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PaboTa BbInonHeHa B aKLMOHEPHOM 0OLIeCTBe «BBICOKOTEXHOIOIHYECKHUI Hay4yHO-

HUCCIIeA0BATEILCKUN MHCTUTYT HCOPraHU4YeCKHUX MaTepHaJoB MMEHH aKaJeMHuKa
A.A. BouBapa» (AO «BHUMHM>»)

HayuHnblii pykoBOAUTEND: Yr1pobun Imutpuii Bnagumuposuu,
KaHAMJAT XUMUYECKUX HayK

Oduumnanshbie onnmoHeHThl:  bsiuenko Anexcanap HukonaeBuu,
JOKTOP TEXHUYECKHX HayK, Mpodeccop, 3aBeTyOIHii
KaeIpoi XMMUHU U TEXHOJOTHH PEAKUX SJIEMEHTOB
umenu K.A. bonbiiakoBa Poccuiickoro
TEXHOJIOTUYECKOro yHuBepcuteta — MUPDA

Punaros Eprennii CepreeBuu,

JIOKTOP XMMUYECKUX HAYK, [IaBHbIM HAYUHBIH
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DIIEKTPOXUMUHU Y PalbCKOro oTAeneHus: Poccuiickoii
akagemun Hayk (PI'BYH UBTD YpO PAH)

Benyas opranuzanus: DenepalibHOE rOCYIaPCTBEHHOE OO IKETHOE
yupexaeHue Hayku «HCTUTYT XUMHUH

JlanbHeBOCTOUHOTO OTAENIeHHs Poccuiickoli akaieMuu
Hayk» (DI'BYH MX JIBO PAH)

3amura cocroutes «02» urons 2026 r. B 11-00 yacoB Ha 3aceqaHuu JIUCCEPTALIMOHHOIO
cosera [[ 99.1.056.03 B AO «BbICOKOTEXHOIIOTHYECKUI HAy4YHO-UCCIIe]0BATENBCKUI
MHCTUTYT HEOPraHUYEeCKUX MaTeprajoB UMeHU akagemuka A.A. bousapa» mo azpecy:
123095, r. Mockasa, yi. Porosa, z. Sa.

C nuccepranyeid MOXKHO o3HakoMutTcs B Oubnuoreke AO «BHUMHM» u Ha caiite
https://vniinm.tvel.ru/.
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OT3bIB B IBYX 5K3eMIUIAPaX, 3aBEPEHHBIX T€YATHIO OPraHU3aALUM, TIPOCUM OTMPABIIATH
no aapecy: 123095, r. Mocksa, yi. Porosa, 1. 5a.

VY4eHblli cekpeTapb
nuccepranuronHoro cosera /[ 99.1.056.03
KaHAMUaT TEXHUUYECKUX HAYK ‘ N.I'. Jlecuna
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OBILIAA XAPAKTEPUCTHUKA PABOTbBI

AKTYaJIbHOCTh T€MbI HCCJIET0BAHUS

ITo cocrosiuio Ha Aekabpb 2025 1. B Mupe skcruryatupyrorcs 403 aHepreTHuecKux
BOJIOOXJIQKIAEMBIX SJIEPHBIX PEAKTOpa Ha TEIUIOBBIX HEUTPOHAX, siepHoe ToruBo (A1)
KOTOPBIX COCTOMT U3 JEJNSIIErocs MaTeprania, pa3MEeIeHHOTO B TePMETHYHOI 000JI0UKe
TETUJIOBBIJICISIONIETO AJIeMEeHTa (TBJ).

C 50-x rogoB XX Beka 10 HACTOSIIIIEE BpeMs HAMITYYIIIUM KOHCTPYKITMOHHBIM Ma-
TepuanoM Jiyisi 006omouek TBAN AT SBISIOTCA CIUIaBbl HA OCHOBE LIMPKOHUS, B CBSI3U C
KOMITJIEKCOM MCKIIFOUUTEIFHBIX CBOMCTB 3TOTO METallJIa: MaJioe CEYEHUE 3aXBaTa TEII0-
BbIX HEUTPOHOB (0,18 OapH), BEICOKasE KOPPO3UOHHASI CTOMKOCTH B BOJIE U BOJISIHOM Iape,
MeXaHU4ecKask MPOYHOCTh U MIIACTUYHOCTb.

Crnennduka MPUMEHCHHs] MaTEpHAIOB B AKTHBHOW 30HE SACPHBIX PEaKTOPOB
HAKJIQJIBACT JKECTKHE OIPAaHUYCHUS IO COJACPKAHUIO MTPUMECEH C BHICOKUM CEYCHUEM
3axBaTa TEIIOBBIX HEHTPOHOB, K KOTOPhIM OTHOCUTCS raduuit (105 GapH), B CBS3H C UeM,
€ro COAECPKAHUE B UPKOHUEBBIX PEAKTOPHBIX CILIaBaX HOPMUPOBAHO Ha ypoBHE 100—
500 ppm. Onaxo B ipupoae Hf commyrctByet Zr, ero copepikaHue B IIMPKOHUEBBIX py1ax
cocrapisietr ~2,0-2,5 mac. % k nupkoHuto. M3-3a 611M30¢TH aTOMHBIX M HOHHBIX PaIAy-
COB 2JIEMEHTOB UX XMMHUYECKHE U KPUCTAIUIOXMMHUECKHE CBOMCTBA OJM3KH, B CBS3H C
yeM ouucTKa oT Hf siBjisseTcst mOCTaTOYHO CIIOXKHOM 3a1auei.

Jlist o6ecrieuenus mupkorrem aromHoi dHepreTukr CCCP, B 60-x romax XX Beka
ero MpOM3BOJICTBO ObLTO co3maHo Ha Yemenkom Mexanumdeckom 3aBoje (AO UM3, r.
I'nasoB). Ounctka ot Hf Obuta peanusoBana ApoOHOW MEpeKpUCTATIIM3AIIUCH
rekcagTopipkoHata M rekcaproprapHaTta Kajgus C MOCISAYIOUIUM MOJIyYEeHUEM
3JIEKTPOIUTHYECKOTO upkoHueBoro nopoimika (IT1D) ¢ conepkanuem Hf 300-350 ppm
(mpu MHUPOBBIX cTaHAapTax He 6onee 100 ppm).

OmHOBPEMEHHO € 9THM, 32 pyOSKOM pa3BUBAJIACH aTbTEPHATHBHAS TEXHOJIOTHS —
MOJIy4eHHUE IIUPKOHUEBOM I'yOKH MarHUETEPMUYECKUM BOCCTAHOBIIEHUEM TETPaXJIopuaa
upkonus. Ounctka ot Hf ocymecTrisiercs Mmetonom sxxuakoctHoi skctpakiuu (CHIA,

Kurait, Unans) wiun sxkctpakTiBHON pextudukaruu ZrCly u HfCly (®panmus).
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B nauane 2000-x rooB 1mokaszaHo, 4T0 000JI0YKH TBAJI U3 CIIJIABOB HAa OCHOBE LIUP-
KOHUEBOW T'yOKH, [0 CPaBHEHHIO C AaHAJIOTMYHBIMU CIuIaBaMu Ha ocHoBe I11[9, nmeror
0oJiee BHICOKHE HKCILTyaTallHOHHBIE CBOMCTBA B YCIOBUSIX aBapuu C MOTEPEl TEIIOHO-
cutenst (LOCA). MHocTpaHHbIE MOTPEOUTENN OTKA3AIMCh OT UCIOJIb30BAaHUSI 000JI0UEK
TBAJ U3 cIiaBoB Ha ocHoBe II1[3. {ns uzrotoBiaenus komiuekTyromux AT g ADC
«Temenun», «lykoBanbh»y (Uexus), «Jlouncay (Gunnsuaus), «Koznomyi» (bonrapus),
«ITakm» (Benrpus), «Axkyto» (Typuus), «TsuBans» (KHP), «Kynankynam» (Munus),
«Pynnyp» (banrnanem), «2nb-Jlabaa» (Erumer) norpeboBasiock 3aKynarh ryOKy y UHO-
ctpaHHbIx npousBoauteneit (Opaunnus, CILIA, KHP).

Takum oOpa3omM, co3jaHue COOCTBEHHOTO MPOU3BOICTBA IMPKOHUEBOW I'yOKHU OKa-
3aJI0Ch HEOOXOAMMBIM JIJIS YIEP KaHUS U paciIupeHust 3apyoeskHoro peiaka AT, uto mo-
TBEPAKAAET AKTYyaJIbHOCTh IPOOJIEMBI, PACCMOTPEHHOM B JAaHHOU padoTe.

B cootBerctBumM ¢ npukazom Munaroma PO No57 ot 28.01.1999 B AO UM3
HAYaToO CO3/IJaHuE MIPOU3BOJICTBA ITUPKOHUEBOU I'yOKH.

Ha ocHOBaHMU TEXHHMKO-?KOHOMUYECKOTO aHaln3a JJIsl OYUCTKU OT radHUs BbI-
Opana TexHosorus skcrpakTiuBHON pektudukanuu ZrCl, u HfCly B pacriase KCI-AICls.

