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(54) CIIOCOB ITOJIVUEHMW A ITPECC-IIOPOIIKOB HA OCHOBE JTMOKCUJOA INPKOHUW A AJIA

MN3IrOTOBJIEHN I KEPAMUKU
(57) Pedepar:

N300peTeHne MoOXeT OBITH UCIOIB30BAHO MPU
W3TOTOBJIEHWH (PYHKUMOHATIBHOM W TEXHUYECKO
KE€paMUK{, OJIEKTPOJUTHOIO MaTepuaia s
TBEPAOOKCUIHBIX TOIUIMBHBIX 3JIEMEHTOB, PEXKYIIUX
WHCTPYMEHTOB, COIle], MOJMMIHUKOB. Crocod
IIOJIly4eHUss TMOPOLIKOB JUOKCUOA  LUPKOHUS,
CTaOUIIM3UPOBAHHOTO UTTPUEM, BKJIIOYAET
IIPUTOTOBJIEHUE PACTBOPOB COJIEW LUPKOHUS U
UTTpUs, (GOPMUPOBAHME OCHOBHOTO cyjbdara
UUPKOHUSA METOJOM  TEPMOIUMAPOIU3a IIyTEM
CMEILMBAHUA UCXOAHBIX PACTBOPOB COJIM UUPKOHUS
U CylIb(paTU3UPYIOLIEr0 areHTa IpU KOMHATHOM
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temnepatype. CTaauio TepMOTUAPOIN3A IPOBOAST
B TPHUCYTCTBUM CYJIb(}aT-UOHOB IPU MOJIBHOM

cootrowmenuu SO, %/Zr* 01 0,4 110 0,6 ¢ nanbHeHIIIM

HarpeBoM 10 Temmepatypel oT 60 mo 70°C c
BeIIEpkKOM OT 30 mo 90 wmwmH, moOaBiICHHEM
pactBopa coJM WTTpUSL K TIOJIyYeHHOMY Ha
MpenplAyIed  CTagud  OCHOBHOMY  Cyib(ary
UPKOHUS. 3aTEM MIPOBOJIAT COBMECTHOE OCAXKICHHE
TUAPOKCUIOB BOJIHBIM  PAcCTBOPOM aMMHAaKa,
MIPOMBIBKY OCaJIKa THIPOKCHIOB METAJLIOB IO
KOHIIEHTpaIVH XJIOPHU/I- UIIW HUTPAT-UOHOB He Ooiree
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0,01 MOJ'H:/,Z[MS, Harpes CYCIIEH3UU IIPU TEMIIEPATYpE
oT 100°C mo 130°C c Beiaepxkoit mo 12 4. anee
MIPOBOJSIT CYLIKY M O0KHUT ITIOJIYYEHHOT'O OCaKa IPU
temriepatype oT 900°C mo 1100°C, coBMeCTHBIH
TTIOMOJI ITOJIYYEHHOTO MOPOIIKa ¢ T00aBKOM OKchaa
amromuaus ot 0,1 1o 0,3 Mmac.% B TeueHUe He MeHee

(56) (mpomoKeHue):

4 4y, TpaHyIUpOBaHHWE TMOPOLIKA METOIAOM
pacnbUIMTENIBHON cymku. M300peTeHue mo3Boser
MOJIy4aTh IIPECC-MIOPOIIOK Ha OCHOBE IMOKCHIA
OUPKOHUS [UJIS W3TOTOBJIGHUS BBICOKOIUIOTHOM

3
KEpPaMUKM C IUIOTHOCTBHIO HE MeHee 5,95 r/am’”. 1
Tabm1., 8 Tmp.

YaCTHIHO-CTAOMIH3APOBAHHOTO JHOKCH/IA IUPKOHUS 30JIb-T'€JIb TEXHOJIOruel (0030p), Y CIieXu B XUMUHM W XUMHYIECKON
TEXHOJIOTHHU: ¢0. Hayd. Tp., ToM XXXVI, N 3 (252), Mocksa, PXTY um. JI. 1. Menneneesa, 2022, cc. 35-38.
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(54) METHOD OF PRODUCING MOLDING POWDERS BASED ON ZIRCONIUM DIOXIDE FOR MAKING

CERAMICS
(57) Abstract:

FIELD: ceramics.

SUBSTANCE: invention can be used in production
of functional and technical ceramics, electrolyte material
for solid oxide fuel elements, cutting tools, nozzles,
bearings. Method of producing yttrium-stabilized
zirconium dioxide powders involves preparing solutions
of zirconium and yttrium salts, formation of basic
zirconium sulphate by thermal hydrolysis by mixing
initial solutions of a zirconium salt and a sulphating
agent at room temperature. Thermohydrolysis step is
carried out in the presence of sulphate ions with a molar

ratio of SO42/Zr4+ from 0.4 to 0.6 with further heating

to temperature of 60 to 70 °C with holding for 30 to
90 minutes, adding a solution of yttrium salt to the
basic zirconium sulphate obtained at the previous step.
Method then includes coprecipitation of hydroxides

Crp.: 3

with aqueous ammonia solution, washing precipitate
of metal hydroxides to concentration of chloride or

nitrate ions of not more than 0.01 mol/dm3, heating the
suspension at temperature of 100 °C to 130 °C with
holding for up to 12 hours. Further, the obtained
precipitate is dried and annealed at temperature of
900 °Cto 1,100 °C, combined grinding of obtained
powder with addition of aluminum oxide from 0.1 to
0.3 wt.% for at least 4 hours, powder granulation by
spray drying.

EFFECT: invention enables to obtain molding
powder based on zirconium dioxide for making high-
density ceramics with density of not less than 5.95 g/

dm’.
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[Topomku AMoKcUaa HIMPKOHMS, CTAOUITM3UPOBAHHOTO UTTPUEM, IIMPOKO UCTIOIB3YIOTCS
JUUIS UBTOTOBJIEHUS (PYHKIIMOHATBHOM U TEXHUYECKOM KePAMUKH, B TOM YHCJIE MEIUIUHCKOTO
HAa3HAYEHUSI, 3JIEKTPOJIMTHOTO MaTEpHUAla sl TBEPIOOKCHUIHBIX TOIJIMBHBIX 3JIEMEHTOB,
PEXYIIMX UHCTPYMEHTOB, COIIEN, MOAIMIHUKOB U Ap. Hanbosee npocTsiM ciocoboM
(GhopMUPOBAHUS KEPAMUKH SIBIISIETCSI OJTHOOCHOE ITPECCOBAHUE, TOITOMY OOJIBIIIOE KOJTUUECTBO
UCCIIeIOBAHUI pa3pabOTOK HAMPABJICHO Ha MOJIYYeHHE IOPOILIKOB, KOTOPBIE ITOCIIE
MIPECCOBAHMS U CIIEKaHUST (POPMHUPYIOT BBICOKOIUIOTHBIE KEPAMUUECKHE U3IICITHS.

N3zBecten crioco6 (US 9309157 B2) nmosty4eHust MOPOIIKOB ISl U3TOTOBJIEHUST KEPAMUKHU.

BoiHbIl pacTBOP IEIOYHOTO METAJIIA C KOHLEHTpanuer 0,4 MOJIB/IM® NIPUWIMBAIOT K PACTBOPY
okcuxyiopuaa uupkonus ([OH)/[Zr]=0,02) mi1st nosydeHus 305181 TUAPATUPOBAHHOTO OKCHJIA
UUPKOHHUS B XOJI€ TUAPOJIN3A [IPU TeMIIepaType KurieHus: B reuenue 350 yacos. [1oyueHHbIN
30J1b SIBJISIETCS] CTAPTOBBIM PACTBOPOM JIJI4 CIIEAYIOLIEH CTaAUN THAPOIIM3a IIPU TEMIIEPATYPE
kuneHus B TeueHre 200 yacoB ¢ 100aBIIEHHEM BOJHOTO paCcTBOPa IIEJI0OYHOTO METaJljIa U
pacTBopa OKCUXJIOpUaa HMpKoHUs. PacTBOp xyiopuaa UTTpust 100aBISIOT K 307110
TUAPATUPOBAHHOTO OKCHJIA IMPKOHMUS B 3aITaHHOM COOTHOILIIEHUM (2-4 Moi1. %). 3aTem
MPOBOAAT 00XUT nopoika npu remnepatype ot 1000 go 1250°C. [lanee roTOBSIT CyCIIEH3UIO
MIOJIYYEHHOT' O TTIOPOIIIKA HA OCHOBE TMOKCUA IMPKOHUS Y OKCHIA AJIFOMUHUS U IOABEPratoT
1omouy B TeueHue 24 yacos. [1onydaroT rpaHysbsl METOIOM PACIIBUIMTEIbHON CYILKH.

