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JANOKCHUOA [ITUPKOHHU A
(57) Pedepar:

N3006pereHne OTHOCUTCS K HEOPraHUUECKON
XUMHMHM, B UYACTHOCTM K OO0JIaCTM CHHTE3a
C1aboarperupoBaHHOTO  JIUCIIEPCHOTO  TOPOIIKA
IUOKCHUIA UPKOHUS. Crniocob BKJIIOYAET
MIPUTOTOBJICHAE BOOHOTO PAacTBOpa OKCHHHUTpaTa
WM OKCHXJIOpHIA IMPKOHHUA. 3aTeM IIONIy4daroT
OCHOBHOM CyJb(aT HUPKOHUS IIyTEM T00aBIICHUS
CepHOM KHUCIIOTBI WM CyJibjaTa aMMOHUS K
MOJIYYCHHOMY BOJIHOMY PACTBOPY U ITOCIIETYIOIIETO
HarpeBa cMecH mpu Temmepatype ot 60 mo 90 °C,

P 9TOM MOJbHOE CooTHOWeHHe SO,°7Zr*"

cocraBnsier or 0,4 po 0,6. [lamee mnpoBoOAsT

Crp.: 1

OCaXXIleHWEe TUAPOKCHIA LUPKOHUS  BOJHBIM
PacTBOPOM aMMHUAKA ITyTEM CMELLIUBAHUSA OCHOBHOT'O
cynbdaTa HMPKOHUS ¥ BOJIHOTO PACTBOPA aMMHAaKa
B pEaKkToOpe Ipu IOJAACPKAHUU IOCTOSTHHOT'O
3HaueHus pH B peakilMOHHOM 00bEMe Ha YPOBHE OT
7 en. mo 9 en. Jlanee BeoyT MPOMBIBKY Ocajaka JoO
KOHIEHTpAllMK TPUMECHBIX cojieit He Oomee 0,01

MOIIB/ZIM®, OTICICHHE OCAKA, ero CYLIKY, OOXUT
npu Temneparype ot 900 go 1150 °C.
Ob6ecrnieurBaeTCs MOTyYeHHE CaboarperupoBaHHOTO
JIUCTIEPCHOTO TTOPOIIKA JTUOKCHIA LMPKOHUSI C
pazmepom D50 menee 1 MxM. 2 ui., 6 op.
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(54) METHOD OF PRODUCING WEAKLY AGGREGATED DISPERSED ZIRCONIUM DIOXIDE POWDER

(57) Abstract:

FIELD: inorganic chemistry.

SUBSTANCE: invention relates to inorganic
chemistry, particularly to synthesis of weakly
aggregated dispersed zirconium dioxide powder.
Method involves preparation of an aqueous solution of
zirconium oxynitrate or oxychloride. Then, basic
zirconium sulphate is obtained by adding sulfuric acid
or ammonium sulphate to the obtained aqueous solution
and then heating the mixture at temperature of 60 to

90 °C, wherein molar ratio SO42‘/Zr4+ ranges from 0.4

to 0.6. Further, zirconium hydroxide is precipitated with

Crp.: 3

an aqueous solution of ammonia by mixing basic
zirconium sulphate and aqueous ammonia solution in
a reactor while maintaining a constant pH value in the
reaction volume at level of 7 units up to 9 units. Further,
the precipitate is washed to concentration of impurity

salts of not more than 0.01 mol/dm?, the precipitate is
separated, dried, annealed at temperature of 900 to
1,150 °C.

EFFECT: obtaining weakly aggregated dispersed
zirconium dioxide powder with size D50 less than 1
mem.
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[Toporku Aruokcraa IMPKOHUS CyOMUKPOHHOT'O U MUKPOHHOT'O pa3Mepa HaXOISIT IIMPOKOE
MPUMEHEHUE JIJISI TPOU3BOJICTBA MHE30KEPAMUUYECKUX MATEPUATIOB U OBITOBOM KEPAMUKH,
OTHEYIIOPHOM MPOAYKIUH, TPOTUBOIIPUTAPHBIX MACT U KPACOK, XUMUUECKH CTOMKHUX dMaJleh
u riiazypei. CTabWibHbIE CYCIIEH3UU U3 AUCTIEPCHBIX MOPOIIKOB JUOKCUIA IMPKOHUS
WCIIOJIB3YIOT JIJIS1 UBTOTOBJICHUS] KEPAMUUECKUX U3/IETTUIA METOIOM IIJIMKEPHOTO JIUThS,
TEPMOIUIACTUYHOTO JIUTHSI.