Crenenb pa3padloTaHHOCTH TeMbI UCCJIET0BAHUS

HecmoTtps Ha To, uTO mporiece akcTpakTuBHOM pektudukaiuu ZrCl, u HFCly B pac-
wiaBe KCI-AICI; peann3oBan B npoMmbliicHHOM MaciiTabe Ha 3aBoje Cezus Bo @pan-
IIUH, TUTEpaTypHbIC JTaHHBIC O HEM KpailHe OTPaHUYEHBI U HEAOCTATOYHBI AJIs CO3TaHUS
IPOMBIIIJIEHHOTO IPOU3BOICTBA.

CgoiictBa cucteM ZrCl,—AlCl;—KCl u HfCl,—AICl;—KCI u3yuenst HemocTaTouHO.
B wactHOCTH, MMEIOMIMECS JaHHBIE 0 PABHOBECHUIO «TBEPA0C-KUIKOCTBY U «KHUIKOCTh-
nap» He COrJIacyrTCsl IpYT C IPYTOM.

Nmetroress nannbie o BiausHuM MojbHOro cooTHorieHus AlCI/KCl B pacrnase
ZrCl,—HfCl,~AICI;—KCI na 3¢ dexTruBHOCTD Mpoliecca SKCTPAKTUBHON PEKTU(DHUKAIIMH
ZrClyn HfCly, omHako MeTo/1bl €10 KOHTPOJIS B IUTEPAType HE OIMHCAHBI.

Heab padoTsl

Omnpenenenre napaMeTpoB TEXHOJIOTMUECKOT0 peXUMa Ipolecca pa3aeaeHus TeT-

PaxJIOpUIOB HUPKOHUS U radHUsS METOJOM IKCTPAKTUBHOW PEKTU(UKAIIMU B pacIjiaBe
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AICIl;—KCI, obecnieunBaromuyx mojydeHHE TETPAXJIOPHIA IMUPKOHUS C COJEpKaHUEM
Hf/Zr <100 ppm mist Hy>x1 aTOMHO# poMBIIUIEHHOCTH PO.

JI1sl TOCTHKEHUS TIOCTABJIEHHOM 1eJIN OBbLJIM pPelleHbl CaeayNue 3a1a4u

- TPOBEACH aHAIW3 MyONMKAIMil MO MPOIECCY 3KCTPAKTUBHON PEKTU(UKALNU
ZrCly u HfCl,; u BbIgBIEHHE MaHHBIX, HEJIOCTAIOIIMX JJIs Pa3paOOTKH MPOMBIILICHHOM
yCTaHOBKM dKcTpakTuBHOM pextudukanuu ZrCly u HfCly;

- ompeeTeHbI apaMeTphl mporecca abcopobumu mapoB ZrCly pacmmaBom KCl-
AICl3-ZrCl, B nedaermatope peKTH(PHUKAIMOHHON KOJOHHBI, pa3pad0TaHbl YCIIOBHUS €I0
paboTHI;

- ompeelIeHbl mapaMeTphl mporecca aecoporuun ZrCly u3 pacmiaBa KCI-AICIs—
ZrCly u ycnosus perereparuu paciuiaBa KCI-AICl; mocie KoJIOHHBI 3KCTPaKTUBHOM
peKkTu(UKaIUH;

- pa3paboTaH 1 HIKCIEPUMEHTAIBHO MPOBEPEH CIIOCO0 KOHTPOJISl COCTaBa paciaBa
KCI-AICIls—ZrCl,—HfCl; ycranoBku skcrpaktuBHO# pektudukanmu ZrCly u HfCly
AO UMS3.

Hayuynast HOBU3HA

- BIIEPBBIC YCTAHOBJICHA 3aBUCHMOCTh PaBHOBecHOW koHueHTparmu ZrCl, B pac-
wiaBe KCI-AICIs—ZrCl, ot temnepatypsl B auanasone temmepatyp 597,7-698,2 K u
napienuit 119,7-124,8 klla, 4To MO3BOJIUIIO pacCUUTATh MAaTepUAJIbHBIE TTOTOKU U OIpe-
JEUTh MapaMeTpbl TEXHOJOTUYECKOTO peXuMa padboThl AeduerMaropa peKTU(pUKaILIK-
OHHOM KOJIOHHHI,

- OompezeNieHa 3aBUCUMOCTh ocTatouHoi KoHreHTpanuu ZrCly B pacmaBe KCIl—
AICl;—ZrCl, mocne pecopOumm OT yaeIbHOTO pacxoja JeCOpOCHTa NpHU TeMIlepaType
437-453 °C, 9TO MO3BOJIMIIO ONPENETUThH MapaMeTphbl TEXHOJIOTHYECKOTO PEKHUMa pa-
00THI IeCOPOIIMOHHOM KOJIOHHBI;

- BIIepBbIe yCTaHOBIICHO BiusHue MosibHOTO oTHOmeHus: AlCls/KCl B pacrnase
KCI-AICIs—ZrCl, na ocratounyro xonneHtpanuto ZrCls mocne aecopOiuu, 4To mo3Bo-
auiio yeraHoBuTh TpeboBanus k cootHomenuio AlCls/KCI B pacrminase;

- BIICPBBIC BBIABIICHA KOPPEISAIUS MEXIY colepikanneM Zr u (pa3oBbIM COCTAaBOM

kpuctaumzoBaHHbiX pacmiaBoB KCI-AICI;—ZrCl,—HfCl,, uro no3Bonmio pazpadorars
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coco0 koHTposist coctaBa paciiaBa KCI-AICI;—ZrCl,—HfCl; u obocHoBath ero
WCITOJIb30BAHUE TIPH IKCIUTyaTaIlii YCTAaHOBKHU SKCTPAKTUBHON pektudukaruu ZrClsy u
HfCl, AO UM3.

IIpakTHYeckasi 3HAYUMOCTH PadOThI

Ha ocHOBaHMM MOJy4YEHHBIX JAHHBIX COBMECTHO co crenuanuctamu AO UM3 u
AO «CepaHNHNxuMmary:

- OTpeNeNIeHbl MaTePUATbHBIC TTOTOKH U TEXHOJOTUYECKUE PEKUMBI YCTAHOBKHU
skcTpakTuBHON pekTrdukanuu ZrCl, u HfCly, paspaboran TexHUYeCKUI MPOEKT ycTa-
HOBKHU A.39.301.00.000;

- CIPOEKTUPOBAaH Ae(JIErMarop KOJOHHBI AKCTPAKTUBHOW peKTU(HUKAIUN
A.04.137.000 u xononna aecopouuu A.04.134.000;

- ompeJiesieHbl U BBeAieHbl B TexHosoruto B AO UM3 (TN 140.25000.00332) napa-
MeTphI porieccoB abcopoumu napos ZrCly u HfCly B nediermarope pektudukannoHHo#M
KOJIOHHBI U ficcopOru ZrCls B KOJIOHHE JeCOpOIHH;

- paspabotan u BHeapeH B TexHonormio AO UM3 (ITmam Nel9-407/72 ot
15.11.2023) crioco6 kouTposns cootHomieruss AlCIs/KCI B pacmiae KCI-AICI;—ZrCly—
HfCl,.

PesynbraThl paboThl BHEAPEHBI B MPOU3BOACTBO ITUPKOHUEBOM Tyokn AO UM3,
MOJIYYEeH aKT BHEJPCHHUSI.

MeTtoa0/10rHsl 1 MEeTOABI MCCI€I0BAHUS

Hccnenosanus nporeccor adcopoumu mapos ZrCls pacruiaBom KCI-AICl;—ZrCly
u necopormu ZrCls u3 pacmiasa KCI-AICl;—ZrCly motoxom aprona npoBoIuiuck Ha co-
31aHHOM B AO UM3 OnBITHOM yCTaHOBKE.

Jns uccnenoanus mpo6 pacmiaBa KCI-AICI;—ZrCl,—HfCl, ncnons3oBasics kom-
TIJICKC COBPEMEHHBIX (PU3HKO-XUMHUYECKUX METOOB: aTOMHO-IMHUCCHOHHAS CTICKTPOMET-
puu ¢ UHAYKTUBHO cBs3aHHOM masmoint (MADC ¢ UCII), peHTreHoBckas AU pakToMeT-
pusi, BOCCTAHOBHUTEIIBHOE TUTABJICHHE.

ITos10:keHUs1, BBIHOCHMBbIE HA 3aIIIUTY

1. ITapametpsl mporiecca abcop6biuu mapos ZrCly pacrmaBom KCI-AICI;—ZrCly u

TpeOoBaHUs K AeIerMaTopy KOJOHHBI SKCTPAKTUBHOW PEKTU(PUKALIUU.



-

2. YcrnoBus yCTOMYMBOM paboThI ehaerMaTopa KOJIOHHBI SKCTPAKTUBHON PEKTH-
¢dukanuu ZrCly u HfCl,.

3. [Tapametpsl nporecca aecopoumu ZrCly us pacmiaba KCI-AICl;—ZrCly mocie
9KCTPAKTUBHOW PEKTHU(PUKAITUH.