Kepamuky rpeccyroT METO0M XOJIOAHOTO MPECCOBAHUS 2 T/eM® ¢ nabHeIMM CrieKaHneM
nipu remnepatype 1350-1450°C. HegocraTkamu crioco0a sIBISIIOTCS BBICOKAS! JUIMTENIBHOCTD
Y HEPro3aTpaThl HA CTAJIMU TUAPOJIN3A PACTBOPA COJIU LUPKOHMSL.

Haubomnee 6;1u3KkuM K 3asiBJICHHOMY SIBJISIETCSI CITOCOO CMHTE3a MOPOIITKOB JUOKCUIA
LUPKOHMS ISl ITOJTyYEHUS] BBICOKOIUIOTHOW KEpaMMKH, onMcaHHbId B mateHte US 10196313
B1. PacTBop conu IMpKOHUS HATPEBAIOT U BBIICPKMBAIOT ITpU TeMnepartype oT 75 go 98°C.
PactBop cynbdaTupyroiero areHTa HarpeBaroT A0 TAKOM kKe TeMIIEpaTypbl U TOOABIISIOT K

PacTBOPY COJIM UUPKOHUS ITPU MePEMEIMBAHUY (TIPU 3TOM OTHOIIICHUE SO42'/Zr4Jr HaXOJIUTCS

B nuana3one ot 0,3 10 0,8), moitydasi CyCreH3uI0 OCHOBHOTO CcyiIbdaTa IMPKOHMS. 3aTeM
PaCTBOP COJIM UTTPUS IPUIIMBAIOT K ITOJIYYEHHOM CycrieH3uu. Jlaee MpoBOAAT pEaKLUIO
HENTpaM3alyu pacTBOPOM IIETIOYHOr0 MeTasla 10 3HaueHuil pH He menee 10 11 monyyeHust
rUAPOKCUIOB. [ToydeHHbIe TUIPATUPOBAHHBIE OKCHIIBI IPOMBIBAIOT BOJOM U O0KUTaIOT
nipu Temnepartype ot 1000 1o 1200°C. K okcuay HMpKOHUS, CTAOMIM3UPOBAHHOMY UTTPUEM
TOOABIISIOT OKCUJI AJTIOMUHUS U TIPOBOJIAT MMOMOJT B TeueHue 30 yacoB, gajiee cymaT npu
120°C. MeTo1oM THIPOCTATUIECKOTO TPEcCCOBAHMS (DOPMYIOT KEPAMUKY C JATbHEHIIINM
criekaHueM rmpu Temmnepatype 1450°C. HemoctaTkoMm criocoda SIBIISIIOTCS CJI0KHOCTD CTaIuU
MIPUTOTOBJIEHHUSI OCHOBHOTO CYJIb(paTa MPKOHUS, BBICOKASI ITTUTEIbHOCTH TOMOJIA TIOPOIIIKA,
a TaK)Ke HECTAOMIIbHOCTb CBOMCTB MOPOIIIKA.

3asBJICHHBIN TEXHUYECKUM PE3yIbTAaT JOCTUTAETCS 34 CUET IMOJIyUYEHHUST BHICOKOM
JTUCTIEPCHOCTH U YAETTbHON ITOBEPXHOCTHU OPOLIKA TUOKCU/IA IUPKOHMS, CTAOUITM3UPOBAHHOTO
uTTpUeM. Bbicokast AUCTIEPCHOCTh MOPOIIKA 00ECIeYMBAET PABHOMEPHOCTD pacipeiesieHust
YAaCTUL B IIPECC-3arOTOBKE MOCIIE XOJIOAHOTO OJJTHOOCHOI'O ITPECCOBAHUS U IIO3BOJISAET I1OJIy4aTh
OJHOPOJHOCTb CBOMCTB KEPAMUKU. BbICOKAS ynenbHas TOBEPXHOCTH MMO3BOJISIET TIOBBICUTD
CIIEKAEMOCTb KEPAMUKMU 34 CUET YCKOPEHMS IIPOLECCOB MACCOIIEPEHOCA.

BbIcokas IIOTHOCTh M MPOYHOCTh KEPAMMUKH JJOCTUTAETCS 34 CUET MOJIYUYEHHUSI IIPECC-
MOPOIIIKa HA OCHOBE JUOKCHUIA IMPKOHMUS, KOTOPBIN CUHTE3UPYIOT IIyTEM COOTIOICHUS
CIENYIOLIEN IMOCIIETOBATEIILHOCTH OTIEPALUIA:

(1) IIpuroToBiieHUE MHIMBUIYAIBHBIX PACTBOPOB COJIM HUPKOHUS U COJIM UTTPHUS,
MPEANIOYTUTEIIBHO HUTPATA, TMO0 XJIOpHUIa COOTBETCTBYIOLIETO METAIIA, C KOHLEHTpaLuen
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ot 100 F/Z[M3 110 200 F/I[M3 B IIEPECUYETE HA OKCU/IbI METAJLIIOB;
(2) CMmerieHue Mpyu KOMHATHOM TeMIIepaType CyJIb(aTUPYIOIIEro areHTa ¢ paCTBOPOM
COJIM IUPKOHMSI C TOJTyYEHUEM OCHOBHOT O CyJib(haTa HUPKOHUS ITPU MOJTbHOM COOTHOIIICHUU

SO42'/Zr4+0T 0,3 mo 0,8 BKJIIOUUTENBHO, TPpeAnoYTUTENBHO OT 0,4 110 0,6, € TTOCIIenYIOIIUM

HarpeBoM 10 Temriepatypbl 60-90°C BKITIOUMTENBHO, TpeAnouTuTeIbHo 60-70°C, ¢ BBIIEPKKON
ot 30 10 90 MUHYT;

(3) Benenue pacTBopa COIM UTTPUA K ITOJTYYEHHOMY Ha MPEABIYIIENH CTAIUM OCHOBHOMY
cynbhaTy UMPKOHHUS B KoJlnuecTBe oT 4,7 mac. % 1o 5,6 mac. %, MpeAnoYTUTeIbHO OT 4,9
Mmac. % 1o 5,4 mac. %, B mepecuere Ha OKCUJT UTTPHUS OT CyMMbI MACC OKCUIOB LIMPKOHUS U
UTTPUS;

(4) ITpoBeneHue cTa I COBMECTHOTO OCAXKACHUS TUIPOKCUIOB UIMPKOHUS U UTTPUS IIyTEM
JIO3UPOBAHUS CMECH, TIOJIyYEHHOM Ha cTajuu (3), B peaKIMOHHBINA 00BEM, B KOTOPOM
MOJI/IEpKMBAETCS MOCTOIHHOE 3HaueHue pH Ha ypoBHE OT 7 10 9 BKIIIOUMTEIBHO,
MPEANIOUYTUTEIBHO OT 7,5 10 8,5, 32 CYET KOHTPOJIUPYEMOT'O BBEJICHUSI PEATEHTA-0CATUTEIIS
B PEAKIMOHHBIN OOBEM.

(5) OTnenenue ocaaka OT KUAKOM YACTH CYCIIEH3UH JIFOOBIM U3BECTHBIM CITOCOOOM,
MPEAITOYTUTEIIHHO METOA0M (QUIIBTPAUU Ha HYTU-(QUITBTPE U MPOMBIBKA OCaIKa BOTHBIM
pacTBOpoM aMMHaka ¢ KoHueHTpauuer 0,05-1,50 mac. % no conepkaHust HATPAT WK XJIOPU/T

HMOHOB B UIKOM YacTu cycrien3uu He 6oiee 0,01 MOHL/JJM3;

(6) I'mapoTepMmanbHast 00paboTKa CYCIIeH3MU THAPOKCHUIOB METAIIJIOB IIpY TeMIIepaType
oT 100°C no 130°C c BbiaepkKo¥ 10 12 yacoB, npeanouytuteabHo 120°C ¢ BeiaepkKoii 1 yac;

(7) OTaenenue ocaaka OT KUAKOM YACTH CYCIIEH3UH JIFOOBIM U3BECTHBIM CITIOCOOOM,
MPEAOYTUTEIIHHO METOAOM (PUIIBTPALMU HA HYTU-(QUITBTPE;

(8) Cymika moyry4eHHOTO ocagka u 00xwur mpu temrepatype ot 800°C mo 1200°C,
npeanoututeabHo oT 900°C mo 1100°C;

(9) CoBMeCTHBINM TOMOJI TOPOIIKA CMEIIAHHOTO OKCU/IA IUPKOHUS U UTTPUS C TOPOLIKOM
OKcCHJ1a aTroMUHUSA B KoouecTBe oT 0,1 Mac. % no 0,3 mac. %, npeanoyrureiabHo 0,25 Mac.
%, B BOIHOM Cpe/Ie B TCUCHUE HE MEHEE 4 YACOB JIO0 CPETHETO MACCOBOTO IMAMETPA YACTHI]
cycrieHsuu ot 0,7 mo 1,1 Mxm;

(10) Cymika cycrneH3ur METOJI0OM PacIiblia, C NOIYYEHUEM I'PAHYJIMPOBAHHBIX TOPOLIKOB
CMEIIIAaHHOTO OKCHA HUPKOHUS U UTTPUSI.