N3BecTeH criocob moytyueHus MopoIika Ha OCHOBE IMOKCUIA IIUPKOHUS, OTTMCAHHBIN B
natente CN105967687 (A). PacTBop xs1opua UUPKOHUS U UTTPUSI TOTOBST ITyTEM PACTBOPEHUS
COJIEH, 3aTEM €ro JOOABIISIOT IO KAIUISIM K OCAIMTENI0, B KAYECTBE KOTOPOT'O UCIIOJIB3YIOT
CMeCh BOJIHOT'O pacTBOpa aMMHaKka U OMkapboHaTa aMMOHuUs TTpu niepemeruBanuu 1000 06/
MUH, 3aTeM J100aBIISIOT MOJIMITUICHIJIMKOJIb U TPOIOJIKAIOT NepeMelnnBanue. [lanee
MOJIYYEHHBIN OCa/IOK MPOMBIBAIOT JEOHU30BAHHOM BOJIOM U aOCOTIIOTHBIM 3TaHOJIOM,
bunbTpytoT, cymar u ooxkurarot rpu 600 °C. 3aTem K MOPOIIKY J0O0ABISIOT BOAY, 2%
cBszyroniero [1BA u Memronue Tenna u3 AMOKCUIa HIMPKOHMUSI, U3METbUAIOT B IAPOBOM
MeJIbHUIIE B T€UEHHUE 2 YaCcOB, 3aTeM BhICYIIMBaIOT. HemocTaTkaMu criocoba sIBIISIIOTCS
UCTIOJIb30BAHNUE OPTaHUYECKUX T00ABOK M HAJIMYKME CTAUU IIOMOJIA MTOPOIIKA.

HaunbGomnee 01u3KkuM K 3aBI€HHOMY SIBJISIETCSI CIOCOO CMHTE3a MOPOIIKOB JUOKCUIA
UUPKOHMUS IS IIOJIyYEHUS] BBICOKOIUIOTHOM KEPAMUKH, olMcaHHbId B nateHTe US 10196313
B1. PacTBOp CcOIM UIMPKOHUS HATPEBAIOT U BBIJEPKUBAIOT MPU TemiiepaType ot 75 10 98 °C.
J171s1 TIOJTyYeHust CyCIIeH3UU OCHOBHOTO CyJib(aTa HIMPKOHUS PACTBOP CYJIb(PaTUPYIOLIETO
areHTa HarpeBaloT J0 TAKOW ke TEMIIEPATYPhl U TIOOABIISIIOT K pACTBOPY COJIM LUPKOHMUS

MpY NIEpPEMEIIMBAHUM (ITPYU 3TOM MOJIbHOE OTHOIIIEHUE SO42'/Zr4+ HaXOJUTCS B IMATIa30HE

ot 0,3 10 0,8). 3aTeM pacTBOP COJIM UTTPUS IPUIIMBAIOT K MTOJTy4YEeHHOM cycrnieH3uu. Jlanee
BBOJAT PACTBOP LIEJIOYHOI'O METAJIJIA A0 AOCTKeHUs 3HaueHus pH He menee 10 equnun 1t
MOJIYYEHUSI OCAIKOB TMAPOKCUIOB MeTauIoB. [TonydyeHHble ocagku MPOMBIBAIOT BOAOH U
oOxwuratot npu temnepatype ot 1000 go 1200 °C. ITocne 06xura K AMOKCUY UIMPKOHUS,
CTaOMIM3UPOBAHHOMY UTTPUEM, TOOABIISIOT OKCH/T AJTFOMUHUS U TIPOBOISAT ITOMOJT B TEYEHUE
30 gyacos, panee cymat mpu 120 °C. HegoctatkoMm crioco0a SIBIISIFOTCS CII0KHOCTh CTa U1
MIPUTOTOBIIEHUSI OCHOBHOTO CyJIb(haTa IUPKOHUS ¥ HAIIMYUE CTAIMU TTIOMOJIA IMTOPOIIIKA.

TexHuueckuii pe3ybTaT HACTOSIIETO U300 PETEHUSI 3aKTI0UAETCS B TTOBBIIIICHUU
a¢dpexkTUBHOCTH crTOcO0a 3a CUET YMEHBIIICHUS ITTUTEIIbHOCTH U SHEPTOEMKOCTH TTporiecca
BBU/1y COKPAIIIEHUI CTaJIUN, CBI3AHHBIX C HATPEBOM, U OTCYTCTBUEM CTAJUU IIOMOJIA C
MOJTyYEHUEM CITa00arperupoBaHHOTO MEJIKOAUCIIEPCHOTO TTOPOIITKA TUOKCUIA IUPKOHMS.
TexHuuyeckuii pe3yIbTaT TAKXKe 3aKJII0UaeTCsl B 00eCIeueHUr pa3Mepa 4aCcTUIl TOPOIIKaA
Jrokcuia MpkoHust D50 < 1 MKM.

TexHuueckuii pe3yjabTaT JOCTUTAETCS 3a CYET TOTO, YTO B CIIOCOOE MOJTyUEHHUS
cnaboarperupoBaHHOIO IUCIIEPCHOTO MOPOIIKA TUOKCUIA HUPKOHHUS, BKITIOUAIOLIEM
MIPUTOTOBJICHUE PACTBOPA COJIM IUPKOHUS, CMEIICHHUE CYTh()haTUPYIOIIEro areHTa U pacTBopa