4. Cnoco06 xontposis coctaBa pacriaBa KCI-AlICI;—ZrCl,—HfCl, ycranoBku sxc-
TpakTuBHOM pekTrdukanmu ZrCly u HfCl; AO UMS3.

JlnuHblii BKJIAJ aBTOpPa 3aKIOYAcTCsS B IMOCTAHOBKE 33j1a4, BEIOOpE HAYYHBIX
MIOJTXOJIOB ¥ METOJIOB MX PEIIeHUs, pa3paboTKe MporpaMM HCCIeA0BaHUs, HHTEPIpETa-
¥ 1 000OIICHUH Pe3yIbTATOB IKCIIEPUMEHTOB, (POPMYIIMPOBAHUH BHIBOJIOB.

JIMYHO aBTOPOM BBITIOTHEHBI: CTATUCTHYECKAsi 00paboTKa pe3yaIbTaTOB IKCIIEPHU-
MEHTOB; pacyeThl MmapaMmeTpoB MporeccoB abcopbumu napoB ZrCls pacmaBom KCl—
AICIs—ZrCls n necopoumm ZrCly u3 pacmaBa KCI-AICIl;—ZrCly; ananu3 pe3ynbraTos
omnpenenenus cocraa paciiaBa KCI-AICl;—ZrCl,—HfCl, xommexcom pusuko-xumude-
CKUX METOAOB. ABTOp NPUHUMAJ HETIOCPEJICTBEHHOE YYacTUE B MPOBEACHUU IKCIICPH-
MEHTOB Ha OINBITHOM ycTaHOBKE AO UM3.

Pa3paboTka mMcXOmHBIX TpeOOBaHWU K AeduierMaTopy PEeKTHGUKANNOHHON KO-
JOHHBI W JIECOPOLIMOHHOW KOJIOHHE BBITIOJHEHA COBMECTHO CO CICIHATHCTaAMU
AO «CepaH1UNxummai» u AO UM3.

Pa3paboTka crocoba xoutposs cocraBa pacmiaBa KCI-AlCls—ZrCl,—HfCl, BbI-
MoJHEHa COBMeCTHO co crieruanucrtamu AO UM3 u ®I'6OY BO YpdV.

[ToaroroBka myOIUKAIIUi BBIMOTHSIIACH TIPU YYACTHU COABTOPOB.

CreneHb 10CTOBEPHOCTH

JIOCTOBEPHOCTH PE3yIbTATOB MOATBEPIKIACTCS UX BOCIIPOU3BOMMOCTHIO, IPHUME-
HEHHEM MOBEPEHHBIX CPEACTB U3MEPEHHs, COBPEMEHHOTO aHAIMTHYECKOTO 000pya0Ba-
HUS ¥ aTTECTOBAHHBIX METOJUK aHan3a, 00bEMOM TOJIYYCHHBIX JaHHBIX U PE3yJibTa-
TaMH X CTAaTUCTHYCCKOTO OOPaOOTKHU.

BEIBOZT 0 JOCTOBEPHOCTH PE3yNIbTATOB MOATBEPIKIACTCS TOTYYCHUEM Ha CO37aH-
Holi B AO UM3 ycTaHOBKe TeTpaxjiopuaa MUpkoHus ¢ coaepxkanuem Hf/Zr<100 ppm, u3
KoToporo nosrydaero 6omaee 700 T MUPKOHUEBOU TyOKH 71 SIIEPHOTO MPUMEHEHHSI, COOT-

BETCTBYIOILIEH POCCUICKUM U MEXIAYHAPOIHBIM TPEOOBAHUSM.



Anpobanus pe3yJibTaTOB

Pe3ynbTaThl paOOThl OBUIM MPEACTABICHBI HA JACBATH MEXAYHAPOIHBIX H
poccuiickux KoH(pepeHIUsX U ceMuHapax:. HaydyHoM cemuHape AO «BHUMHM» no
UPKOHHUIO W ero cruaBaMm mamsatd A.B. Huxymuno#t (27.10.2022, r. Mocksa); VI
Mexnaynaponnori (XIX PermonanpHOM) HayyHoW KoHbepeHun «TeXHOreHHbIe
CHCTEMBI U 3Kojiorudeckuit puck» (20-21.04.2023, r. OOHUHCK); MOJIOJISKHON HAYYHO-
IPAaKTHYECKOH KOH(pepeHINH «MaTeprabl ¥ TEXHOJIOTHH B aTOMHOU dHepreTuke» (22-
23.06.2022, r. MockBa); X MexayHapoHOW MOJIOASKHON HaydHOM KOH(EepeHIUU
«Ou3uka. Texnomormu. WuHOBamum.» (15-19.05.2023, r. ExarepunOypr); XIX
Poccuiickoii koH(pepeHunn «Pu3nyeckas XUMUS U SJIEKTPOXHUMHS PaCIIaBICHHBIX U
TBEPIBIX AIEKTPoauToB» (17-21.09.2023, r. ExarepuHOypr); HaydHO-TEXHHYECKOMN
koHpepenmun «MAAT-2023» (22-23.11.2023, r. Mockga); VII MexaynapoHoi (XX
PernonanbHoi) HaydHOW KoH(epeHINH «TeXHOTeHHbIe CUCTeMBbl U JKOJIOTHUECKHUI
puck» (18-19.04.2024, r. O6uuHck); 111 Beepoccuiickoi koHpepeHIMN «DISKTPOXUMUS
B pacrpeesieHHOW U aTOMHOM 3HepreTuke» (25-29.06.2024, moc. Dnpopyc); YeTBepToit
Bcepoccuiickoit  koHbepeHIUU «DJIEKTPOXUMUSL B PACIPEACICHHOW U aTOMHOMN
srepreruke DPAD-2025» (22-27.06.2025, oc. Dibopyc).

My6ankanuu

[To Teme nuccepraruu ony0aMKkoBaHo 13 HaydHBIX pabOT, B TOM yucie S5 myOmu-
Kal[ui B pEUEeH3UPYyEMbIX n3nanuax n3 nepeudss BAK PO u npupaBHEHHBIX K HUM H3/a-
HUSX, HHICKCUPYEMBIX B MEXTyHApOJHBIX 0a3ax JTaHHBIX.

Crtpykrypa u 00bemM padorThl: Jluccepranus COCTOUT U3 BBEACHUS, 4 TIaB, 3a-
KJIFOUEHUS, CIIMCKA COKPAILEHUI U YCIIOBHBIX 0003HAUYEeHMI, CIIOBAPsl TEPMHUHOB, CIIHCKA
JUTEPATyphl, BKItoUaroliero 137 HauMeHoBaHuid, mpuiokeHus. Pabora u3nokeHa Ha

150 crpanunax, cogeput 37 pUCYHKOB, 28 TaOuII.

OCHOBHOE COIEP KXAHUE PABOTHBI
Bo BBeeHnu 000CHOBAaHA aKTyaJIbHOCTh TEMBI UCCIIEI0OBAHUS, ONIPEICICHBI LIETU
U 33J]a4M JUCCEPTAIMOHHON padoThl, chopMyIupoBaHa HayyHasi HOBU3HA U MpPaKTHYe-

CKasjdl 3HAa4YUMMOCTb pPC3YJIbTATOB pa60TBI, npcacCTaBJICHbl OCHOBHBIC IIOJIOKCHHUA,
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BBIHOCHIMBIC Ha 3alIUTY, yKa3aH JMYHBIA BKIIA/ aBTOpA.

B nepBoii ri1aBe npeACTaBICH aHAIN3 JIUTEPATYPHBIX JAHHBIX MO TEXHOJIOTHSM
MOJTyYeHUS UPKOHUS [Tl SiIEpHOTO TpuMeHeHus. [loka3zaHo, 4TO ONTUMaIbHBIM METO-
JIOM OYHCTKH IIUPKOHUS OT Ta(HHS SBISICTCS SKCTPAKTUBHAS PEKTU(PHUKALINS UX TETPaX-
nopuos B paciiaBe KCI-AICls.

[IpoBeneH aHaIM3 TaHHBIX O MPOIIECCE IKCTPAKTUBHOW PEKTU(UKAIIMY B IIETIOM U
skcTpaktuBHOU pektudukanuu ZrCly u HfCly, B wactHoctn. IIpencraBiensr JaHHBIE O
coiictBax cucreMbl KCI-AICl;-ZrCl,—HfCl, u xomnonenToB, ee oopasyromux. IToka-
3aHa HEJIOCTATOYHOCTh W IPOTHBOPEUYUBOCTD JINTEPATYPHBIX TAHHBIX O (Pa30BBIX PABHO-
Becusx B cucreMmax ZrCl,—AICI;—KClI, HfCl,~AICI;—KCl u ZrCl,—HfCl,~AICI;—KCI.

CrenaH BBIBOJI, UTO PEreHEpAIINs PA3IEISIONIEro areHTa (T.€. OTIeJIeHNE BBICOKO-
KHUTISIIIETO KOMIIOHEHTA) — OJIMH M3 KJIFOUEBBIX BOITPOCOB MPOIIECCa IKCTPAKTUBHOM PEK-
TU(UKAIUA, TIPH STOM B JINTEPATYpe MPAKTHUECKHA OTCYTCTBYET WH(MOpPMAIUS O TPO-
uecce yaanenus ZrCly uz pacmiasa ZrCl,—AlCl;—KClI.