HccnenoBanue mokasao, 4TO MOJy4eHUEe OCHOBHOTO CyJib(aTa IMPKOHUS B XOJI€ HATPeBa
CMECH pacTBOPA COJIM MUPKOHUS U CYTh()ATUPYIOIIETO areHTa, ¢ MOCIe YOI J00aBKOM
pacTBOpPA COJIM UTTPUSI U OCAXKIICHUEM CMECH, & TAK)KE IIPOMBIBKA CYCIIEH3UU 10 KOHIEHTPALWU

HUTpPAT WK XJI0pUI MOHOB He 6oiee 0,01 MOJIB/IM B KUIKOI YacTu CYCIIEH3MUU C
MOCIIEAYIOIEH rMIpoTepMaIbHON 00paboTKol cycrieH3uu npu 120°C npegoTBpallaoT
CWIbHYIO arperauyio 4acTL TMOKCHIa UUPKOHHUS B MPOLECCE 00U, a TAK)KE MOBBIILIAIOT
IJIOLA/Ib YIEJIBHON IIOBEPXHOCTH MOPOIIKOB TMOKCUIA UMPKOHHUS. JlambHERIIIUI ITOMOJT
HEO0O0XOIMM ISl TOMOT€HHOTO 3aMEIIMBAHUS OKCHUIA ATFOMUHUS U 1€3ar PETMPOBAHUS
IOPOIIKOB. B mpouecce HarpeBa cMecH MPOUCXOIUT YBEIIMYEHUE YUCTIA TTOUSAEPHBIX
TUIPOKCUKOMIUIEKCOB UPKOHUSI, KOTOPbIE CIIOCOOHBI BCTPAUBATh B CTPYKTYPY CyIbdaT-
MOHBI C (POPMHUPOBAHMEM OCHOBHOTO Cyiib(aTa qMpKOoHUs. OCHOBHBIN CyTb(})AT UUPKOHUS B
MIPOLIECCe OCAKIEHHSI POPMUPYET FMIAPOKCUL IUPKOHMUSI, COAEPKALMI B CTPYKTYpPE CyJIbdaT-
noHBL. [IpoMbIBKa rUApOKCHIA LMPKOHUS OT HUTPAT- WK XJIOPUI-UOHOB ITO3BOJISET YIAJIUTH
U30BITOK COJIEH, KOTOPbIE TPUBOIAT K IPOYHOMY arPETMPOBAHUIO YACTHUI] IUPKOHHUS HA
CTa/IMM CyLIKU U 00>xura. [Tpy MOBBILLIEHHON TEMITEpaType 00KUra cyib(haT-MOHbI yIAIISIOTCS,
CIOCOOCTBYS 1€3arpErMpOBAHUIO TUOKCUIA LMPKOHMS. [1oyueHue BbICOKOIITIOTHOM U
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MIPOYHOM KEPAMMKH ITPOUCXOJIUT 3a CUYET MPOLIECCOB MACCOIIEPEHOCA B MPOLECCe CIIEKAHMUS
BBUJ1Y BBICOKOW JUCIIEPCHOCTH U yI€JIbHON MTOBEPXHOCTU MOPOIIKOB HA OCHOBE TMOKCUIA
LUPKOHMSL.

Ha nepBoii ctaauu cuHTe3a MOPOILIKA FOTOBST UHAMBUY AJIbHBIE PACTBOPBI COJIEHN IUPKOHUS
Y UTTPUS, IPEANIOYTUTETbHO HUTPATA, JIMOO XJIOpUAa COOTBETCTBYIOIIETO METAIIA, C

KOHUeHTpanuen ot 100 F/I[M3 110 200 F/I[M3 B IIEpECUYETe HA OKCUBI METAILIOB. [1pun
KOHIIGHTPAIUSIX HI)KE YCTAHOBIIEHHOM I'PaHUIIBI TPeOyeTCs UCITOIb30BaHKE anapaToB
00BIIOT0 00BEMA, UTO HE IEIECOO0Pa3HO ¢ TEXHOJIOTMYECKOM TOUKHU 3PEHHMS, a

UCIOJIb30BAHKUE PACTBOPA C KOHUEHTpauuen cBbiie 200 /M MPUBOJIUT K (OPMUPOBAHUIO
TYCTOM BSI3KOM CYCIIEH3UM OCHOBHOTO CyJib(haTa MUPKOHUS, UTO YCIIOKHSET anmnapaTypHoe
odopMITeHHE TPH JaJIbHEHUIIIEM JO3UPOBAHUM CyCIieH3uH. [IpuroToBsieHre coei MIMPKOHUS
U UTTPUSI BOBMOXKHO IMYTEM PACTBOPEHUSI KAPOOHATOB WJIM OKCUIOB B Pa3IMYHBIX
MUHEPAITBHBIX KUCITIOTaxX. [1o mpenMyiecTBeHHOMY CIOCO0Y pean3auy U300peTeHus IS
MIPUTOTOBJIEHUSI PACTBOPA COJIM UUPKOHHUS UCTIOJIB3YETCSl OCHOBHOM KapOOHAT LMPKOHUS U
KOHIIGHTPUPOBAHHbBIEC a30THAS JIMOO COJISTHASI KUCIOTHI, JISl TTOJIyUYEHUST pacTBOpa UTTPUS
UCIOJIb3YIOT OKCUJT UTTPUSI U KOHLIEHTPUPOBAHHBIE a30THASI IMOO COJISTHASI KUCTIOTHI.

Ha BTOpOI#1 cTamuu cuHTe3a MOPOoIIKa MPOBOIST CTAAUIO TEpMOTUaApon3a. st aToro B
PACTBOP COJIU IUPKOHUS TTPY UHTEHCUBHOM IMEPEMENIMBAHUM U KOMHATHOMN TeMIIepaType

BBOSIT CYJIb(PaTU3UPYIOIIMHI areHT, PU 3TOM MOJIbHOE OTHOIIICHHE SO42'/Zr4+ﬂon>1<H0

HaxoauThcs B auarna3one ot 0,3 10 0,8 BKIIIOUMTENIbHO, IPeAnoyTuTeIbHO oT 0,4 1o 0,6, ¢
MOCJEeIYIOIMM HarpeBoM J10 TemiepaTtypbl 60-90°C BKIIOUUTEIBbHO, TPEATIOUTUTENBHO 60-
70°C. Boibop auarazoHa OTHOIIEHHUS CYTb()aT-HOHOB K MIOHAM UPKOHUS OOYCIIOBJIEH TEM,

YTO P MOJIBHOM OTHOIIEHUHU SO42'/Zr4+MeHee 0,3, obpa3zyeTcst MaJI0€ KOJIMYECTBO

Cy.]'II)(baTI/IZ‘)I/IpOBaHHbIX HaCTul TUMPKOHMS, YTO IIPUBOJIMNT K ITOABJICHHUIO IINIOTHBIX arpe€raToB

Ha CTaJMsIX CYIIKU U oOxura. [Tpu oTHOIIEHUH SO42'/Zr4+6onee 0,8, ecTb BEpOSATHOCTH

00pa3oBaHuUs OOJIBIIIOTO KOJIUYECTBA KPYITHBIX MEPBUYHBIX YACTHIL, UTO TAKKE MIPUBOIUT K
TTOSIBJICHUIO IUTOTHBIX arperaToB. Cylib(haTUPYIOMKUM ar€HTOM MOTYT BBICTYNATh CYJIb(aThl
HATpus, Kaausl, AMMOHMUS, cepHas kucioTa. [IpeanouTurenbHbIM SIBISIETCA BBEICHUE CEPHOMN
KHCIIOTBI WK CYJIb(paTa aMMOHUSI, KOTOPBIE HE COZEPIKAT MPUMECHBIX KATHOHOB. Temmnepartypa
HarpeBa cMmecu cBblle 90°C Henenecoodpa3Ha BBUAY OJIM30CTH K TEMIIEPATYPE KUTIEHUS, a
Hike 60°C - u3-32 BBICOKOM ITPOIOJDKUTEIIBHOCTH IIpoliecca, Tak Kak MoTpedyeT Oobliee
BpEMS BBLICPKKHU. BpeMsi BBIAEPKKY 3aBUCUT OT 33JaHHOM TeMIepaTyphl. Boiiepxka npu
3aJJaHHOM TeMriepaType 6osee 120 MUHYT He Liesiecoo0pa3Ha, ¢ TOUKU 3pEHHUs YBEIIMUEHUS
MPOAOJLKUTEIILHOCTH MIPOLecca.

Ha tpetbeli cTagumn cuHTe3a MOPOIIKA K OCHOBHOMY CYJIb(aTy UMPKOHUS 100aBISIOT
pacTBOP COJIM UTTPUS, IIOJIYUYEHHBbIH Ha cTaauu (1).