COJIM IUPKOHHUSI, CMEIIMBAHHUE MOJIyYeHHOM cMecH ¢ areHToM OH™ - MFOHOB, TPOMBIBKY
MOJTyYE€HHOM CYCIIEH3UH, pa3/IeIIeHUE )XKUIKOM U TBEPAO (a3, CYIIKY U OOKHUT TTOJTyUYEHHOTO
ocaJiKa, COTJIaCHO M300PETEHUIO CMEIIIMBAHUE PACTBOPA COJTU IUPKOHMUS U CYJIb(DaTUPYIOIIIETrO

are’HTa IpoBOJAT IIPU KOMHATHOW TEMIIEpATyPe U MOJIBHOM OTHOILLIEHUH SO42'/Zr4+ ot 0,4

1o 0,6, ¢ mocneayomuM HarpeBoM 10 teMnepatypbl 60-90 °C BKIIIOUMTENBHO, CMEILICHHE
MOJIyYEHHOM CMECH C BOJIHBIM PACTBOPOM aMMHUaKa BEAYT MPU IMTOCTOSTHHOM 3HaueHue pH =
7-9, IPOMBIBKY CYCIIEH3UM OCYIIIECTBIISIIOT JO KOHIEHTPAIMU HUTPAT UM XJIOPUJL MIOHOB HE

ooJtee 0,01 MOJ'IB/I[M3 B )KHJIKOM YaCTH CYCIICH3UH, TTOJTyUYECHHBIN TTOCIe (PUITBTPAIMN OCaT0K
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o0xwurarot npu temmeparype 800-1150 °C.

JIOCTH)XEHUIO TEXHUUECKOTO Pe3yJIbTaTa ClIOCOOCTBYET TO, UTO B KAYECTBE COJTM UPKOHUS
UCTIOJIB3YIOT €r0 HUTPAT WIIA XJIOPHI.

JIOCTKEHUIO TEXHUIECKOTO Pe3yJIbTaTa CIIOCOOCTBYET TAKXKE TO, UTO MTPOMBIBKY CYCIICH3UU
OCYIIIECTBIISIOT CI1a0bIM BOJHBIM PACTBOPOM aMMHAKA.

3asBJIICHHBIN CITOCOO MOTYyUYEHUS ClIab0ar perupoBaHHBIX MTOPOIIKOB JUOKCUAA IIUPKOHUS,
obOecnieunBaromuit pasmep yactul D50 < 1 MKM, BKITFOYaeT B ce0s1 CITEIYIOIINE CTaIH:

(1) [TpuroToBeHUE pacTBOPA COJIM HUTPATA, JIMOO XJIOpUAA HUPKOHUS C KOHIIEHTpaLen

ot 100 r/mm> 10 200 /M’ B IIepecyeTe Ha TUOKCU LIMPKOHNS;
(2) Cmemenue cynb(haTUPYIOLIETO areHTa U pacTBOpa COJIM LMPKOHUS ITPU MOJIBHOM

COOTHOIIIEHUH SO42'/Zr4+ ot 0,4 10 0,6. ¢ MOC/IeAYIOKUM HATPEBOM JI0 Temriepatypsl 60-90

°C BKJIIOYMUTEIIBHO, TpearouTuTenbao 60-70 °C;

(3) Beenenue cynbhaTUpOBAaHHOTO IMPKOHUS ITyTEM JO3UPOBAHUS B PEAKIIMOHHBIN 00beM,
B KOTOPOM MOAAEPKUBAETCS MOCTOsTHHOE 3HaueHue pH Ha ypoBHe ot 7 10 9 en.
BKJIIOUUTENIBHO, IPEANIOUTUTEIBHO OT 7,5 10 8,5 3a CUET KOHTPOJIMPYEMOT' O BBEACHUS BOJHOTO
pacTBOpa aMMHaKa ¢ KoHLUeHTpanuen S5 — 20 mac. %, npeanouyrurenbHo 10-15 mac. %, B
PEaKIMOHHBIN 00BEM.

(4) ITpoMbIBKa CyCTIeH3UM BOJIHBIM pacTBopoM ammuaka 0,05-1,50 Mac. % 10 KOHIEHTpalyu

HUTpPAT WK XJI0pUI HOHOB He 6oiee 0,01 MOJIB/IM;

(5) Otnenenue ocaaka OT KUAKOM YACTH JTIFOOBIM U3BECTHBIM CITOCOOOM, IMTPEIMTOUTUTETBHO
METOAOM (PUIbTpayy Ha HYTU-PUIIBTPE;

(6) Cymika MmoJry4eHHOTO ocajka U 00xur mpu Temiiepatype oT 800 mo 1150 °C,
npeanouytutesnbHo oT 900 no 1000 °C.

CyImHOCTh U300peTeHUsI MOsICHSIETCS (PUrypamu, riae H300paxeHo:

- Ha ¢ur. 1 - rpaduk pacrpeneaeHus 4acTul| o pa3Mepam Juist 00pasua, MoJyuyeHHOTO 1o
npumepy 1;

- Ha ¢ur. 2 - TabuIa 3HAUEHUI pa3MEpPOB YACTHIL 00Pa3OB, MOJYUSHHBIX 10 Pa3IMYHBIM
puMepam;

- ABTOpPBI IPEAJIOKEHHOT O U300pETEHHs HAIILJIY, YTO MOJyYeHHUE OCHOBHOIO Cyiib(daTa
LIMPKOHHUSA B XOJI€ HATPEBA CMECH PACTBOPA COJIM IUPKOHUS U CYJIb(PATUPYIOLIETO areHTa, C
MTOCIIEAYIOIIMM OCAXACHUEM, a TAK)KE MPOMBIBKA CYCIIEH3MH 10 KOHLEHTPALUU HUTPAT UITH