OTMeYeHO, YTO B TUTEPAType HE OMMMCAHBI BOIIPOCHI KOHCTPYUPOBAHMSI, pacyeTa u
IKCIUTyaTaIuy edaerMaropa KOJOHHBI SKCTPAKTUBHOW PEKTU(UKAIIMH JUTS ITPOIIECCOB,
B KOTOPBIX pa3lenseMble BenecTBa He 00pa3yrot xkuakoit ¢assl (kak ZrCly u HfCly).

['naBa 3aBepIraeTcsi BHIBOJIaMHU, KOTOPbIE 0OOCHOBBIBAIOT aKTYaJIbHOCTh PaOOTHI U
OIIPENENAIOT 3a]auu, TPEOYIOIINE PEIICHuUs IS TOCTUKESHUS IOCTaBICHHOW TIeITH.

Bo BTOpOIi II1aBe NIPUBEICHO ONMHUCAHUE OINBITHOM YCTAHOBKH UM METOJMK MPOBE-
JICHHSI SKCTICPUMEHTOB I10 MCCJICIOBAHUIO TIpoIieccoB abcopOmu maposB ZrCly pacruia-
BoM KCI-AICIl3—ZrCls u necopouuu ZrCl, u3 ykazannoro pacmiasa. [IpeacraBieHsl pac-
YeTHbIC 00OCHOBAaHUSI KOHCTPYKIIMU U MTApaMEeTPOB PaOOThI KOJIOHHBIX aliapaToB, pH-
MEHEHHBIX Ha OTIBITHOW YCTaHOBKE:

- ¢ 28 TapeskaMy KOJITAYKOBOTO THIIA;

- ¢ 4 TapeyIKaMu CUTYaTOro THUIIA;

- ¢ 6 TapeKaMH KOJIMa4KOBOIO THUIIA C YPOBHEM paciuiaBa Ha Tapenke 190 mm.

[TompoOHO OmUCaHbl METOJUKU OTOOPA, TIOATOTOBKU U MCCIICIOBaHUs TPoO pac-
mwiaBa KCI-AICIl;—ZrCl,—HfCl; kommuekcom ¢usnko-xumudeckux mMeto1oB: MADC c

NCII, peHTreHOBCKOM TU(PpaKTOMETPUH, BOCCTAHOBUTEIHLHOTO IJIABJICHUSI.
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[IpencraBneHo omwcaHue JTAOOPATOPHOW YCTAHOBKH M METOJUKU HCCIIEIOBAHUS
pacmiaBa KCI-AICI;—ZrCl,—HfCl, pa3zpaboTanHbIM crtocoO0oM omnpeeieHusT 0CTaToq-
HOTO CoJiepKaHus ZI' B pacIijiaBe Mociie OTTOHKH JICTYYHX KOMIIOHEHTOB ITOTOKOM HHEPT-
HOTO rasa.

B Tperbeii riiaBe npencTaBieHbl pPe3yNbTaThl U3YUCHHUS TPOIECCOB abCOpOIIu
napoB ZrCl, pacriaBom KCI-AICI;—ZrCly u necop6iiuu ZrCly u3 ykazanHoro paciiiaBa
Ha ONIBITHOM YCTaHOBKE.

Abcopoyus napos ZrCly pacniasom KCI-AICl3—ZrCl,.

[TpencraBneHpl TapaMETPhI U PE3YIBTATHI YETHIPEX CEPHI IKCIIEPUMEHTOB IO a0-
copoumu napoB ZrCls pacmmasom KCI-AICI;—ZrCl, Ha x0JTOHHBIX ammmapaTax Tpex KOH-
CTPYKIMHA. DKCIIEPUMEHTHI MPOBOIWIMCH B IIMPOKOM JHarna3oHe pacxo 1o mapa ZrCls u
pacriuiaBa JaJisl U3y4eHuUs: a0COpOLMU KaK B pexXUMe H30bITKA TTapa M0 OTHOIICHHIO K JKU/I-
KOCTH, TaK ¥ B YCJIOBUH €T0 neduinta. Bo Bcex skcriepuMeHTax Ha Tapesikax KOJIOHHBIX
anmapatoB ckopocTh napa ZrCly B oTBepcTHsAX KOMAYKOB (MJTM MOJIOTHA CUTYATOM Ta-
penku) cocrasisuia ot (1,2+0,3) no (3,8+0,3) mM/c, UTO COOTBETCTBYET CTPYHHOMY pe-
xKuMy OapOoTaxka, orBedaroniemMy 3hPeKTHBHOMY MacCOOOMEHY .

Y CTaHOBJIEHO, YTO TUI KOJOHHOTO ariapara He OKa3bIBAaeT 3HAYMMOTO BIIUSHHUSI
Ha 3aBUCMMOCTh KoHIleHTparuu ZrCls B pacruiaBe mocsie abcopOIuu OT TeMIepaTyphbl

(pucyHok 1).

35
a) 28 Tapenok

© 30 + t Jﬂ T 0) 4 Tapenku
°. I I * B) 6 TApEJIOK
g 25 r‘% 111 ﬂk T - ‘L T
= L ﬁTgC ik - J
3 20 T %TAL f ( i
@) L HH ey 1 J
N 15 I —+

10 ‘

320 340 360 380

Temneparypa, °C
Pucynok 1 - 3aBucumocTts koHueHTpanuu ZrCly B paciiape nociie abcopoiuu ot
TEeMIIepaTyphl IJisl KOJIOHHOIO arapara: a) ¢ 28 TapejakaMu KOJIayKoBOTo Tuna; 0) ¢ 4
TapeIKaMy CUTYATOTO THIIA; B) C 6 TapeTkaMy KOJIIMavyKOBOTO THIIA

[TpoBenen ananu3 BAMSHUS AaBicHus Ha KoHueHTpaiuio ZrCly B pacrmae KCI-

AICl;-ZrCl,; mnociae aOcopbiuun B jguanazoHe gaeienud ot (119,7+1,8) nmo
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(124,8+0,3) xITa. Osxkumaemoro, B COOTBETCTBUM C 3aKOHOM ['€HpHW, yBEIUUYECHUS
pactBopumoctu ZrCls mpu yBeardeHnr 1aBaeHUS 00OHAPYKUTh HE YIAIOCh (PUCYHOK 2),

4TO, BCPOATHO, CBA3AaHO C Y3KUM AHUAIIA30HOM HCCIICAOBAHHBIX ,ZIaBJ'IeHI/II\/’I.

0,20 * 119,7+1,8 xIla
0,18 + 120,6+0,3 xITa

= 016 +121,7+2,0 xI1a

g 0,14 122,8+0,3 kIla

5 0,12 x 124,8+0,3 xIla

= 0,10 Free el

G 0,08 % Nﬁ”i

N 0,06 “’%
0,04 t s

320 340 360 380 400 420

Temneparypa, °C
Pucynok 2 — 3aBucumocTh MoJbHOM noiu ZrCly B pacmiase nocie abcopOIuu ot
TEMITepaTyphl IPH PA3TUIHBIX JABICHHUIX
OmnpeneneHa 3aBUCUMOCTb paBHOBeCHO# MojbHOM o ZrCly B pacruiae KCIl-

AICIs—ZrCls ot temmnepartypsl B koopauHaTax «Inx—1/T» B mnuama3one Temreparyp

597,7-698,2 K (324,5-425,0 °C) u naBnennii 119,7-124,8 klla (pucyHok 3).

-1,5
- }_i_{ L, oo
>< i)
=
_3 %
-3,5
1,43 1,48 1,53 1,58 1,63 1,68
UT, K1-108

Pucynox 3 — 3aBucumocTsb siorapudma moabHoi gonu ZrCly B pacrutae KCI-AICI;—
ZrCl, ot obpatHoli Temriepatypsl ipu AaieHun 117,9-125,1 I1a
3aBucumocts INX ot 1/T B yka3aHHOM AMaria30He HapaMeTPOB allPOKCHMUPYETCSI

YPaBHEHUEM:

Inx = 22222373 _ 9,40 4+ 0,58. (1)
T

Paccunrannas mo yrinoBomy ko3¢ duiinenty npsmoi (1) sHTanbnus KOHISHCAITHA
ZrCly cocraBnsier munyc (37,943,1) xJx/M0OJb, 4TO yIOBICTBOPUTEIILHO COBIANACT C
U3BECTHBIM M3 JIUTEPATyphl 3HaUeHHEeM MUHYC (43,5+2,1) kJIx/MOJIb.

Ha ocHOBaHWM MOJMYYECHHBIX JaHHBIX MO AaBieHUt0 mapoB ZrCly u paBHOBeCHOI
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monbHOU none ZrCl, B pactmase ZrCl,—AlCls—KCl npoBenen pacder koHcTanTsl ['eHpH
JUTSL KQKJIOTO 3HAYEHUSI TEMIIEpaTyphl U TIOCTPOCHA 3aBUCHMOCTh KOHCTAaHTHI [ eHpH OT

Temrepatypbl B koopauHatax «INK—1/T» (pucyHok 4).