Ha geTBepToii cTaauu cMHTE3a MOPOIIKA JUOKCUAA HUPKOHUS IPOBOASAT COBMECTHOE
OCQ’K/IEHUE TUAPOKCUIOB UUPKOHUS U UTTPUSI BOAHBIM pacTBOpOM aMMmuaka. KoHueHTpanus
pacTBOpa aMMHAKa MOKET HAXOAUTHCS B Mana3one oT 5 10 20 mac. %, NpearnoYTUTEIbHO
ot 10 1o 15 mac. %. Vcniosib30BaHUE pacTBOPA aMMHAKa ¢ KOHLEHTPALMEH HUXKE
YCTAHOBJIEHHOM IPaHUIIbI HETEJIeCOOOPAa3HO B CBS3U C YBEIIMUSHHOM JTUTEITLHOCTBIO MPOIIecca,
MPEBBIILIEHUE YCTAHOBJIICHHOM I'PaHUILbI HEKEIATEIbHO BCIIEACTBUE OoJiee IpyOoro
peryaupoBaHus 3HaueHus1 pH B mporecce ocakIeHus1, 4YTO MOKET ITPUBECTH K 00 Pa30BAHUIO
KPYITHBIX LEHTPOB MEPECHIIICHUS, YTO HEFTATUBHO CKAXKETCS HA CBOMCTBAX KOHEYHOTO
NpoyKTa. BoAHBIN pacTBOp aMMHUaKa U CMECh OCHOBHOTO CyJib(haTa IUPKOHUS C PACTBOPOM
COJIA UTTPUS OJTHOBPEMEHHO JIO3UPYIOT B PEAKTOP C MEPEMEIIMBAHUEM MPU MTOJICPKAHUN
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IIOCTOSIHHOTO 3HaueHus pH Ha ypoBHE OT 7 70 9 BKIIIOUMTENBHO, IPEAINIOUYTUTEIBHO OT 7,5
1o 8,5. PerynmupoBanue 3HaueHnst pH cMecr mpoBOASAT 3a CHET KOHTPOJIMPYEMOT'O BBEACHUS
BOJHOT'O pacTBopa ammuaka. KoHTponupyemoe BBeJleHMEe BOJHOI'O pacTBOpa aMMHUaKa
MPEANIOYTUTEIIBHO OCYIIECTBIISTh IPU HOMOIIY CUCTEMBI ABTOMATUYECKOT'O PETYJIMPOBAHUS
peNeiHOTO TUIIa Ha OCHOBE IaTuMKa onpenenenus 3Hauenust pH. s obecrieueHust cMeneHus
BOJITHOT'O pacTBOpa aMMHaKa M CYyCIIEH3UM OCHOBHOTIO CyJib(paTa UMPKOHUS U U3MEPEHUS
3HaueHusl pH cMecn Ha HayaIbHBIX CTA/IMAX IIPOLECCa B PEAKTOP CMEIIEHUS BBOJSAT
HayaJIbHYIO PEAKLMOHHYIO CPEy, MPEANOYTUTEIbHO BOAY.

Ha niaroii cranuu cuHTE3a MOpOLIKA MPOBOAST OTACIIEHUE OCAIKA OT KUAKOW 4acTH
CYCIIEH3UM JTIIOOBIM U3BECTHBIM CIIOCOOOM, NMPEAIOUYTUTEIBHO UCII0JIB30BATh (PUIIBTPALMIO C
MOMOIIIBIO HYTY-PUIbTpa. Jlasee ocaok ruApaTUPOBAHHOTO OKCUA IMPKOHUS TPOMBIBAIOT
pa30aBIEHHBIM BOJIHBIM PACTBOPOM AMMHAKA, IPEANOUYTUTEILHO ¢ KOHUEeHTpauuer 0,1 mac.
%. ITpoMBIBKY OcaJiIka BOBMOKHO ITPOBOAUTH HA (PUIBTPAX pa3HOOOPA3HON KOHCTPYKLHH,
a TaKXXe MyTeM PEemyIblayy OTGUIBTPOBAHHOTO OCAIKa B TPOMBIBOYHOM PACTBODE.
ITpoMBIBKY MPOBOJAT AO TEX MOP, IOKA KOHLUEHTPALKs aHHOHOB COOTBETCTBYIOIIMX COJIEH
METAJIJIOB B )KUIKOW YACTU CYCIEH3UU, PABHOBECHOM C OCaAKOM, cOCTaBUT He OoJee 0,01

MOJIB/IM. ITpoMbIBKa CyCTIEH3UM 10 KOHLIEHTPALMU COOTBETCTBYIOLIMX AaHUOHOB OoJiee
YCTAHOBJIEHHOM I'PAHULIBI MOKET IMTPUBECTH K YXYILLIEHUIO KAUECTBA MOJIy4aeMOI0o IPOAYKTA,
BCJIE/ICTBUE arperaiyu YacTUl| MOPOIIKa TUOKCUIA HUPKOHHUS B MPOLEcce 00KUra.
ITpennouTuTenbHO B MPOLECCE TPOMBIBKUA TPOBOJIUTH KOHTPOJIb KOHUEHTPALMU AaHUOHOB
COOTBETCTBYIOIIUX COJIEH METAJIIIOB B KUJAKOW YaCTH CYCIIEH3MU ITPU TOMOILIU
VMOHCEJIEKTUBHOTO 3JIEKTPOJA.

Ha mecroii ctagmu cuHTE3a MOpOLIKa U3 IPOMBITOIO OCaJKa, IOJIYYEHHOTO Ha
NPEAbIAYIIEH CTaAUN, TOTOBSIT CyCIIEH3UIO U IIPOBOJAT €€ HArpeB 10 TemIiepaTypsl ot 90 no
130°C BKJIIOUMTENIBHO C BBIAEPKKOM CcycrieH3uu /10 12 yacos. [IpeanoyTuTenbHO MPpOBOIUTD
Harpes 110 TeMiepaTtypbl 120°C ¢ Bbeiaepkkod 1 yac. Harpes cycrnieH3uu 10 TeMIiepaTypbl
HWXE YCTAaHOBJIEHHOM I'PAHULIBI TPUBEIET K MHOTOKPATHOMY YBEJIMUEHUIO BPEMEHU BBIICPKKH,
YTO YBEJIMYUT JJIUTEIILHOCTH IIponecca. Harpes cycnensuu 1o temnepatypsl 0osiee 130°C
TpeOyeT OoJiee CJI0KHOM KOHCTPYKLUMH UCTIOJIB3YEMOM alapaTypbl U3-3a 0Opa3oBaHUS
BBICOKOI'0O U30BITOUHOTO JaBiieHus. [1ocie HarpeBa CyclieH3MI0 OXJIaKIa0T 10 KOMHATHON
TEMIIEPATYPbI U MPOBOAAT (DUIBTPALHIO.

Ha cenpmoii craauu cMHTE3a MOPOIIKA MPOBOAAT OTAEIIEHUE OCAAKA OT KUAKOM YacTh
CYCIIEH3UH JTIOOBIM U3BECTHBIM CIIOCOOOM, MPEAIOUYTUTETHHO UCTIOJIH30BATh (PMIIBTPALHUIO C
MMOMOIIIBIO HYTY-(PUITBTPA.

Ha BocbMoi#i cTaguy cuHTE3a MOPOIIKA OTYYEHHBIN 0CaI0K O0XKUTaIOT IPU TEMIIEPATYPe
oT 800°C o 1200°C, mpeanoututeabHo oT 900°C 10 1100°C. OGXKUT ITpy TeMIepaType HUXKe
800°C HexenmaTelleH u3-3a U30BITOYHOTO COJIEPKAHUSI CYIIb(AT-UOHOB B TIOPOIIIKE, 00KUT
Py TEMIIEpAType BblIllIE€ YCTAHOBIEHHON I'PAHULBI TIPUBOJIUT K TPOYHOM arperauyu 4acTull,
YTO HETaTMBHO BJIMSIET HA KAYECTBO MorydyaeMol kepamuku. [lepen o0xurom
MPEANOYTUTEIBHO TPOBECTU CYLIKY OCaJKA JIs yaAaleHHs c1abOoCBs3aHHON BIIATH.

Ha neBdroii craaumu cuHTE3a NOPOIIKA TUOKCUIA UUPKOHUS IIPOBOIST CTAAUIO COBMECTHOTO
IIOMOJIA MOPOIIKA, TOJIYYEHHOI0 Ha NIPEABIAYIIEN CTauM, U ITIOPOLIKA OKCUIA AJTFOMUHUS B
BOJIHOM CpeJie B TeYeHHE HE MEHee 4 4acoB /10 CPETHEr0 MaCCOBOTO IMAMETPa YaCTHIL
cycnensuu ot 0,7 go 1,1 Mmxm. Pazmep yacTui UCIOIb3yEMbIX TOPOILIKOB OKCUIA UTTPUS U
OKCHJA AJIIOMUHUS HE SIBIIAIOTCS MPUHIUITUATIBHBIMU. COBMECTHBINM ITOMOJI TOPOLIKOB
BO3MOYHO ITPOBOJIUTH JIFOOBIM U3BECTHBIM CITOCOOOM, MPEANOUTUTETBHO MPOBOAUTH B
OucepHOM MEIBHUILIE C pa3MEPOM Pa3MOJIbHBIX IAPOB OT 0,5 10 3 MM.