XJIopu11 HOHOB He 6oJtee 0,01 MOJIB/IM B KHKOM 4acTH CYCIIEH31H, TPEAOTBPALLAIOT CUIIbHYIO
arperanuio 4acTHL JUOKCUIA LIMPKOHMS B IIpolecce o0xura. B mpouecce HarpeBa cmecu
MIPOUCXOIUT YBEJIMYSHHUE YUCTIA TTOJIUSIEPHBIX THAPOKCUKOMIUIEKCOB IUPKOHUS, KOTOPBIE
CITOCOOHBI BCTPAUBATh B CTPYKTYPY CyIb(aT-HOHBI ¢ POPMUPOBAHUEM OCHOBHOTO CyJIb(aTa
UpkoHUsi. OCHOBHBIN CyIb(aT HUPKOHUS B MPOLECCE OCAKIACHUS POPMUPYET TUIPOKCU]T
IIUPKOHUS, COAEPXKAIIMIA B CTPYKTYpe CcylibdaT-uoHbl. [IpoMbIBKa rUAPOKCHAA IUPKOHUS OT
HUTPAT- WIH XJIOPUJI-UOHOB MTO3BOJISIET YAJIUTH U30BITOK COJIEH, KOTOPBIE MTPUBOIST K
MIPOYHOMY arperMpOBAHHUIO YACTUIL IUPKOHHUS HA CTA/IUY CYIIIKU U 00ura. [ Ipu noseIneHHoON
TeMIepaType 00Kura cyibdaT-uOoHbI YAAISIOTCS, CIOCOOCTBYS A€3aTr PErupOBAHUIO TUOKCHIA
[IUPKOHHUSI.

Ha nepBoti ctaauu nojiydeHus: cnadoarperupoBaHHOTO MOPOIIKA TUOKCUAA HUPKOHUS
FOTOBSIT PACTBOP COJIM HUPKOHHUS A30THOKHUCIIOTO UIIHA COJITHOKUCIIOTO C KOHLEHTpALUEH OT

100 110 200 r/mM° B repecyeTe Ha JMOoKeua LupKoHus. [1py KoHIeHTpauusax Huxe
YCTaHOBJIEHHOM I'PAHULBI TPEOYETCs UCIIOJIb30BAHUE aNlIapaTOB OOJIBIIOTO 00bEMA, UTO HE
11eJ1eCO00Pa3HO C TEXHOJIOTMUECKOM TOUKH 3pEHHUs, a UCIIOJIb30BaHUE PACTBOPA C

Crp.: 6



10

5

20

25

30

35

40

45

RU 2820108 C1

KOHLEeHTpauuen csbiiie 200 F/I[M3 MPUBOJIUT K (POPMUPOBAHUIO TYCTOMN BS3KOM CYCIIEH3UU
OCHOBHOTO CyJib(haTa MUPKOHMS, UYTO YCIOXKHSET anmnapaTypHoe ohopMIIeHHE TTPH
JAJIbHENIIEM JJO3UPOBAHUM CYCIIEH3HUU.

Ha BTOpoii craany nostydeHus: JUCIIEPCHOTO MOPOIIKA AUOKCUAA HIMPKOHUS ITPOBOISAT
CTaJIMI0 TEPMOTUIPOIIN3A ITyTEM BBEJIEHHUS CYIb(PaTUPYIOIIETO areHTa B 00beM pacTBopa
COJIM UUPKOHMS, TPUTOTOBJIEHHOM Ha MEPBOU CTAINU, IIPU NOCTOSIHHOM IIEPEMEIIMBAHUU U

MOJIBHOM COOTHOIIICHUU SO42'/er4+ oT 0,4 1o 0,6. Be16op nuama3zoHa OTHOIIEHUS CyIb(haT-

HMOHOB K MOHAM IIUPKOHUSI OOYCIIOBJIEH TEM, UTO IIPU MOJIbHOM OTHOIIICHUU SO42'/Zr4+ MEHEE

0,4, ob6pazyeTcst Maj0€ KOJIMYECTBO CYJIb(PaTU3UPOBAHHBIX YACTUI] IMPKOHUS, YTO MTPUBOIUT

K IIOSIBJICHUIO TUTOTHBIX arPEeraToB Ha CTAIUSAX CYIIKU U 00kura. I1pu oTHO1IEHUH SO42'/Zr4+

60:ee 0,6, eCTh BEPOATHOCTh 0OPa30BaHUS OOJBIIOTO KOJIUYECTBA KPYITHBIX TEPBUYHBIX
YACTHII, YTO TaK)Ke MIPUBOAUT K MOSBIICHUIO INIOTHBIX arperatoB. [Tpumepamu
CyIb(aTUPYIOIIETO areHTa MOTYT BBICTYIIATh CYJIb(aT aMMOHUS, cepHas kuciaoTa. [lamee
BeJlyT HArPeB pacTBOPpa IPU HEMIPEPHIBHOM IEPEMEITUBAHNM TIpY TeMrepaType oT 60 g0 90
°C, mpeanourturesibHO oT 60 10 70 °C.