1,43 1,48 1,53 1,58 1,63 1,68
UT, K103

Pucynok 4 — 3aBucumocTts siorapudma konctantsl ['enpu ast ZrCly B pacrimase ZrCly—
AICI;—KCI ot obpatHoii TemnepaTypbl

3aBucumocTts INK ot 1/T annpokcuMupyeTcs ypaBHCHHEM:

46501370

InK = — + 14,35 + 0,58. 2)

[ToaTBepskIeHa BO3MOKHOCTH Pa0OTHI KOJIOHHOTO arnmapara B pexxuMe OJIM3KOM K
nosHOMY (110 98 %) moromenuto mapoB ZrCls, 9T0 MMeeT BakHOE MPaKTUYECKOES 3HA-
YEHHUE JIJIs1 TOATBEPAKACHUS PabOTOCTIOCOOHOCTH JediierMaropa KOJOHHBI SKCTPAKTHUB-
Holi pektuukanuu ZrCly u HfCl,.

[TpoBenen pacuer 0ObeMHBIX KO3(P(UIIMEHTOB Maccolepenadyd mpu adcopOuuu

napa ZrCl, pacrunaBom KCI-AICIl;—ZrCl, (tTabnuma 1).

Tabmuua 1 — O6beMHbIe K03 (ULIKUEHTHI Macconepeaadr il KOJIOHHBIX alapaToB
a3HOW KOHCTPYKIMU

Kosonnslii anmapar | Beicota 30861 | O6beM 30HbI | Cpeinss ABuxky- | OGbeMHBINH KO3(QPUIEEHT
KOHTAKTa, M | KOHTAaKTa, M |mas cuia, Mol % | Maccomepenayu, Kr/(c-m°)

¢ 28 Tapenkamu KoJ- 0,9 0,07 6,0 2,6
[IAYKOBOT'0 THIIA

C 4 TapeiKaMu CUTYa- 1,24 0,10 5,3 15
TOT0 THIIA

¢ 6 TapeKaMu KOJI- 1,12 0,09 5,0 47

IIa4YKOBOT'O THUIIA
OcobeHHOCTBIO pacyeTa mporiecca abcopoumu mapa ZrCly pacruiaom KCI-AICH;—

ZrCly (mpuMeHuTENBbHO K padboTe AediermMaTopa KOJIOHHBI SKCTPAKTHBHOM pekTH(HKa-
IIUU) SBJISIETCS TO, YTO ra3oBas (a3a B abcopOepe He COACPKUT UHEPTHOTO (He abcopOu-

pYIOIIEerocsi) ra3a, COOTBETCTBEHHO, COCTaB Ta30BOM (a3bl MO BHICOTE ammapara He
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MEHSETCS, T0O3TOMY BhIuucieHue uncna enuuui neperoca (YEIT) mo rasosoii dase He-
BO3MOXHO. B cBsi3u ¢ atum, UEII 1y1s ykazaHHOTO mporiecca ObIJI0 BRIYUCICHO TIO JKH/I-
Ko# aze MeTo10M rpadrueckoro uHTerpupoBanus. B Tabnuiie 2 npeacTaBieHbl pe3yib-
tatbl pacuera YEII B 3aBucumoctu ot xoHueHtpanuu ZrCl, B pacruiaBe Ha BBIXOJIE W3

abcopOepa.

Tabmuna 2 — YEII, neobxoaumoe ais abcopoiuu ZrCl, pacmiaBoM B 3aBUCHMOCTH OT
kouneHrpaiuu ZrCly na Beixone u3 amnapara (330 °C, 120 Ila, konmenrpamus ZrCl, B
pacrjiaBe Ha BXoJie B anmapat 1 mac. %)

Konnenrparuu ZrCly B pacmiase Ha KoaddunmenT HacoimeHus YEIL
BBIXOJI€ U3 armapara, Mac. % abcopOepa, %
28,0 93,8 2,6
28,5 95,5 2,9
29,0 97,2 3,4
29,5 99,0 5
29,8 100 0

Hcxons 3 naHHBIX, MPUBEACHHBIX B Ta0nuie 2, I 3aJaHHOTO KodduimeHTa
Hachkimenust abcopoenta 97,2 % tpedyemoe UEII cocrasmnsiet 3,4. Mcnonb3ys nonydeH-
Hble 00beMHBIE KO3 PumeHTsl Macconepenayu (tadmuuna 1), nns rpedyemoro YEII pac-
CUMTaHa BBICOTA 30HBI KOHTaKTa (a3 gAedierMmaropa KOJIOHHBI SKCTPAKTUBHON peKTU(U-
kauu ZrCls u HfCl,.

Ha ocHOBaHNY MOTyYE€HHBIX JaHHBIX pa3padoTaH nedaerMaTop KOJOHHBI KCTPaK-
tuBHOU pektudukaiuu ZrCly u HfCl, ¢ 6 Tapenkamu.

Takum o0pa3omM, 000CHOBAHKI MapaMeTphI Mporiecca abcopoimu mapos ZrCly pac-
maBoM KCI-AICl3—ZrCly B nednermatope KOJIOHHBI SKCTPAKTUBHOM PEKTU(DUKALUU:

- konnentpanus ZrCl, B pacutaBe KCI-AlCl3—ZrCly—HfCly mocne mediaermaropa
peKTU(PHUKAITMOHHOMN KOJTOHHBI He HUXE 15,4 moit. % (29,0 mac. %);

- koahpunmeHT HacoieHus 97,2 %o;

- Temmeparypa B aedermatope pektudukanronnon koaonnusl 330,0-340,0 °C;

- JIaBJICHUE Ha HWKHEW Tapenke nediermaropa peKTH(PHUKAIIMOHHON KOJOHHEI HE
amwke 120,0 xI1a.

Ha ocHoBaHuuM aHanu3a MaTepuagbHOTO OajlaHca MOJYyYEHO YCIOBUE YCTOMUUBOM
paboThl aedierMaTopa KOJOHHBI SKCTpakTuBHOM pekTrdukamnuu ZrCly u HfCly:

Gy /L > (X; —X1), 3)
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rne G; — cymmapasiii pacxon napos ZrCls u HfCl, Ha Bxone nednermaropa;

L — pacxon paznensitoriero aredra (pacmiaBa KCI-AlICl—ZrCly);

X1 u X, — otHOcuTenbHBIE MaccoBbie A0u ZrCly u HfCly B pacmnase, nmocrymaro-
ieM B Jie(hJierMaTop M CTEKArOIIeM U3 HETO, COOTBETCTBEHHO.

[Tpy HEBBITOJIHEHUU COOTHOIIEHUS (3) MPOU30HAET MOJHOE TOTJIONICHHE MapoB
ZrCly u HfCly B nedaermarope, uTo npuBeeT K BOSHUKHOBEHHUIO ITOTOKA BO3AyXa B HETO
U TIPEKPAIICHUIO HOPMaJIbHOM paboThI anmnapara.

CHmKeHNe TeMIepaTyphl paciuiaBa B nediaerMarope KOJIOHHBI (COOTBETCTBEHHO,
noBeleHue pactBopumoctsb ZrCls nu HfCls) mpuBoguT x cHIDKEHUIO JOMTyCTUMOTO pac-
X0J1a pa3IeIAIONIeTo areHTa B armapar npu HemaMeHHoM pacxoje mapoB ZrCly u HfCly,
4TO HEOOXOJMMO YUUTHIBATh MPH AKCIUTyaTaI[MH KOJIOHHBI SKCTPAKTHBHOU peKTH(dHKa-
umu ZrCls u HfCl,.

Hecopoyus ZrCly uz pacniasa KCI-AlCl3—ZrCl,.

[IpencraBieHbl MapaMeTPhl U PEe3yIbTAThl TPEX CEPUA IKCIISPUMEHTOB I10 JIeCOopO-
un ZrCly u3 pacruiaBa KCI-AICI;—ZrCl, motokom aprona Ha KOJOHHOM armaparte ¢ 28
TapesIKaMH KOJIIMadyKOBOTO THIIA.

[Tomydyena 3aBUCHMMOCTH ocTaTo4HO#M KoHmeHTparuu ZrCl, B pacrutae KCl-
AICl3-ZrCl, mocne mecopOuuu OT yaeabHOrO pacxoja AeCOpOeHTa MPH TEMIIEpaType

437,0-453,0 °C (pucyHok 5).