Ha necsaroit cragum cuHTE3a NOPOIIKA TPOBOAST PAHYIUPOBAHUE IOPOLIKOB IMIyTEM
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PACTIBLTUTEILHOMN CYIIIKU TTOJTYUYEHHON CMeCH JIJTsl OOJIErYeHUsl CTa Iy ITPECCOBAHUS TTPU
dbopMoBaHMr KepamMuku. Ha cTaaum pacibUTMTETbHON CYITKH TTPEAIIOYTHTEIIHHO
UCIOJIb30BAHUE OPraHUYECKOT O CBSI3YIOIIET0, 00Jeryaroiiero hopMoBaHUe KEPAMUYECKOTO
uznenus. [IpearnouTuTeibHO UCIIOB3YIOT J0OABKY OPraHUYECKOTO CBS3YIOLIEr0, HE
COJIeprKalllero KaTHOHA MPUMECHOTO METAJIa, TAKUX, KaK nmoJMBUHUINUMPposnaoH (ITBIT)
v nnoyimBMHUIIOBBIN criupT (ITBC).

J1J1s1 TpOBEPKU XapaKTEPUCTUK MOPOIIKOB aBTOPaMu ObliIa U3TOTOBJIEHA 3arOTOBKA U3
KEpPaMUKH IyTEM OJJHOOCHOTO ITPECCOBAHUS TPAHYJIMPOBAHHOTIO MOPOIIKA ITPU AABIEHUU 35
MIIa. CripeccoBaHHYIO 3arOTOBKY cliekaroT nmpu temiepatype 1500°C B TeueHue 2 4acos.
[Tocne criekanust TPOBOAST UBMEPEHUE INIOTHOCTU KEPAMHUKH METOJIOM T'MAPOCTATUYECKOTO
B3BEIIMBAHMS B BOJE U OIIPEAEIIEHUE TTPEEia IPOYHOCTH KEPAMUKU METOOM TPEXTOUEHHOT'O
u3ruoa.

ITpumep 1

I'oTOBAT pacTBOP a30THOKUCIIOTO UUPKOHUS ITyTEM pacTBOpPEHUs 241 T OCHOBHOTO

kapOoHaTa HUPKOHUS ¢ MaccoBom goei 41,4 % B miepecyeTe Ha OKCUI HIMPKOHUS B 65 oM’

KOHLEHTPUPOBAHHOW a30THOM KUCIIOTHI € ITIOTHOCTHIO 1,4 r/em>. Tloce 5Toro pacTtBop

A30THOKUCIIOTO IMPKOHUS pa30aBIsiOT 10 KOHUEHTpaluu 150 F/I[M3 B IIEpeCYETe HA AUOKCU]]
UUPKOHMUS. {J1s1 MPUTrOTOBJIEHUS PACTBOPA HAUTPATA UTTPUS UCIIONIB3YIOT 5,4 T OKCUAA UTTPUS

3

¢ MaccoBoi noiier 95,0 % B riepecueTe Ha OKCUII UTTPUSI U 4 CM~ KOHLIEHTPUPOBAHHOMN a30THOM

KHCJIOTHI C INIOTHOCTBIO 1,4 /oM,
Jlasee B pacTBOP IpU NMEPEMEIINBAHUN BBOJIST 22 oM KOHLEHTPUPOBAHHOMN CEPHOM

KMCJIOTHI (IIJIOTHOCTH 1,825 F/CM3) ¢ mocineaywonmM HarpeBanueM 10 60°C B TeueHue 80
MUHYT C TTOJTyY€HHUEM CYCIIEH3UM OCHOBHOTO Cyib(daTa mupkonus. [1pu aToM MoitbHOE

COOTHOIIIEHUE SO42'/Zr4+ cocrtaBiget 0,5.

Jlanee K CycrieH3UM OCHOBHOTO CyJib(paTa HMPKOHUS JOOABIISIIOT PACTBOP HUTPATA UTTPHUSL.
[TonyueHHy0 CMECH TO3UPYIOT B PEAKTOP C IIEpEMELINBAHUEM U 1aTUMKoM pH, ¢ moMoisro
KOTOPOI'O PEryJIMpyeTcs nojadya BOJHOTO pacTBOpa aMMHUaka ¢ KoHueHTpauuei 10 mac. %
v nogaepxkanue sHaueHust pH paBubiM 8.

IToy4eHHyIO ITOCIe OcaXICHUs CYCIIEH3UIO GUIBTPYIOT, OCAJOK IPOMBIBAIOT Ha (PUIIbTpe

JIO TOCTWKEHUST KOHIIEHTPAIMU HUTPAT-HOHOB B pusmbTpate He MeHee 0,01 MOJIL/LLM3, naiee
0CaJIOK PEIyJIbIUPYIOT B BOJJHOM pacTBOPE aMMHUaKa ¢ KOHUeHTpanuen 0,1 mac. %.

[TpoBoasiT HArpeB CyCleH3Mu B peaKTope U3 HepkaBerolei craiv 10 120°C ¢ BBIAEPKKOM
1 gac, 3aTeM CyCIIEH3UIO OXJTAKIAI0T. OXJIaXIeHHYIO CYCIIEH3UIO (QUIBTPYIOT, OCATOK CyIIaT
npu 120°C, a 3atem o6xkwuraroT ripu 1000°C a1 moryueHus MopoIKa 4YaCTUIHO
CTaOMJIM3UPOBAHHOTO JUOKCU/IA IUPKOHUSL.

K 99,75 r momy4eHHOTO MOPOIIKa JUOKCH/IA IMPKOHUS T00aBIIstOT 0,25 T OKCH/Ta aTFOMUHUS
Y 1,5 r OpraHnyecKoro AUCIepCcaHTa nNojJMakpuiaaTta aMMoHus. [TpoBOISIT MOMOJI TOPOIIKOB
B BOJIHOW Cpe/ie MPU MOMOIIM OUCEPHO MeNbHUIIE B TeueHue 4 yacoB. Pazmep uactui moce
MOMOJIa U3MEPSIIOT TP MOMOIIM METO/1a JIa3epHOM MU paKiuuu.

ITocne momona B cycneH3uro 1o6aBisitoT 50 T 5 Mac. % pacTBopa NOJIMBUHWIIIUPOIUIOHA
B KAUECTBE OPraHUYECKOI0 CBS3YIOIIETO U MOJIBEPTaOT PACHBUIMTEIBHON CYIIKE MPH
temneparype 150°C ¢ nmonydeHreM nopouika Jjis npeccoBanusi. [nomans yaenbHoM
MOBEPXHOCTH YACTHUI] OTIPEALIISIOT METOIOM HU3KOTEMITEpaTypHOM aicopOuuun/aecoponum
azora.

ITocrne pacnbIMTETBHOM CYLIKY MOPOIIOK IMTPECCYIOT METOIOM OJTHOOCHOTO ITPECCOBAHUS
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¢ nasieHueM npeccoBanus 35 MIla. CripeccoBaHHYIO 3arOTOBKY CIEKAIOT IPU TEMIIEPATYPE
1450°C B Teuenue 2 yacos. [locne cnekaHusi MpOBOAST U3MEPEHUE INTIOTHOCTU KEPAMHUKHU
METOAOM I'MIPOCTATUYECKOTO B3BEIMBAHUS B BOJIE. [ [penen mpoyHOCTH ONpeAeitoT METO0OM
TPEXTOUYEYHOI'O U3ruoa.

Pe3ynbTaThl M3MepeHus MIIOTHOCTH, Mpejieia MPOYHOCTH, CPEAHEMACCOBOTO AUAMETPpa
YaCTHI] ITOCTIE TOMOJIA U IUIOIIAIN YEITbHON TOBEPXHOCTH IIPECC-MIOPOIIKA IPUBE/ICHBI B
Tabauue 1.

[Tpumep 2

Ha nepBowMm 3Tane rotoBST pacTBOP COJITHOKUCIIOTO HUPKOHUS ITyTEM PACTBOPEHHUS 238
I OKCUXJIOpYAA UUPKOHUS C MaccoBOM noiien 36,9% B nepecuere Ha AMOKCU IUPKOHUS IIPU

nepemermBannu B 330 oM’ JMCTUUTMPOBAHHOM BOJIBI J10 IOCTUKEHUS KOHLIEHTPALMK pACTBOpA

okcuxjiopuaa uupkonus 200 F/L[M3 B IIEPECUYETE HA TMOKCHUT IUPKOHHUS.

dopMUpOBaHUE CYCIIEH3UM OCHOBHOTO CyJIh(haTa IUPKOHUS ITPOBOJIST TAK JKE, KAK OTIMCAHO
B IMpUMepe 1, TOJIBKO HATPEB CYyCIEH3UU T10CTIe BBEACHUS CYJIb(haTUPYIOIIEro areHTa
ocyiectBisatoT rpu 70°C B TeueHue 60 MUHYT.