Ha tpeTbeti cTaauu mojiydeHus ciadoarperupoBaHHOTO MOPOIIKA TUOKCUAA IUPKOHUS
MIPOBOJISAT T03UPOBAHUE OCHOBHOTO CyIb(aTa IMPKOHMS M BOJHOTO pacTBOpa aMMHUaKa B
PEaKTOpP CO CTaPTOBBIM 00BEMOM, KOTOPBIN MPEACTABIISAET COOOM TUCTUIIIIMPOBAHHYIO BOTY.
ITpu 3ToM 3HaueHue pH peaknoHHON Cpeibl MOIIePKUBAIOT Ha YPOBHE OT 7 10 9 €/IMHMII,
MPEIIOYTUTEIIBHO OT 7,5 110 8,5 €IMHML, 32 CUET PETyJIMPOBAHUS CKOPOCTEN MOAAYM PACTBOPOB
Cylb(haTUPOBAHHOIO IIMPKOHMS M BOJHOTO aMMHaka. B pesynbTaTte o6pasyercss ocaiok
THUIPOKCHUIA IMPKOHUS C aJICOPOMPOBAHHBIMU CyIb(daT-nonamu. KoHleHTpaus pactBopa
aMMMaKa HaXOJIUTCS B Auana3oHe oT 5 10 20 mac. %, npeanoytutenbHo oT 10 1o 15 mac. %.
Hcnonp3oBaHue pacTBOpa aMMHaKa ¢ KOHIICHTpanyeld HUKe YCTAaHOBIICHHON I'PaHMIIBI
HelesecooOpa3Ho B CBS3U C YBEJIMYEHHOM JIMTEILHOCTBIO ITPOLECcCa, TPEBIILICHUE
YCTaHOBJICHHOM I'paHMIBI HEXKEIATeIbHO BCJISICTBUE PE3KMX CKauKoB 3HaueHui pH B mporuecce
OCaXICHUS.

Ha yeTBepToii cTaguu mpoBOAST MPOMBIBKY BOJIHBIM pacTBopoM ammuaka 0,05-1,50 mac.

% OT coJiel 10 KOHUEHTPAIUA HUTPAT-UOHOB WIH XJIOPUA-UOHOB He 6oJee 0,01 MOJIB/I[M3.
[TpoMbIBKa CyCIIeH3UH O KOHIIEHTPAIMK COOTBETCTBYIOIIMX AHMOHOB 00JIee yCTaHOBIIEHHOM
TPaHUIBI MOXKET MPUBECTH K YXY/IIIEHUIO KAUeCTBA MOJIy4aeMOTro MPOAYKTa, BCIEACTBUE
arperamnyy 4acTHIl ITOpOIITKa JUOKCUIA IMPKOHUS B TIporiecce oOxura. [IpoMbIBKY ocajika
BO3MOKHO ITPOBOIUTH Ha QUIBTPAX Pa3HOOOPA3HON KOHCTPYKIUH, a TAKXKE ITyTeM
penybnanyiyu oTGUIBTPOBAHHOTO OCAaKa B MPOMBIBOYHOM pacTBope. IIpeamnouTurenbHo B
MPOIIECCe TPOMBIBKY ITPOBOAUTH KOHTPOJIb KOHIEHTPALMUA HUTPAT-UOHOB B XKHIKOM YaCTH
CYCIIEH3UU, PABHOBECHOM C OCAJIKOM, TIPH IMMOMOIIM JATUMKA HUTPAT- WIKA XJIOPUI-UOHOB
cooTBeTcTBeHHO. CTaausi IPOMBIBKH HEOOXOAUMA C LENTBIO MTPEAOTBPAIIICHUS ITPOYHOTO
arperupoBaHUs YaCTHI[ HA CTAJIUU CYIIKH U O0XKUra.

Ha misToit ctauu mpoBOJAT OTIEICHUE OCaIKa OT KHMIKON YaCTH JTF0OBIM U3BECTHBIM
Croco0oM, IIPEAMOYTUTEILHO UCITOIB30BaTh (DUITBTPAIMIO HA HYTY-DUITBTPE.

Ha mecroii ctagmu BenyT CyIIIKy TOPOIIKA C MOCIEAYIOMNUM O0XKUTOM ITPU TEMITepaType
oT 800 o 1150 °C, npennouytuteabHo oT 900 1o 1000 °C. O6xUr Mpu TeMIepaType HIKe
800 °C mpuBOIUT K U3OBITOUHOMY COJIEPIKAHUIO CYIh()AT-MOHOB B TTOPOIIKE, O0KUT MPU
temriepaType Bblmie 1150 °C mpuBOIUT K MPOYHOM arperaiyy 4YacTHll, CIIETOBATEILHO K
(bOpMUPOBAHUIO KPYITHBIX YacTull. Jlajgee mpoBOAST JIETKOE Jie3arperupoBaHue JTI0ObIM
U3BECTHBIM CLIOCOOOM.
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ITpumep 1
I'oTOBST pacTBOP OKCMHUTpAaTa MPKOHUS ITyTEM paCTBOPEHMSI 238 I OCHOBHOI'O KapOOoHaTa