N
ol

N * Cepus 1
§ 2,0 i CCpI/I}I 2
3 Cepus 3
% 1,5 . ;

= 1y ’
= 1,0 | b1

© b

Q - “*r

= £t 1l g

5 05 - T

= ,

z 1

~ 0,0

10 20 30 40 50 60 70 80
VhenbHbii pacxon raza, Hm3/m2 paciiasa
Pucynok 5 — 3aBucumocts koHuentpaimu ZrCly B pacriase mocie gecopouuu ot
yAEJIBHOTO pacxoja aecopberta npu temmnepatype 437-453 °C nis paciuiapa:
cepusi 1 — ZrCl, (12,3£1,2) mac. %, Al/K (0,95+0,06);
cepus 2 — ZrCly (11,2+1,1) mac. %, Al/K (1,02+0,06);
cepus 3 — ZrCl, (10,2+1,0) mac. %, Al/K (1,05+0,06)
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YcranosneHo BiusiHue MojibHOro cootHomeHus:t Al/K B pacmmae KCI-AICI;—
ZrCl, na ocrarounyro koHmnenrpamuio ZrCls B pacmiaBe mocie aecopOuuu, 4To 00bsC-
HSETCS POTEKAaHNUEM KOHKYPHUPYIOIINX PEaKITHIA:

KCI + AICI; = KAICly, 4)
2KCI + ZrCly = Ky ZrCle. (5)

Tak xak XJOpaTIOMHUHATHI MIEJIOYHBIX METAJUIOB MPOYHEE, YeM COOTBETCTBYIOIINE
reKcaxJIopuupKoHathl, mpu Hammauu u3osiTka AlCIl; (Al/K>1,0) xmopu kaaws npaKkTH-
YEeCKH IMOJIHOCTHIO B3auMoericTByeT 1o peakiuu (4) u KoZrClg mo peaxiuu (5) He 00pa-
3yeTcsl.

[Tpu Henoctatke AlCI; (Al/K<1,0) xmopua kamus, He H3PacX0J0BaHHBIHN 110 peak-
1w (4), ceszbiBaeT ZrCly mo peaknuu (5) B Henetryunii KoZrClg, KoTopbIii pensaTCTBYeT
necopouuu ZrCly u3 pacriaBa. Takum obOpa3om, moibHOe cooTHorienne Al/K B pac-
wiase AlCl;—KCIl-ZrCls nomxao ObIiTh O0nbLIE 1,0.

MeTtonom rpaduueckoro uHTerpupoBanus nposeneH pacuer YEIL B gecopbepe

NPY Pa3IUYHBIX YACIBHBIX pacxojax AecopoeHra (Tadnumna 3).

Tabmuna 3 — YEII, neobxoaumoe mis aecopouuu ZrCl, u3 pacmiaBa ¢ Ha4aabHOW KOH-
nentpanueit 12,3 mac. % no ocrarounoi konuentpanuu 1,0 mac. %

V ienbHbIi pacxof gecopbenTa, HM/m YEII
19,3 0
20 29
25 7,1
30 4,5
35 3,3
70 1,2

Ha ocHOBaHuM NpoBEIEHHON TEXHUKO-IKOHOMUYECKOH OLICHKH MOKAa3aHO, 4TO OIl-
THMAJILHBIM SBJISETCS YAEIbHBIN pacxon aecopoenrta ~30 uv/Me,

Takum oOpa3om, 00OCHOBaHBI MapaMeTpbl mporiecca aecopoumu ZrCly us pac-
wiaBa KCI-AICIs—ZrCl, u ycnoBus perenepaiuu pacijiaBa mocjie KOJIOHHbBI SKCTPaKTHB-
HOM peKTHU(UKAIINHN:

- konuenTpanus ZrCly B pacruiaBe mocie aecop6iuu meree 1,0 mac. %;

- TeMriepatypa aecop6iuu 6omnee 450 °C;

- yIlenbHbIH pacxos aecopoenta 30 um/m3;

- mosibHOE cooTHorenue Al/K B pacmase 6onee 1,0.
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B ueTBepToOIii I1aBe MpeICTABICHBI PE3YIbTaThI M3YUeHUs cocTaBa paciiaBa KCl-

AICIl3—ZrCl,—HfCl, B mporniecce axctpaktuBHON pektudukamun ZrCly u HfCls Ha mpo-
MBIIUIEHHOU ycTaHoBke AO UM3.

Kak 6b1510 ycTaHoBIeHo, B mporiecce skcTpakTuBHOM pektuduxarun ZrCls u HfCly
B paciiaBe KCI-AlICl;—ZrCl,—HfCl, nomkHo momuep:kuBaThess MOJIBHOE COOTHOIIICHHE
AI/K>1,0. [Ipu mpoeKkTUpoBaHUM MPOMBIIUIEHHOW ycTaHOBKM B AO UM3 Obu1 npeny-
CMOTPEH KOHTPOJIb MOJIBHOTO cooTHOIIeHHSI Al/K pacdeTHBIM c1tocOO0M IO MacCCOBBIM
noism Al u K B mpo6ax mUpKyIUPYIOIIEro B YCTAHOBKE PacIljiaBa.

OmHaKO OMBIT PKCILTyaTAIH MPOMBIIUICHHONW YCTAHOBKH ITOKA3aJl, YTO OMpeeIie-
HUs MaccoBbIX koHIeHTpanui K, Al, Zr, Hf B mpo0ax pacmniaBa He1ocTaTOYHO 17151 00b-
EKTUBHOMU OIIEHKH €T0 COCTaBa, TaK KaK YKa3aHHbIE DJIEMEHThl MOTYT HaXOJUThCS B Pa3-
HBIX XUMHUYECKUX COCTMHCHUSX. B 4acTHOCTH, HE yAAIOCh MOTHOCTHIO HCKIIOYUTH I10-
CTYILJIEHHE B 000pYZ0BaHHE CIIEA0B BO3/1yXa, BCIEJACTBUE YETO BHICOKOTUTPOCKOITMYHbIE
AICls3, ZrCly u HfCly wactruno nepexoast B AIOCI, Al,O3, ZrOCl,, ZrO,, HfOClI,, HfO..
[Mpu Bo3uukHOBeHMH aeduiuta AlCl; mo orHomenuro k KCl, mocnennuit cBs3pIBaet
ZrCly u HfCly B manoneryune K,ZrClg u K;HfClg. 3a cuet sToro, B mporiecce skcIutya-
TAIlUU B pacIlylaBe HAKaIIMBAIOTCS HeleTyune coenuuenus Zr u Hf, kotopeie He ydacrt-
BYIOT B IpOIlECCaXx MacCoOOMEHa M CHUXAIOT d(PPEeKTUBHOCTh PabOThI ycTaHOBKH. [1pu
9TOM MOJIbHOE cooTHolneHne Al/K He 5KBHUBAJIEHTHO MOJBLHOMY COOTHOIICHHIO
AICI3/KCI, Tak kak gyacts Al Haxomutcs He B popme AlCls.

Takum o6pa3om, moTpedoBanach pa3padOTKa JOTOJHUTEIBHBIX CIIOCOOOB KOH-
tposs cocraa paciaBa KCI-AICl;—ZrCl,—HfCl,.

[IpencTaBneHsl pe3yIbTaThl UCCIEIOBAHUS MPOO KPHUCTAUTM30BAHHOTO pacIljiaBa
KCI-AICl;-ZrCl,—HfCl,; xommiekcoM (HU3HKO-XMMHUYECKUX METOZOB:

- onpenenenne maccoBoi pomm Zr, Al, K, Hf MADC ¢ UCII,

- uccnenaoBanue (a3oBOro cOCTaBa METOIOM PEHTTEHOBCKOM MU(PAKTOMETPHH;

- ONpeNeNeHHe COJACpPKAHUS KHUCIOPOJa METOJOM BOCCTAaHOBUTEIHLHOTO
TJTaBJICHUS B IPUCYTCTBHH YTIIEPOIA.

[To cnernumansHO pazpadoTtanHoit MeToauke B PI'AOY BO Yp®dY npoBoammich

HCCICOA0OBAaHU (baSOBOFO cocCTraBa KpUCTATIIN30BaHHBIX Hp06 paciuiaBa,
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O0TOOpaHHBIX C YCTAHOBKH 3KCTpakTUBHOM pekTudukanuu ZrClys u HfCly AO UM3. Ycra-

HOBJICHO, YTO OCHOBHOU KpucTtayummueckoi dazoit ssisiercst KAICI,, kpome Toro umeH-

tuduupoBanbl Gasel Zr'Cls, AlCI; u Ko ZrClg. Iudpakromerpudeckue npoduin uccie-

JyeMbIX P00 yKa3bIBaIOT Ha HAJIMYKE B 00pa3iax peHTreHoaMmopdHoil koMmnoHeHTsl. Ha

pUCYHKE 6 MpUBEICHbI TUTUYHbBIE AUPPAKTOTPAMMBI UCCIIETyEMBIX TIPOO.
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Pucynok 6 — Tunmunsie nudpaktorpammsl KprctammuzoBanHoro paciuiaBa KCI-AlCI;—
ZrCI4—HfCI4

O6mee copepxanue ZI' B UCCIEAyEMbIX TPo0ax KOPPETUPYET C COACPKaHUEM KpPHU-

crauindeckux ¢a3 ZrCly u KyZrClg (pucynok 7). Ilpu atom obiee coaepxanue Zr B

cpenneM Ha 0,9 mac. % Bhllle, 4UeM €ro COJepKaHUE B KPUCTAINIMYECKUX (Pa3ax, yTo yKa-

3pIBACT HA HAXOXKJICHHE YacTH ZI' B peHTTeHoaMop(dHOM Gopme.
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PucyHok 7 — 3aBHCHMOCTb KOHIIEHTpaIuK ZI B Kpuctaummdeckux ¢azax ZrCl, n
K2ZrClg ot ero obmieit konnentpanuu, onpeaeneaaoir MADC ¢ UCIT
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da30BbIii cocTaB MPOO KPUCTAJUIM30BAHHOTO PaCIIaBa MoCie JeCOPOIIMOHHOM KO-
JIOHHBI YCTaHOBKH dKCTpakTuBHOU pektudukanuun ZrCly u HfCl,; AO UM3 kauecTBeHHO
OTJIIMYAETCS OT COCTaBa MPob, OTOOPAHHBIX U3 IPYTHX TOYEK MPoO6ooTOOpa. B ykazaHHBIX
npodax, Kak npasmiio, orcyrcTByet ¢aza ZrCly, uro ykaseiBaet Ha 3ppeKkTHBHOCTD TpO-
riecca pecopomuu ZrCly, u, B psue cinyuaes, ooHapyxkuBaercs ¢asza K,ZrClg. Hannuue
nocineanei sBasercs npusHakom Hegocratka AlCl; mo otHomenmio k  KCl
(AICI5/KCI<1).