PacTBOp COTSTHOKUCTIOTO UTTPUSI TOTOBWIH ITYTEM PACTBOPEHMS 5,4 T TIOPOIIKA OKCUAA

UTTPUs € conepkanueM Y,03 95 mac. % B 4 M’ COISHOI KMCITOTBI ¢ IIOTHOCTBIO 1,19 r/em’.

PactBopenue BenyT ¢ nobaBneHuem 20 oM’ JMCTUJIMPOBAHHOM BOJBI 1J1s1 0OeCrieYeHUst
BO3MOXHOCTH II€pEMELIMBAHUS U ITPU Harpese A0 Temnepatypsl oT 40 10 80°C. 3aTeM pacTBop
COJITHOKMCIIOTO UTTPUS OXJIAXKIAIOT U KOJIMYECTBEHHO MEPEHOCAT B CYCIIEH3UIO OCHOBHOTO
cynbdaTta UMPKOHUS IPU NTEPEMEITMBAHUY.

CwmenieHne noy4YeHHON CMECH € BOJIHBIM PACTBOPOM AMMHUAKA MMPOBOIAT TAK XKeE, KAK
OIMCAaHO B IpuMepe 1, ToJIbKO 3HaueHue pH noaiepKuBaeTcst Ha YpoBHe 8,5 eIMHHUILL.

[TonyueHHy10 nocie ocaXAeHUs CYyCIEH3UIO PUIBTPYIOT HAa HYTU-QUIIBTPE, OCATOK
MIPOMBIBAIOT Ha (GUIBTPE BOAHBIM PACTBOPOM aMMHaKa ¢ KoHLUeHTpauueit 0,5 mac. % 10

JIOCTWKEHUSI KOHIIEHTPALUK XJI0pUA-UoHOB B ¢punbTpate 0,005 MOJ'IB/I[M3, najee ocagok
pEINyIBIIMPYIOT B BOAHOM pacTBOPE aMMuaka ¢ KoHueHtpauuen 0,1 mac. %.

Harpes cycrnieH3uu rociie mpoMbIBKH OCaJKa OCYILIECTBIISIIOT B PEAKTOPE U3 HEP>KABEIOIIICH
craim 10 120°C ¢ BeIIepsKKOl 1 "ac, 3aTeM CyCIIeH31I0 OXJIaXaat0T. OXJIaXKIEHHYIO CYCIIEH3UIO
bunbTpytoT, ocagok cymat npu 120°C, a 3aTem ooxurarot ripu 1100°C 115 moTydeHus
MOPOIITKA YACTUYHO CTAOUIM3UPOBAHHOTO IUOKCUAA IIMPKOHUSI.

[TomoJ oTydeHHOT 0 MOPOoIIKa MPOBOAAT TAK K€, KAK OMMUCAHO B ITpUMepe 1, TOIBKO
JUIUTEJILHOCTh ITOMOJIA YBEJIMYMBAIOT 10 6 4aCOB.

Crauu pacnbUIUTEIbHOM CYIITKY, ((OPMOBAHMS U CIIEKAHUST KEPAMUYECKOMN 3arOTOBKHU
OCYHIECTBIISIFOT TAK K€, KAK OMMCAHO B mpuMepe 1.

ITpumep 3

PacTBOp a30THOKMCIIOTO IMPKOHUS TOTOBST TAK XK€, KAK OMUCAHO

B IipuMepe 1, TOJIbKO pa30aBisioT 10 KoHeHTpauu 100 F/,[[M3 B IIEpECYETE HA JIMOKCUL
UUPKOHHS.

Jlanee B pacTBOp IMpH NepeMeIIMBaHUU BBOIST 19 oM’ KOHUEHTPUPOBAHHOW CEPHOM

KHMCJIOTHI (IIJIOTHOCTH 1,825 F/CM3) ¢ mocnenywomm HarpeBanuem g0 70°C B Teuenue 70
MUHYT C TTOJIYYEHUEM CYCIIEH3UM OCHOBHOTO Cyibdarta upKoHus. ITpu 3ToM MoJIbHOE

COOTHOIIIEHUE SO42'/Zr4+ cocraBiget 0,4.

PaCTBOp A30THOKHCIIOTO UTTPHUA TOTOBUIIN ITYTEM PACTBOPCHUA 5,3 T MOopomKa OKCHhaa
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UTTPUs € cofepxkanueM Y,03 95 mac. % B 5,5 CM® a30THOM KMCIIOTBI C IVIOTHOCTBIO 1,4 r/em’.

PactBopenue BenyT ¢ nobasneHuem 20 oM’ JMCTUJIMPOBAHHOM BOBI 1J1s1 0OeCrieYeHUsT
BO3MO’KHOCTH IePEMEILIMBAHUS U IIPU HArpeBe 10 TemrepaTypbl oT 40 1o 80°C. 3aTem pacTBOp
A30THOKUCIIOTO UTTPUS OXJIAKAAIOT U KOJIMYECTBEHHO MEPEHOCST B CYCIIEH3UI0 OCHOBHOTO
cylbhaTa UMPKOHUS MPU MePEeMEIITMBAHUM.

CMeleHre oJIy4eHHON CMECH C BOJIHBIM PACTBOPOM aMMHUAKa MIPOBOJAT TaK XKe, KaK
OIMCaHO B MpumMepe 1, TOIbKO 3HaueHue pH nmoanepxuBaeTcs Ha ypoBHE 7,5 €IUHUII.

[TonyyeHHyt0 mocie ocaxXaAeHus CyCIeH31I0 (PUIbTPYIOT Ha HYTUY-(DUIBTPE, TPOMBIBAIOT
U PENyJIbIUPYIOT OCAAOK TAK ke, KaK ONUCAaHO B IIpuMepe 1.

Harpes cycnien3uu nocie mpoMbIBKM OCaIKa OCYIIECTBIISIIOT B PEAKTOPE U3 HEpKABEIOIIel
ctanu 10 100°C ¢ BbLaepKKoH 12 4acoB, 3aTeM CYCIIEH3UIO OXJIaXIaI0T. OXJIaXKAEHHYIO
CyCITeH3HI0 (GUITBTPYIOT, ocagok cymat npu 120°C, a 3atem obxurarot mipu 900°C st
MOJTyYEHHs MTOPOIIKA YACTUYHO CTAOUIM3UPOBAHHOTO TUOKCHUIA UPKOHMUS.

IToMo1 MoJTy4eHHOTO MOPOIIKA MPOBOISIT TAK K€, KAK OIMCAHO B IIpuMepe 1, TOJIbLKO
JUTUTENIbHOCTD MTOMOJIA YBEJIMUYUBAIOT /10 5 4aCOB.

Crauu pacnbUIUTEIbHOM CYIITKY, ((OPMOBAHMS U CTIEKAHUST KEPAMUYECKOMN 3arOTOBKH
OCYIIECTBIISIOT TaK )K€, KaK OMUCAaHO B Ipumepe 1.

ITpumep 4 (cpaBHUTEIIBHBIN)

PacTBOp a30THOKUCIIOTO IMPKOHUS TOTOBST TAK K€, KAaK OMMCAHO B IIpuMepe 1, TOIbKO

pa30aBIISIOT A0 KOHIEHTpanuu 250 F/IIM3 B IIEPECUETE HA JTUOKCUJ IIUPKOHMS.
Jlamee B pacTBOp NpH MepeMEIMBAHUU BBOIAT 14,5 oM KOHIIECHTPUPOBAHHOMN CEPHOM

KHUCIIOTHI (IJIIOTHOCTH 1,825 F/CM3) ¢ mocnenywommm HarpeBanuem g0 60°C B teuenue 80
MUHYT C TTOJTYYEHUEM CYCIIEH3UM OCHOBHOTO Cyjbdarta upKkoHus. [1pu aToM MoJibHOE

cootHowenue SO,7/Zr* cocrasnser 0,3.

PacTtBOp a30THOKHUCIIOTO UTTPUS TOTOBUIIM IIyTEM PACTBOPEHHUs 4,7 I TOPOIIKA OKCUIA

UTTpUs ¢ colepxanueM Y,03 95 mac. % B 5 cM> a30THO# KMCIOTHI € INIOTHOCTBIO 1,4 T/em’.