UUPKOHHUS C MAaCCOBOM foJier 42 % B riepecyere Ha OKCUJl IMPKOHMS B 65 oM’

KOHLEHTPUPOBAHHOW a30THOM KUCJIOTHI € ITIOTHOCTHIO 1,4 r/em>. Tloce 5Toro pacTtBop
OKCUHHUTpATA UPKOHUS Pa30aBIsSIOT IUCTULIMPOBAHHOM BOIOM 10 KOHIeHTpauu 150 1/

e B IIepecyeTe Ha TMOKCU LMPKOHUS. Jlanee B pacTBOp IpU NEPEMEIIMBAHUNA BBOIST 22

oM’ KOHLIEHTPUPOBAHHOMN CEPHOMN KUCIIOTHI (IUTOTHOCTH 1,825 F/CM3) C MTOCIIEIYIOLIUM
HarpeBaHueM 70 80 °C B TeueHue 60 MUHYT C MOJIyUY€HUEM CYCIIEH3UU OCHOBHOTO CyJib(daTa

IMPKOHMS. [Ipu 3TOM MOJIBHOE COOTHOLIEHUE SO42'/Zr4+ cocrasiset 0,5.

Jlasee cyCrieH31I0 OCHOBHOTO CyJIb(haTa IMPKOHUS JO3UPYIOT B PEAKTOP C IEPEMEIIMBAHIEM
Y 1aTYMKOM pH, ¢ MOMOIIBIO KOTOPOTO PETyIMpPyETCs Moa4a BOAHOTO pacTBOPA aMMHUAKa
¢ KoHueHTpanuet 10 mac. % u nogaepxkanue 3HaueHus pH pasnHoro 8.

[TomydeHHyTO MOCTIE OCAXACHHUS CYCIIEH3MIO (PUIBTPYIOT HA HYyTU-GuibTpe. Ocagox
MIPOMBIBAIOT BOJIHBIM PACTBOPOM aMMUaKa ¢ KoHueHTpanuei 0,1 mac. %. Ha puiabTpe 10

JTOCTIKEHHSI KOHIIEHTPAIMM HUTPAT-WOHOB B ¢puibTpate 0,01 MOTIB/IM .

ITpombITEII OCagoK cymaT B cymmibHOM ikady mpu 120 °C, a 3aTeM 00KUTAIOT B
mydenbroi neuu npu 1050°C a1 nmonydeHus NopoIKa JUOKCHIA IMPKOHUS.

Onpenenenye rpaHyJIOMETPUUECKOTO COCTABA MOJTYUYEHHOT O MOPOILIKA OCYIIECTBIISIN
MeTOo/I0M JazepHoi nudpaxuuu. [IpenBapureabHO TPOBOAUIM JIETKOE Je3ar perupoBaHue
IMOPOIIKOB B KEPAMUYECKOMN CcTyIKe. Pacnipenenenus yactvy o pazmMepam IoJIy4eHHOTO
MOPOIIKa MPUBEAECHO HA PUCYHKE 1. Pe3ylibTaThl UBMEPEHUS TPAHYIIOMETPUUECKOTO COCTABA
MMOPOLIKOB, NOJYYEHHBIX B JAHHOM M MOCTIEAYIOIUX IPUMEPAX, IPEACTABIIEHBI B Ta0JIHMIIE
1.

ITpumep 2

Ha nepBoMm 3Tamne rotoBST pacTBOp COIIHOKUCIIOTO UUPKOHUS ITyTEM pacTBOpeHus 238
I' OKCUXJIOPYIA LMPKOHUS C MACCOBOM J1o0Jier 36,9 % B nepecuere Ha OKCUI UUPKOHHUS IIPU

IIEpEMCIIMBAHUN B 330 CM3 HHCTHHHHpOBaHHOﬁ BOJbI 1O JOCTUKCHHA KOHIUCHTPAIUU paCTBOPa

OKcHUXJI0praa uupkonus 200 r/nv° B repecyeTe Ha AMOKCUT LMPKOHUs. Jlasiee B pacTBOp IIpU

3

MEPEMENIMBAHUUA BBOST 22 CM~ KOHUEHTPUPOBAHHOW CEPHOM KUCIIOTHI (IUIOTHOCTH 1,825 1/

CM3) ¢ nocnenyromumM HarpeBanreM 10 70 °C B TeueHue 80 MUHYT € IOJIYYEHUEM CYCIIEH3UU

OCHOBHOTO cyJibdarta uupkonus. [Ipu 3ToM MoIbHOE COOTHOIIIEHHE SO42'/Zr4Jr COCTaBJISIET

0,5.

Jasee cyCrieH31I0 OCHOBHOTO CyJTb(haTa IMPKOHUS JO3UPYIOT B PEAKTOP C MIEPEMEIIUBAHIEM
¥ 1aTuyukoM pH, ¢ TOMOIIIBI0O KOTOPOTro PeryaupyeTcs nogadya BOGHOTO PacTBOpa aMMHUAKa
¢ koHueHTpauuen 10 mac. % u nogaepxanue 3HaueHus pH pasnoro 9.