Conepxanne (as3pl KoZrClg B kprcTaim30BaHHBIX paciljiaBax IOCIe JIecopOIu-
OHHOI KOJIOHHBI KOppENUpyeT ¢ o0muM cojaepkanueM Zr, onpeaeneHasiM MADC ¢

NCII (pucyHoxk 8).

1,8
1,6

1.4 VLo
12 ToL e

é;g P .......... [

T R o |
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o0 02 04 06 08 10 12 14 16 18
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Zr B paze K,ZrClg, mac. %

Pucynok 8 — 3aBucumMocTh KoHIIEHTpauu ZI B kpuctaummdeckoit ¢aze KoZrClg ot
o0111eit KoHIeHTpaluu ZI B paciiiaBe ociie 1eCOPOIMOHHON KOJTOHHBI

BrisiBiieHHas! KOPPEIAIUS TO3BOJIIET KOCBEHHO CYIUTh O MOJIBHOM COOTHOIICHUH
AICI3/KCI B pacrutaBe KCI-AICI;—ZrCly, ncxons u3 octatounoro comepskanus Zr B pac-
aBe rmocie jgccopOuuu. Ilpu TOBBINICHHMM KOHIEHTpamud ZI B paciulaBe BBIIIC
1,0 mac. % (mpu HEM3MEHHBIX TEXHOJOTHYCCKHUX IMapaMeTpax Ipoiecca) MOKHO Mpe-
nonarats HegoctaTok AlCl; mo otHomenuro k KCI.

ITo cnemumansHo paszpaboTanHoit MeTtoguke B @PI'TAOY BO Yp®dVY npoBoawiuch
U3MEPEHHS COJCpXKaHHUS KHUCIOpoJa B KPHUCTAJUTU30BAaHHBIX TpoOax pacmiaBa KCl—
AICl3-ZrCl;~HfCl,. Comepxanne kucmopoaa coctasmio ot 0,0 1o 2,5 mac. % (cpentee
0,9 mac. %). I1pu 3TOM B KpHCTANTM30BaHHBIX paciuiaBax Kpucraumueckue ¢asnel Al,O3

u ZrO, ne unentudunupoBansl. Ha mudpakrorpaMmax COOTBETCTBYIOIIUX 00pa3IioB
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HaAO0JI0JAI0TCs aMOP(HBIE TaJI0 B MAJBIX yriaxX Au(paklyy, YTO yKa3bIBAeT HA MPHUCYT-
CTBHE PEHTIeHOAMOP(GHOMN COCTABIISIONICH, B COCTaB KOTOPOM, TIPEIITOI0KUTEITHHO, BXO-
muth AIOCI1 u ZrOCl,.

Hcxons u3 cymectBenHoi pactBopumocTa B paciuiaBe KCI-AICl; u repmudeckoit
nectorikoctu ZrOCl, u AIOCI, nns moarBepxkaeHus GopMbl KHCIOPOICOAEPIKALIUX CO-
enunenunii, npucyrcrByromux B pacmiaBe KCI-AICI;—ZrCl,—HfCl,, 6b1a nposencHa
CHelMalibHasl CepHsl HKCIIEPUMEHTOB: OOpa3lbl paciulaBa MOMEIIATNCh B KBapIIEBYIO
sYelKy U BBIIEPKUBAIUCH B TeueHue 1 yaca npu temmeparypax 600 °C, 700 °C wunu
800 °C, mocne 4ero mpou3BOAWIOCH ONPEACIICHUE COJIEPKaHMs KUCIOPoJia B Mpooax,
OTOOPAHHBIX OT KUAKOUN (pazbl.

[TokazaHa 3aBUCHMMOCTbH COZep)kaHus kuciaopozaa B mpodax pacmiaBa KCI-AICIs—
ZrCls—HfCl, ot npogomkuTe IbHOCTH HarpeBa (PUCYHOK 9), U4TO MOATBEPXKIAaeT IEPEX0T
KHUCIIOPOJICOJIEPKAIUX COCIMHEHUM B HEPACTBOPUMYIO (OpMY IIPU HArpeBaHUU BHIIIIE
600 °C. B npo0ax o06pa3oBaBIiIerocs ocaaka ooHapykeHbl kpuctayuinueckue dassr Al,O3

u ZrOZ.

—=—600 °C
——700 °C
——3800 °C
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Pucynoxk 9 — 3aBrcHMOCTB cojiepkanus Kuciopoaa B mpodax pacmiaBa KCI-AICI;—
ZrCl,—HfCl; ot BpeMeHH BBIACPIKKH ITPH PA3IMIHBIX TEMIIEpaTypax

[Tonmy4yeHHbIC pe3yaAbTaThl MOATBEPIKAAIOT, uTO Krcaopo B paciiaBe KCI-AICI;—
ZrCl,—HfCl, naxonurcs B hopme pactBopumbix coeaurennii AIOCI u ZrOCl,, koTopbie
npu Harpesauuu Boite 600 °C nepexoaaT B HepacTBopumbie Al,O3 1 ZrO; 1o peakiusim:

3AIOCI = Al,O3 + AICIs, (6)
2ZrOCl; = ZrO; + ZrCl,. (7)
[IpensioxkeH u onmpoOOBaH B MPOMBINIJIEHHOM MacITabe cCriocod OUYMCTKH paciiaBa

KCI-AICI;—ZrCl,—HfCl; ot kucmoponma, OCHOBaHHBIM Ha BBIIEPKKE paciuiaBa IpH
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temneparype Boime 600 °C u yaanennn odpazoBasmeiics TBepaoi ¢azbr Al,O3 u ZrO,.

B cBs3U ¢ OTCYTCTBHEM BO3MOXHOCTH ONEPaTUBHO NpoBoAuTh B AO UM3 penT-
reHo(a3oBblil aHaIM3 KPUCTAILNTM30BAHHBIX PACIUIABOB, pa3paboTaH albTepHATHUBHBIMI
cioco® OIIEHKM COCTaBa paciljlaBa, OCHOBAHHBIA Ha pasHUIC (PU3MKO-XUMUYECKUX
CBOMCTB €ro KOMIIOHEHTOB:

- U3 TPOOBI HCCIIEYEMOT0 pacIuiaBa MmoTokoM aprona otrousiercs ZrCly (Bpemst 30
MuH., Temneparypa 550 °C). OcraBmmiics B paciuiaBe Zr Haxoautcs B ¢popme KoZrClg
win B okcuaHbIX Gopmax (ZrOCl, ZrO,);

- B ipoOy BBoguTCs AlCl3, kotopsriit nepeBonut KoZrCls 8 ZrCly mo peakium:

K>ZrClg + 2AICI; = 2KAICI, + ZrCly; (8)

- obpazoBammiics ZrCls moBTopHO OTroHsieTcs aproHoM (Bpemst 30 MUH., TeMIIe-
patypa 550 °C). OcraBuuiics B paciuiaBe Zr HAXOJUTCA B OKCUJHBIX (hopmax.

Pe3ynbTaThl crienuaibHOTO 3KcriepuMenTa noareepanin Haamare gaszsl KoZrClg B
UCXOJHOM pacIljlaBe U B paciljlaBe MOCJIE€ OTTOHKHU, a TAK)XKE OTCYTCTBUE JAHHOH (a3bl
niocne BeeaeHus AlCls.

[Tokazana koppesinus Mexay konuentpauein KoZrCls, onpenenentoii pa3pado-
TaHHBIM CIIOCOOOM, U KOHIIeHTparuen kpuctammmmueckoi dhaszer KoZrClg, onpenenennoit

METO/IOM peHTTreHo(ha3oBoro ananusa (pucyHok 10).

-‘.'
-'.-
o'..
.'..