PactBopenue BeayT ¢ nobasienuem 20 oM’ JTUCTWLJTMPOBAHHOMN BOJBI [ OOeCIieUeHUsI
BO3MO>KHOCTH IIEPEMEIIIMBAHUS U ITPU HArpeBe 10 TemnepaTypsl oT 40 10 80°C. 3aTem pacTBop
A30THOKMCIIOTO UTTPUS OXJIAKAAIOT U KOJIMYECTBEHHO MEPEHOCAT B CYCIIEH3UI0 OCHOBHOTO
cynbdaTa IMPKOHUS ITPU TIEPEMEITMBAHUY.

CwmellieHre NoJIy4YeHHOM CMECH € BOJITHBIM pACTBOPOM aMMMAaKa, PUIIbTPALUIO OJTyYeHHOM
MOCJIE OCAXK/ICHUSI CYCIIEH3UU, IPOMBIBKY U PEMYJIbIALMIO OCAAKa MIPOBOJAT TAK XKE, KAK
OIIMCAaHO B Ipumepe 1.

Harpes cycnieH3un rnocie npoMbIBKM OCaJIKa OCYIIECTBIISIIOT B PEAKTOPE U3 HEP>KABEIOIIEH
craiu 10 130°C ¢ BbIAEpKKOii 1 yac, 3aTeM CyCIeH3UI0 OXJIaKIat0T. OXJIaXKIEHHYIO CYCIIEH3UIO
bunbTpyroT, ocaaok cymart npu 120°C, a 3atem ooxkurarot npu 1100°C a1 moaydeHus
MOPOIIKA YACTUYHO CTAOUIM3UPOBAHHOTO IMOKCHUIA IUPKOHUS.

IToM01 MOTy4eHHOT'0 MOPOIIKA MPOBOAAT TAK e, KAK OMUCAHO B IpUMepe 1, TOJIbKO
JUTMTEIbHOCTD IIOMOJIA YBEIIMYMBAIOT 10 6 4acoB.

Craauu CyIIKU CyCIIEH3WH MTOCIIe ToMOoJIa, POPMOBAHUS M CIIEKAHUS KEPAMHUECKON
3arOTOBKM OCYILECTBIISIFOT TAK K€, KaK OIMCAaHO B IpumMepe 1.

ITpumep 5 (cpaBHUTENIBHBIN)

NHunuBuyanbHble pacTBOPHI COISTHOKUCIIBIX HIMPKOHUS U UTTPUSI TOTOBSIT TaK K€, KaK

OIMCaHO B Ipumepe 2, Tobko pactBop ZrOCl, pa30aBidioT 10 KoHUeHTpauuu 150 r/,uM3 B
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nepecyere Ha JUOKCUI LIMPKOHUSI.
D opMHUpPOBAHHUE CYCTIEH3UHA OCHOBHOTO CYJIb(paTa IMPKOHHUS TPOBOIAT TAK JKe, KAK OTIMCAHO
B IIpUMepe 1, TOJIbKO HArpeB CyCIIEH3MH 110CIIE BBEIECHUS CYJIb(paTUPYIOLErO areHTa
ocyuecTBisitoT pu 40°C B Teuenue 30 MUHYT
3aTeM oXJ1aXIeHHbIN MIOCTIE PACTBOPEHUS PACTBOP A30THOKHUCIIOTO UTTPUS KOJIMUECTBEHHO
MEPEHOCAT B CYCIIEH3UIO OCHOBHOTO CYyJIb(haTa UMPKOHHUS IIPU NEPEMELIMBAHKU.

Jlaniee mMOIy4YEeHHYIO CYCIIEH3UIO MPUIIMBAIOT K 246 cM® BOJHOTO pacTBopa aMMHaKa ¢
KOHLEHTpauuen 25 mac. %.

[TonyyeHHYO MTOCIIE OCAXACHMS CYCIIEH3UIO (DUIBTPYIOT HAa HYTU-(QUITBTPE U IPOMBIBAIOT
0CaJI0K BOJHBIM PACTBOPOM aMMHMaKa ¢ KoHIeHTpanuel 0,1 Mac. % 10 TOCTUKEHUS

KOHILEHTpAIWHU XJIOPUA-HOHOB B pubTpate 0,1 MOJIB/IM’, f1altee 0canoK pPENyIbIUPYIOT B
BOJIHOM PACTBOPE aMMHAKa ¢ KoHUeHTpauuew 0,1 mac. %.

Harpes cycnien3un rnocie npoMbIBKM OCaJIKa OCYIIECTBIISIIOT B PEAKTOPE U3 HEP)KABEIOLIEH
ctanu 10 120°C ¢ BeIAEPKKOI 1 yac, 3aTeM CyCIIeH3UI0 OXJIaXIaroT. OXJTakIeHHYIO CYCIIEH3UIO0
bunbTpytoT, ocagok cymat npu 120°C, a 3atem ooxurarot ripu 1000°C 115 moTyueHust
MOPOIIKA YACTUYHO CTAOUIM3UPOBAHHOTO TUOKCHIA [UPKOHUS.

IToMou1 mosly4eHHOTO MOPOLIKA MPOBOJISIT TAK K€, KAK OIMCAHO B IIpuMepe 1, TOJIbKO
JUIMTEIBHOCTD IIOMOJIA YBEJIMYMBAIOT 10 8 YACOB.

Crauu pacnbUIUTEIbHOM CYIIKU, (POPMOBAHMS U CIIEKAHUSI KEPAMUYECKOHN 3arOTOBKU
OCYILECTBIISIFOT TAK )K€, KaK OIMCAHO B IpumMepe 1.

ITpumep 6 (CpaBHUTEIIBHBIN)

Crauu IpUroToBIIEHUSI pACTBOPA A30THOKUCIIOTO LMPKOHUS U POPMUPOBAHUS CYCIIEH3UN
OCHOBHOTO CyJIb(aTa HIMPKOHHUS OCYIIECTBIISIIN TAK e, KaK OMUCAHO B MpuMepe 1, TOIbKO
HArpeB I0cJIe BBEAEHUS CEpHOM KMCIIOThI poBoawiy rpu 70°C B TeueHue 80 MUHYT.

PacTtBOp a30THOKHMCIIOTO UTTPUS TOTOBUIIM IIyTEM PACTBOPEHHUS 5,2 I TOPOIIKA OKCHIA

UTTPUS C colepkanueM Y,03 95 mac. % B 4 CM° 230THOM KUCJIOTHI C IIIOTHOCTHIO 1.4 /oM,

PacrBopenue BeayT ¢ mobapneHuem 20 oM’ JTACTUITMPOBAHHOM BOBI 11 0OSCIICUCHUS
BO3MO>KHOCTH IIEpEMEIIMBAHUS U ITPU HArpeBe 10 TemnepaTypsl oT 40 10 80°C. 3aTem pacTBop
A30THOKUCIIOTO UTTPUS OXJIAXKIAIOT U KOJIMYECTBEHHO MIEPEHOCST B CYCIIEH3UI0 OCHOBHOT'O
cynbdaTa IMPKOHMS ITPU TIEPEMEITMBAHNY.

CwmelrieHue MoJyuyeHHONM CMECH € BOJIHBIM PACTBOPOM aMMHMaKa, GUIIbTpaLus MOJTyUYeHHOMN
MOCJIe OCAXK/ICHUSI CYCIIEH3UU, IPOMBIBKY U PEMYJIbIALUIO OCAAKA MIPOBOJAT TAK KE, KAK
OIKMCaHo B Ipumepe 1.

Harpes cycnieH3uu nociie mpoMbIBKH OCaIKa OCYIIECTBIISIIOT B PEAKTOPE U3 HEPIKABEIOIIIEH
ctaiu 10 80°C ¢ BbIIepKKOM 12 4acoB, 3aTeEM CYCIIEH3UI0 OXJTaXAat0T. OXJIaXIEHHYIO
CyCNeH3UI0 GUIBTPYIOT, ocanok cymat npu 120°C, a 3atem o6xkuraroT ripu 750°C mis
MOJIyYEHUSI TOPOIIKA YACTUUHO CTAOUIM3UPOBAHHOTO JUOKCUIA IIUPKOHMUSL.

[TomM01 MOy4eHHOT'0 MOPOIIKA MPOBOJAT TAK JKE, KAK OMUCAHO B IpUMepe 1, TOJIbKO
JUTUTEIbHOCTD IIOMOJIA YBEJIMYMBAIOT 10 8 4YACOB.

Crauu pacibUIMTEIbHOM CYIITKH, (DOPMOBAHMS U CIICKAHUST KEPAMUIECKOMN 3arOTOBKH
OCYIIECTBJISIIOT TaK K€, KaK OMUCaHo B Ipumepe 1.