[TonyyenHyro nocie ocaxaAeHUs CyCEH3UI0 PUIbTPYIOT, OCAA0K MPOMBIBAIOT PACTBOPOM
aMMHaka c KoHneHtpamuet 0,5 mac. %. Ha GUIBTPe 10 TOCTUKEHUS KOHIIEHTPAIUA HUTPAT-

noHoB B punbTpaTte 0,005 MOJ'II:/I[M3 .

Hanee monmyueHHbIN ocanok cymart mpu 120 °C, a 3aTtem o6xwuratot ripu 1100 °C ms
MOJIyYEHUSI TTOPOIITKA JUOKCUIA IUPKOHUSI.

ITpumep 3

Craauu DpuroToBJIEHUS] pACTBOPA OKCUHUTPATA IUPKOHHUS TOTOBSIT TAK K€, KAK OITMCAHO
B Iipumepe 1.

Cranuio popMupoBaHMsI CYCIIEH3UM OCHOBHOTO CYJIb(haTa IUPKOHUS TPOBOISIT MyTEM
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BBE/ICHUS 43 T TBEPAO COJIM pacTBOpa CyJibaTa aMMOHUS TP IePEMEITUBAHUU C
nocieaytomum Harpesom 10 60 °C B TeueHue 80 MUHYT.

Jlarnee cycrieH3U0 OCHOBHOTO CYJIb(haTa IUPKOHUS JO3UPYIOT B PEAKTOP C IepeMelIMBaHUEM
Y 1aTYMKOM pH, ¢ TOMOIIBIO KOTOPOTO PETYIMPYETCS MOJa4a BOAHOTO PACTBOPA AMMHUAKA
¢ koHueHTpauuen 10 mac. % u nogaepxanve 3HaueHus pH pasnoro 9.

[TonyueHHy10 Mocie OcaXAeHUs CYCIEH3UIO (PUIBTPYIOT, OCAI0K MPOMBIBAIOT CIIA0BIM
pacTBOpOM aMMHaKa ¢ KoHneHTpanwpei 0,5 mac. %. Ha GUIbTPpe 10 TOCTHKEHHS KOHIICHT ALy

HUTpAT-UOHOB B puibTpate 0,005 MOJIB/ M.
Janee momyueHHslit ocagok cymat npu 120 °C, a 3atem o6xuraroT ripu 1100 °C mis
MOJTyYEHHs MTOPOIIKA YACTUYHO CTAOWIM3UPOBAHHOT'O UTTPUEM JTUOKCUIA IIUPKOHUSI.
ITpumep 4 (cpaBHUTENIBHBIN)
PactBOp OKCHMHUTpATa UMPKOHHUS TOTOBST TAK K€, KaK ONMcaHo B rpumepe 1. Jlanee B

pacTBOp MpH MEPEMENIMBAHUMA BBOIAT 9,5 oM’ KOHLEHTPUPOBAHHOMN CEPHOM KHUCTIOTHI

(mnoTHOCTH 1,825 r/em” ) ¢ mocieaytomuM HarpeBanueM 10 50 °C B TeueHue 90 MUHYT ¢
TTOJTyYEHUEM CYCIIEH3UM OCHOBHOTO Cyib(daTa nupkoHus. [Ipyu 3ToM MOJIbBHOE COOTHOIIICHHE

S0,%/Zr** cocrasser 0,2.

Jlasee cycrieH3u0 OCHOBHOTO CYJIb(haTa IUPKOHUS JO3UPYIOT B PEAKTOP C IepeMelIMBaHUEM
Y 1aTYMKOM pH, ¢ TOMOIIBIO KOTOPOTO PETYIMPYETCS MOJa4a BOAHOTO PACTBOPA AMMHAKA
¢ koHueHTpauuen 10 mac. % u nogaepxanue 3HaueHus pH pasnoro 7.

[TomyyeHHyr0 TIOCIIEe OCAXACHUS CYCIICH3UIO (PUITBTPYIOT U TPOMBIBAIOT OCAOK TaK XK€,
KakK OIMCaHO B nmpumepe 1.

Hainee monyueHHbIN ocanok cymart npu 120 °C, a 3atem ooxkwurarot ripu 1100 °C ms
MOJIyYEHUS TOPOILIKA JUOKCUAA [UPKOHMUSI.

ITpumep 5 (cpaBHUTEITBHBIN)

Craauu NpuUuroToBJIEHUS PACTBOPA OKCUXJIOPUAA LIMPKOHUS U MIOJTYUEHHUS CYCIIEH3UU
OCHOBHOTO Cy/Ib(aTa HMPKOHUS TOTOBAT TAK ke, KaK OMKUCAHO B IpUMEpE 2, TOIBKO HArpeB
MOCJI€ BBEACHHUS KOHIICHTPUPOBAHHOM CEpHOM KMCIOTHI OoCylecTBIIsoT 1pu 80 °C.

Jlasee cycrieH31I0 OCHOBHOTO CyJIb(haTa IUPKOHUS ITPUIIMBAIOT K 240 o’ BOJIHOT'O pacTBOpa
aMMUaKa ¢ KOHLUEHTpauuen 25 mac. %.