8,0

e

mac. %

K,ZrClg, onpeneneHnsbiii
pa3paboTaHbIM CIIOCOOOM,

0,0
0,0 2,0 4,0 6,0 8,0 10,0 12,0
K,ZrClg mo manHbIM peHTerHO(a30BOTO aHAIH3a, Mac. %

Pucynke 10 — Koppensaius mexny konuentpaimein KoZrClg, onpenenennoit
pa3paboTaHHBIM CITOCOOOM, U KOHIIEHTpaluei kpuctammdeckoi dassl KoZrClg

Ha pucynke 11 npuBeaeHo cpaBHEHUE PE3yIbTATOB PacYETa MOJBHOIO COOTHOIIIE-

uust AICl3/KCI B pacmiaBe KCI-AICl;—ZrCl,—HfCl, paznuyabiMu MeToamy.
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Pucynox 11 — Pe3ynbrarh pacuera MmossHOTO cooTHOmeHus: AlCIs/KCl B pacrimase
KCI-AICI;—ZrCl,—HfCl,:
1 — no xornenTpanusm Al u K; 2 — o conepkaHuio KpUCTAIUTMIECKHUX (as;
3 — 1o pa3paboTaHHOMY CIIOCO0Y

Mexnay pesynbraramu pacuera MosbHOTO cootHomernus AlCls/KCl mo conepxa-
HUIO KPUCTAUTMUYECKHUX (a3 U 10 pa3paboTaHHOMY CIIOCOOY HaOI0AaeTCs BEICOKAs CTe-
NeHb Koppersnuu (pUcyHOK 12).
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Pucynoxk 12 — Koppensuust Mexay pe3ysibTaTaMy pacueTa MOJILHOTO COOTHOIIIEHUS
AICI5/KCI o conmepxannio KpucTaTnIeckux (a3 u 1o pa3paboTaHHOMY CITOCOOY

[TomyueHnHble TaHHBIE TTOATBEPXKIAIOT BOZMOXKHOCTh HCTIOIH30BaHMsI pa3paboTaH-
HOTO croco0a MCCIEA0BaHUs OCTATOYHOIO COJepKaHusl ZI' B pacIulaBe MoCJie OTTOHKH
JeTy4rX KOMIIOHEHTOB Jutst KOHTpOJIst coctaBa paciuiaBa KCI-AlCl;—ZrCl,—HfCl, B mpo-
1[eCCe AKCIUTyaTallK YCTAaHOBKH dKCTpakTUBHOM pekTudukanuu ZrCly u HfCla.

Ha ocHoBanuu ananuza 3¢dexkruBroctu pazaencuus ZrCly, u HfCl, na ycranoBke
skcTpakTuBHOM pektuukannun AO YM3 pa3paboTaHbl KpUTEPUU MPUTOJHOCTH pac-
miaBa KCI-AICI;—ZrCl,—HfCly:

- coJiepkanue Zr B paciiaBe nocie aecopouuu He 6osee 1,0 mac. %;
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- xonneHTpanus (azel K,ZrClg B kpucTaimm30BaHHBIX paciuiaBax He Oolee
2,5 mac. %;
- mosbHOe cootHomenue AlCls/KCl, onpenenennoe paspadoTaHHBIM CIIOCOOOM HC-
CJIEIOBAHMSI OCTATOYHOTO COJEpKaHUs ZI' B paciijiaBe Mocjiae OTTOHKH JIETyYUX KOMIIO-

HEeHTOB, He meHee 0,96.

3AK/IFOYEHUE

1. ITonydyeHHBIC Pe3ybTAThl MTO3BOJIMIN PEIINTh BAKHYIO HAYIYHO-TEXHHUYECKYIO
3aj71a4y CO3JaHHUs MPOM3BOJICTBA TETPAXJIOPHUIA ITUPKOHUS, OUUIICHHOTO OT TadHUS 10
yposust Hf/Zr<100 ppm, a1t Hy>Kl aTOMHO# TPOMBIIIUIEHHOCTH PD.

2. OCHOBHBIC HAYYHBIC ¥ MMPAKTUICCKUE PE3YIIbTAThl PAOOTHI:

2.1. OnpenesneHbl M SKCIIEPUMEHTAIILHO ITOATBEPXKICHBI ITapaMeTphI Tporiecca ao-
copOiun nmapoB ZrCly pacmiaBom KCI-AICls—ZrCly B nedermarope pexTudukaimoH-
HOU KOJIOHHBI.

2.2. OnpeneneHsl yCIoBUS YCTOWIMBOM paOOTHI AediierMaTopa KOJOHHBI SKCTPaK-
tuBHOM pextudukarnmu ZrCly, u HfCly: otHOomenune cymmapsoro pacxomaa mapos ZrCls u
HfCls x pacxony pasaensiomiero arenra (pacrmiaB KCI-AICI;—ZrCls) momxHO ObITH
OoJibIle pa3HUIBl OTHOCUTENBbHBIX KoHIeHTpanui ZrCl, u HfCl, B pacninaBe Ha BbIxome
U Bxoje B Aediermarop.

2.3. OnpenesneHbl M SKCIIEPUMEHTAIILHO ITOATBEPKACHBI ITapaMeTpPhI TIporiecca Je-
copoiun ZrCly u3 pacruiaBa KCI-AICl3—ZrCl, u perenepanuu pacruiaa KCI-AICI; mo-
CJIe KOJIOHHBI SKCTPAKTUBHOW PEeKTU(UKAIIHH.

2.4. Paspabotan croco0 oreHku cocraBa pacriaBa KCI-AICl;—ZrCl,—HfCl,, oc-
HOBAHHBIW Ha OIPEIEIICHUN OCTATOYHOTO COJICPIKaHUS IIMPKOHHS B pacIliaBe MOCe OT-
TOHKH U3 pacIijiaBa JISTyYuX KOMITIOHCHTOB. [loATBEpKAcHA BO3MOKHOCTh €T0 HCIOJb-
30BaHMS TIPU IKCIUTyaTallud YCTAaHOBKH AKCTpakTuBHOU pektudukanmu ZrClys u HfCly
AO UMS3.

2.5. Paspaboransl kputepuu npurogHocty paciiaBa KCI-AICI;—ZrCl,—HfCly mst

OKCIUTyaTallul YCTAHOBKHU 3KCTpakTHBHOM pektudukanuu ZrCly u HfCl, 8 AO UM3,
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2.6. Pazpaboran cnoco6 ounctku pacmiaBa KCI-AICIl;—ZrCl,—HfCls ot kucio-
po/ia, OCHOBaHHBIN Ha BBIJIEPKKE paciiaBa npu temieparype Boiie 600 °C ¢ mocneny-
IOIIUM yalleHneM obpa3oBasiieiics TBepaoi ¢assl Al,Oz u ZrO,.

3. Ha ocHOBaHMU TOJIy4EHHBIX PE3yJbTAaTOB pa3pabOTaH TEXHUYECKUN MPOEKT
ycTaHOBKM 3KcTpakTuBHOU pektudukanuu ZrCly u HfCly B pactiae KCI-AICI3, me-
¢iermMaTop KOJOHHBI SKCTPAKTUBHON PEKTH(PHUKAIIUN U AECOPOIIMOHHAS KOJIOHHA, yCTa-
HOBJICHBI TApaMETPhI TEXHOJIOTHMYECKOTO Tpoiiecca. [lomyueHnHsie B paboTe pe3ynbTaThl
BHEJIPEHBI B POU3BOJICTBO IIUpKOHUEBOM ryOku AO UM3.

4. YcranoBka 3kctpakTuBHON pektudukanuu ZrClys u HfCl; AO UM3 BBeneHa B
IKCIUTyaTalli0 U 00ecrevYrBaeT MOMYYCHHE TETPaxXJOpHA LUPKOHHS C COAEpKAaHUEM
Hf/Zr<100 ppm st mpon3BoACTBA IMPKOHUEBOM I'YOKH JUIs AACPHOTO IpuMeHeHus. [1o
coctosiHUIO Ha deBpanb 2026 1. mpousBeneHo 6osiee 700 TOHH ryOKH, COOTBETCTBYIOIIEH
POCCHICKUM U MEXIYHAPOJIHBIM TPEOOBAHUSIM.

[lepcniekTUBBI JadbHEHIIICH pa3paOOTKK TEMbI UCCIIEIOBAHUN 3aKITI0YAIOTCS B Jie-
TaJTU3aIH JAHHBIX O MapaMeTpax TEXHOJIOTUIECKOTO MpoIlecca IKCTPAKTUBHON PEKTH-
¢ukaruu ZrCly, u HfCly Ha npomebinnienHoit yctanoBke AO UM3 B 11e1X MOBBIIICHUS

TEXHUKO-2KOHOMUYECKHX MOKa3aTeield MPOn3BOACTBA IMPKOHUEBOM T'YOKH.
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[TanduiioB AHTOH BragumupoBuu

Hayuynoe o0ocHOBaHME TapaMeTPOB MPOMBIILICHHONW TEXHOJIOTUU pa3IeICHUs
XJIOPUIOB IUPKOHUS U TadHUS METOJOM SKCTPAKTUBHOM peKTU(PUKALIUU B pacIijiaBe

XJIOpaJIOMUHATA KaJIHs

ABTOPE®EPAT

AUCCCpTal Ha COMCKaHNEC y‘lCHOﬁ CTCIICHN KaHAWaTa TCXHUYCCKUX HAYK

Tupax 80 3k3.