ITpumep 7 (cpaBHUTENIBHBIN)

Craauu npyuroTOBJICHUSI UHIUBUIYAJIbHBIX PACTBOPOB a30THOKHUCIIBIX IUPKOHUS U UTTPUS,
(hopMUPOBaHUS CYCIIEH3UU OCHOBHOTO CyJib(haTa HIUPKOHUS U BBEICHUE B TTOJTYUYEHHYIO
CYCIIEH3HUIO PACTBOPA A30THOKUCIIOTO UTTPUSI OCYIIIECTBIISIA TaK e, KaK OMIMCAHO B IpUMEpPE
6.
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Jlaee K OJIy4eHHOM CMeCcH MPUIMBAIOT 246 cM> BOJHOTO pacTBOpa aMMHaKa ¢
KOHIIEHTpanuen 25 mac. %.

PubTpaLKIO IOJTyYEHHOM I10CIIE OCAXKIEHUS CYCIIEH3HH, [IPOMBIBKY, PEITYJIbIIALMIO OCAIKa
Y HarpeB CYCIIEH3MH IIOCJE ITPOMBIBKM IIPOBOJSAT TAK K€, KaK OIMCAHO B ITpumMepe 1.

OxJTaKIEHHYIO CYCIEH3UI0 GUIIBTPYIOT, ocanok cymat npu 120°C, a 3aTeM 00KUrarot
nipy 1100°C 15t nonyyeHus MOpoLIKa YACTUYHO CTAOUIIM3UPOBAHHOT O IMOKCHUIA UUPKOHHUS.

[TomMo1 MoTy4eHHOT 0 MOPOIIIKA MPOBOASAT TAK XKe, KAK OITMCAHO B ITpuMepe 1, ToNIbKO 6e3
00aBIIEHUS] OKCH/IA AJTFOMMHUS M JUIMTEIbHOCTD IIOMOJIA CHMXKAIOT Aa 1 Jaca.

Craaguy pacibUTUTENIBHOMN CYIIKHU, ((OPMOBAHMS U CTIEKAHUSI KEPAMUYECKOM 3aTOTOBKU
OCYLIECTBJISIIOT TaK K€, KaK OIMCAaHO B Ipumepe 1.

ITpumep 8 (cpaBHUTENIBHBIN)

CuHTE3 IopoUIKa BeIyT TAK XKe, KAK U OIMCaHO B IpUMepe 1, 0OqHAKO Ha CTaIuu

MIPUTOTOBIICHHUS CYCITIEH3MU OCHOBHOTO CyJIb(haTa MUPKOHUS BBOIAT 48 oM’
KOHUEHTPUPOBAHHOM CEPHOM KUCIIOTHI (TJIOTHOCTH 1,825 r/em’ ). IIpu 3TOM MOJIBHOE

COOTHOUIEHHUE SO42'/Zr4+ cocraBisieT 1. OcaxaeHue, MPOMBIBKY, CYLIKY, 00KHUT, TOMOJI U

PACIBUIMTECIIbHYIO CYIIKY MMPOBOAAT TAK XK€, KaAK OIIMCAHO B ITPUMEPEC 1.
Taxum 06p2130M, CII0c00 IIOJIYYCHUS ITIOPOIIKOB TUOKCHIA TUPKOHUSA, COTTIACHO
HaCTOAILICMY I/I306peT€HI/IIO, IMMO3BOJIACT ITOJIYUYUTD IIPECC-IIOPOIIOK Ha OCHOBC JTUOKCHUAA

IIUPKOHUS JIs1 U3TOTOBIICHUS BBICOKOTUIOTHOM KEPAMUKH C INIOTHOCTHIO HE MeHee 5,95 r/em’.
Tabmuma 1

Maccosas J10- _ | Cpemmii Macco-
O6pasen 1151 OKCHIA WT- TemnepaTypa o6sxu-| I1m0mans yaenbHon| prit uamerp |[1MOTHOCTE Kepa-| TTpenen npouno-
Tpus, mac. % ra nopomka, °C OBEPXHOCTH, M2/ | gacTun mocne MHKH, rom ctu, MIla
oMoJIa, MKM
Ipumep 1 5,15 1000 26,3 0,7 5,99 770
Ipumep 2 5,15 1100 15,1 0,8 5,98 790
Ipumep 3 5,05 900 41,0 0,7 5,99 760
[puvep 4 4,50 1100 12,5 0.9 5,80 520
(CpaBHUTEINIBbHBIN)
Ipumep 5 5,15 1000 18,6 14 5,65 430
(CpaBHUTENIBbHBIN)
[punep 6 4,90 750 63,0 0.8 5.52 340
(CpaBHUTEIBHBIN)
Tpuvep 7 (cpasruteis- 4,90 1100 11,9 1,7 523 230
HBIM)
[puvep 8 5,15 1000 19.8 1.8 5,76 290
(CpaBHUTEINIBbHBIN)

Pe3ynbTaTsl n3MepeHns CpeIHEMACCOBOIO AMAMETPA YACTHUL I1I0CIIE TIOMOJIA U TUIOIIAAN
yJI€JIbHOW ITIOBEPXHOCTH IPECC-IIOPOIIKOB, & TAKXKE IIJIOTHOCTHU U IIpeJiesia IPOYHOCTH
KepaMHUYECKUX 00pa3loB, MOJIYYEHHBIX IO PA3JIMUHBIM IIPUMEPAM.

(57) ®opmyna nuzoopeTeHus

Crioco0 mory4eHus MOPOITKOB UOKCHIA IMPKOHMUS, CTAOUIM3UPOBAHHOTO UTTPHEM,
BKJIFOYAIOIIMHI CTA/IUM TPUTOTOBJIEHUS UHIMBUIYAJIbHBIX PACTBOPOB COJIEH [IUPKOHUS U
UTTPpUS, POPMUPOBAHUS OCHOBHOTO CyJIb(aTa IUPKOHUS METOAOM TEPMOTHIPOIIM3A MTyTEM
CMEIIMBAHUS UCXOTHBIX PACTBOPOB COJIU MUPKOHMS U CYIb(PaTU3UPYIOLIETO areHTa Mpu
KOMHATHOM TeEMIIepaType, COBMECTHOT'O OCAXKJEHHUS TUAPOKCUIOB IIMPKOHUS U UTTPHS,
IIPOMBIBKH OCaJIKa, HarpeBa CyCIIeH3UH, (PUIbTPALUH, CYIITKK U 00KHUra ocajKa, COBMECTHOI'O
MoMoJIa MOJIy4YeHHOTO nopoiika ¢ gooaskoi 0,1 1o 0,3 mac.% okcuaa aTlOMUHUS U
rpaHyJIUPOBAHUS TTOPOIIKA, OTIMYAIOIIUICS TEM, YTO CTAIMIO TEPMOTHUIPOIIN3A ITPOBOIAT
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B IIPUCYTCTBUM CYJIb()AaT-MOHOB C 00Pa30BaHUEM OCHOBHOTO CYyJIh(aTa IMPKOHUS ITPH MOJIEHOM

COOTHOIIIEHUH SO42/Zr4+ oT 0,4 1o 0,6 ¢ JTaTBHENIIIMM HATPEBOM A0 TeMnepaTypsl oT 60 10

70°C c Beiaepxkkoit ot 30 1o 90 MuH, 10OABIIEHUEM PACTBOPA COJIU UTTPUS K MOJIYUEHHOMY
Ha MpeablayLIel CTagu OCHOBHOMY CYJIb(haTy UUPKOHUS, IPUYEM PACTBOP COJIM UTTPUS
BBOJAT B KonmuecTBe OT 4,7 mac.% 110 5,6 Mac.% B niepecdyeTe Ha OKCUI UTTPUS OT CyMMBI
MAaCC OKCUJIOB LIMPKOHUS U UTTPHUS, IPOBOASAT COBMECTHOE OCAXKIEHUE THIPOKCUIOB BOJHBIM
pacTBOPOM aMMHAKA ITyTEM CMEILIMBAHUS YKa3aHHOMW BBIIIIE CMECH M PACTBOPA AMMHAKa B
peaKkTope Mpu MoAAePKaHUU TOCTOSIHHOTO 3HaYeHUs1 pH B peakiuoHHOM 00beMe Ha YPOBHE
ot 7,5 1o 8,5, IpOMBIBKY OcaJiKa TMJIPOKCHUI0B METAJUIOB N0 KOHUEHTPALMU XJIOPUI- UITU

HUTpPAT-UOHOB He 60Jee 0,01 MOHL/}]MB, HarpeB cycrneH3uu npu temneparype ot 100°C qo
130°C ¢ BbIACPKKOM 10 12 4, CYIIKY U OOKUT TTOJIYYEHHOT'O OCaJKa MPpH TeMIepaType OT
900°C o 1100°C, coBMeCTHBIM ITOMOJI IMOJTYUYEHHOT O IMOPOIIIKA C JOOABKOM OKCH/IA ATFOMUHUS
ot 0,1 1o 0,3 Mac.% B TeyeHue HE MEHEE 4 4, TPAHYJIUPOBAHKE MTOPOIIKA METOIOM
PACIBUIUTEIBHOMN CYIIIKH.
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