[ToydyeHHYO TIOCITe OCAXACHHS CYCIICH3UIO (PUIBTPYIOT U TPOMBIBAIOT OCA0K TaKKe,
KaK OIMCAHO B IIpUMEPE 2, TOJIBKO 10 JOCTHKEHUS KOHIICHT ALY XJIOPUA-UOHOB B (PUIBTPATE

0,1 MOJ'IB/I[M3 .

JHainee monyueHHbIN ocanok cymar npu 120 °C, a 3ateM o6xurarot mpu 900 °C st
MOJIyYEHUS TIOPOILIKA JUOKCUAA [UPKOHMUSI.

[Tpumep 6 (cpaBHUTEIIBHBIN)

Craauu NpuroToBJIEHUS] PACTBOPA OKCUHUTPATA IMPKOHUS U MOJTYUYEHHUS CYCIIEH3UU
OCHOBHOTO CyJibhaTa IUPKOHMS OCYIIECTBIISIOT TaK)Ke, KaK OMMCAHO B TIpuMepe 1.

Jlaree K CyCrieH3ur OCHOBHOTO CyJIb(aTa IUPKOHUS TPUIUBAIOT 240 oM’ BOJHOTO pacTBOpa
aMMMaKa c KOHUeHTpauuen 25 mac. %.

[ToyyeHHyro nocie ocaxaeHus CyCeH3UI0 (GUIBTPYIOT U TPOMBIBAIOT OCA0K TAKIKE,
KaK OTIMCAaHO B IpuMepe 1, TOJIBKO 10 TIOCTHKEHHUS KOHICHTPAIMM HUTPAT-HOHOB B (pUiIbTpaTe

0,1 MOJIb/I[M3 .

Janee momyueHHbIi ocagok cymat npu 120 °C, a 3atem ooxuraroT ripu 800 °C miis
MOJTyYEHHs TTOPOIIKA JUOKCUAA IMPKOHUS.

Taxum 00pazom, cnocod MOIyYeHUs], COIIACHO HACTOSIIEMY U300pETEHUIO, TO3BOJISIET
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MOJIYYUTh ci1aboarperupoBaHHbIE TUCIIEPCHBIE TOPOIITKU JUOKCUAA IIMPKOHUS C pa3MepOM
D50 menee 1 MKM.

(57) ®opmyna uzobpeTeHus
Cnioco6 nosyueHus c1aboarperupoBaHHOTO AUCIIEPCHOTO MOPOIIKA TUOKCH/IA IUPKOHUS,
BKJTIOYAIOIINHN CTA UK ITPUTOTOBJICHHS PACTBOPA OKCMHUTPATA UJTH OKCUXJIOPUIA IUPKOHUS,
(bopMUPOBaHUS OCHOBHOTO CYJIb(aTa MUPKOHUS MyTeM JT00aBJICHUS B TPUTOTOBIICHHBIN
pacTBOP CyIb(haTUPYIOIETO aTeHTa TPU KOMHATHOM TEMITEPATYPE C MOCIEAYIOIIMM HAaTPEBOM
CMECH, OCaXIEHUS TUAPOKCHUIA IMPKOHUSI, TPOMBIBKH OCaJIKa, PUITBTPAIH, CYIITKU U O0KHUTra
ocajJKa, OTIIMYAIOIIUICS TeM, YTO CTaauu (HOPMHUPOBAHUSI OCHOBHOTO CYJIb(aTa IIUPKOHUS

MPOBOJIST B MPUCYTCTBUU CYJIH(HAT-MOHOB ITPU MOJIBHOM COOTHOIIEHUHU SO42'/Zr4+ ot 0,4 1o

0,6 ¢ moceayIKMM HarpeBOM cMecu Tipu Temmnepatype ot 60 10 90 °C, ocaxaeHue
TUAPOKCHUIA IMPKOHHUS ITPOBOJSAT IIyTEM CMEIIIMBAHUS YKA3aHHOW BBIIIE CMECU U BOJHOTO
pacTBOpa aMMHAKa B PEAKTOPE MPU NOAACP>KaHUY ITOCTOSTHHOTO 3HaYeHus1 pH B peaklMOHHOM
00bEME Ha YPOBHE OT 7 €11. 10 9 e11., MPOMBIBKU OCA/IKA JO KOHIEHTPAIUW IPUMECHBIX COJIeH

He 6otee 0,01 MOJIB/IM®, 0GKMra MOJIyYEHHOT' 0 ocaaka nmpu temmneparype ot 900 mo 1150
°C.
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MEKM MEKM HiA
Tprncp 1 0.6 0,65 0,2 0,5 13 2,12
TIpumep 2 0,7 0,75 0,2 0,6 15 2,24
TIprnep 3 1.1 1,25 0.2 0.8 23 2,49
ggj:}fﬁémﬁm 14,5 0,46 0,3 1,1 476 6,82
gﬁ‘;’;‘:ﬁfmbﬂmﬁ) 1246 20,13 3.9 27,6 447 16,02
(rig;‘g‘:ﬁénmmﬁ) 41,0 24,49 45 24,7 107,6 4,17
Ourypa 2
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