTaKTHIE).

Cyuika npoAyKTa IpOBOAMIACH B BAKYYMHOM CYIIUJIb-
HOM MIKa(y MoJ a30THOW MOIYIIKOW TIpU TeMIiepartype 45—
50°C. Tlomy4arorcst Oenble KPUCTAIIBI TIUKOIUIA C TEM-
nepatypoit mnaBineHus 95°C. KoHTposb kadecTBa IpOBO-
JIAITN C UCTIONB30BaHUEM pa3pabOTaHHBIX METOIUK «MeTo-
JIMKa U3MEPEHUI MacCOBOM JIOJIM BJIarM B MOHOMEpAx JIaK-
TUAA U TJIMKOJNWAA TPAaBUMETPUYIECKUM MeTofoM» u «Me-
TOIWKA M3MEPEHUH TeMIepaTyphl IUIaBICHUS MOHOMEPOB
TJINKOJI/IA U JTAKTHIA KAMWUIIPHBIM METOJIOM C TIPUMEHe-
HueM npubopa “Buchi”».
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Tabnuma 3

CpoiicTBa IVIMKOJIMAA-ChIPLIA

[Tapamerp INoka3zarenb
Brewmuit i 3aKpPICTaHJ'IPI%0BaBIJ.IMI>’ICﬂ pacIrIaB OT IPO3PAYHOTO O CBETIIO-JKEITOrO IIBETA C BKIIOUE-
HUSIMH BSI3KOH XKHUAKOCTH
Temneparypa mnasnenus, °C > 65
Teepaocth Paspeixsisiercsa mmarenem
Ot160p dhpakuum TUCTHILIATA 100-150°C (0,1-0,7 xITa)
TII0THOCTb pacIuiaBa, Kr/M’ 1300+1450
PactBopHMOCTb B 3pupe 1 DA YacTHYHO pacTBOPSETCS 3a CUET KHUAKUX BKIIOUSHUH U 2+6%
Conepxanue [-COOH] rpynn <~200 MKr-3kB/r
CoJiepKaHUE OJIUTOMEPOB Mmeercs u nomyckaercs

JanbHeiimee XpaHeHUE OYMIEHHOTO TIUKOIUAA OCY-
IIECTBIUIOCH €3 OCTYIa BO3IyXa U MapOB BOIBIL.

[Nepuoanvecky MPOU3BOIMIACH PEreHepalus dTUIIALe-
TaTa U3 MATOYHHUKOB B TOHKOIUIEHOYHOM POTAIHOHHOM
ucnapurene Laborota 4003 Control. Ot6op muctuiuista
STHJIAIleTaTa MPOBOAMIICS MpH Temieparype 73—-76°C mpu
aTMOC(EpHOM JIaBIICHHH.

HccnenoBanus 1moka3ajiy, 4TO MOJTYyYaeMbId TIIHKOJIHI
MOXET OBITh MCIIOJIB30BaH IS TIOJIyYEHUS KaK BBICOKOMO-
JEKYJSIPHOTO TIONUTIUKONUAA (C MOJEKYJIPHOW Maccoi
6oxee 100 000), uMeromero OOIMUPHOE CAMOCTOSITEIHHOE
NPUMEHEHHE, TaK U PA3INYHbIX CONOIMMEPOB, U B 0COOCH-
HOCTH CONOJMMEPA, MOITy4aeMOro U3 JaKTHAA U TJIUKOJIH-
J1a, UCIIONIb3YEeMOTro ISl OMopa3iaraeMbIX IOBHBIX HUTEH.
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