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Abstract
Studies of the production of highly dispersed zirconium powder by calciothermal reduction of ZrO, have been conducted.
The influence of raw materials and production modes on the properties of the product has been established. The problems
requiring additional research are highlighted. All materials and equipment used are available at JSC ChMZ.
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Beenenue
[Topomok UPKOHUS MPEACTaBIsIET COO0M MEIKOIUCTIEPCHBIE YaCTHIIBI, 00JIaAal0IIe YHUKAIHbHBIMU
CBOWCTBAMHU: BBICOKOW XHMHYECKOH CTOMKOCTBIO, MUPO(OPHOCTBIO, BBICOKOH TEeMIEpaTypoil TopeHHs
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Y SHEPrOBBIIENICHUEM, TBEPJOCTHIO M M3HOCOCTOMKOCTHIO. OTHAKO CYILIECTBYIOIINE TEXHOJIOTUH €r0 MPOM3BOICTBA
HE BCET/a YAOBJIETBOPSIIOT COBPEMEHHBIM TpPEOOBAaHMSIM, UYTO IMOAYEPKUBAET AKTYAIbHOCTH Pa3pabOTKH
HOBBIX ITOJXOJIOB.

[Topomku TUPKOHUS POU3BOATCS C TIOMOIIBIO PA3IMIHBIX METOJIOB: AIEKTPOIU3OM pacIijiaBa COJIeH,
TUAPUPOBAHUEM-ICTHAPUPOBAHNEM W TEPMHUYCCKHMM BOCCTaHOBIICHWEM coenawHeHHH mupkoHus (K,ZrFg,
Zr0,, ZrCly, ZrF4) ak THBHBIMU METaJUIaMH, TAKUMU KaK HaTPUW U KaJIbIIUH.

Panee 1o 1991 r. B Jlonenke cymectBoBaio eauHcTBeHHOEe B CCCP nmpon3BOJICTBO MOPOIIKOB HIUPKOHUS
kamerme- (I1HpK) u marpuerepmmdeckux (I1LpH). Ha cerommsmmamit ners AO «Yenenkwii MexaHWYIECKHI
3aBOJ» CMOT OCBOWThH TEXHOJIOTHIO IPOW3BOJCTBA MEJKOAUCIIEPCHBIX MOPOIIKOB NUpPKOHMA. [laHHas pabota
coKycMpOBaHa Ha TIONyYCHHWHM NOPOIIKA IUPKOHUS W3 Juokcuiaa upkonus (/) kanmbpimerepMudeckum
criocoboM. Peaknnio BOCCTaHOBIICHHMST MOYKHO OIHCATH CIECAYIOIINM XUMITYECKAM YPaBHEHHEM:

710, + Ca=Zr + CaO.

[Tonyuenue IIpK wumeer ompenencHHble npeumyinectBa B cpaBHeHuu ¢ IILpH, cpean koTopbix
OTCYTCTBHE CTPOTHX MEpP TEXHHKH 0€30IacHOCTH IPH paboTe C IEIOYHBIM METAIJIOM, 00JIee IPOCTOM KOHTPOJIb
XapaKTEePUCTUK TMPOAYKTa IyTEM BapbUPOBaHMs MapaMmeTpoB Tpoliecca (AUCIEPCHOCTH MCXOTHOTO OKCHAA,
TeMIIepaTypbl, CKOPOCTH HarpeBa, JaBJICHUs ), MOXKHO LIeJICHAIIPaBJICHHO BIMATH Ha pazMmep, HopMy U IFIOTHOCTh
4acTHL KOHe4yHoro mnopoiuka [1]. Kpome Toro, yactuusl nomy4arorcst 6osee mIOTHBIMUA U MEHEE MOPUCTHIMH,
4YeM y HaTPHETEPMUYECKOTO MOPOIIKa, YTO CHIKAET €ro MUPOGOPHOCTH U YIIPOINAET OOpalieHue.

C npyroii croponsl, pu nosyuenuu [1IpK HeoOxoaumo coOaroaath TpeOOBaHUS K TePMETUYHOCTH
obopynoBaHus (peTopT), padOTAIONMMX MPU BBICOKMX TEMIIEpaTypax, MO3TOMY IpOIECcC SBISETCS BBICOKO
3Hepro3arpaTHbIM. Takxke TPeOYIOTCS CIIOXKHBIC CTAJIUH BBINICIAYMBAHUS JJIs YIAICHUS OKCHJIA KajbIIus
(CaO) u xene3a.

MarepuaJibl U METOABI

B kadecTBe HCXOAHOTO CBIPHbSl [ BOCCTAHOBJIEHHUS MCIIOJNB30BAJINCH JIBAa BHJA IOPOLIKOB
nuokcuaa nupkoHust: I Ne 1 u JII Ne 2. BoccTaHOBUTENIEM SIBISUICS KaJbLUUN METAJUIMYECKUM B BUIE TPaHyJI
TV 083.5.290-92 mapku A. Bce ucnonb3yemMble MaTepralibl ABIAIOTCA npoaykuueit AO UM3.

st uccnenoBanusl MOMYYSHHBIX TOPOIIKOB ITUPKOHUS KaJbIIMETEPMHUUECKOTO OBUIM HCIOIB30BaHbBI
CIIETyIOIIe METOAMKY aHau3a: 1) rpaHyJIOMETPHYECKUI COCTaB MOPOIIKOB IUPKOHUS U3MEPSUTH C TIOMOIIBIO
JazepHoro ananu3aropa yactul Wintrac 3000 meTopamu nazepHoit Audpakium 1 GoToceIMMEHTalK Ha IprHoope
OCX-6K; 2) onpeneneHre iomaan yACIbHOW MOBEPXHOCTH TOPOIIKOB pon3BoAmian Ha npudope [TICX-§;
3) u3MepeHHe COJAEpKaHUS MAacCOBBIX JIOJIEH DJIEMEHTOB MPOBOJWJIOCH B IIEHTPAIBHOW aHAJIMTHYECKOMH
naboparopun AO UM3 1o crenyrommM MEeTOIUKaM: XJI0p-hOTOMETPHYECKIM METOOM; KalbLMI U JKEeJe30 —
aTOMHO-?MHCCHOHHBIM METOJIOM C MHIIYKTHBHO-CBSI3aHHOM IL1a3MOif; yriiepos — UH(PpaKpacHO-aOCOPOLIMOHHBIM
METOZ0M; BOJOPOJ — METOJOM BBICOKOTEMIIEPATYPHOM SKCTPAKLMM; LIMPKOHUN AKTHBHBIA — METOJOM,
onucaHHbIM B TY 48-4-234-84 [2]; conepkaHue Blaru — METOIOM, onucaHHbIM B TY 48-4-234-84 [2].

JKcnepUMeHTAIbHAA YacTh

Hns orpabotku Texnonoruu moiydeHus: [1LpK Obuta mpoBemeHa cepusi 1a0OpaTOPHBIX AKCIEPHMEHTOB,
paccunTaHHbIX Ha mnoxyderne 250-350 r menmeBoro mpoaykta. B xome uccienoBaHuii ObUH OTpaOOTaHBI
HECKOJIBKO pE&XKHMMOB TIPOBEJEHHUS IMpoOlLEcca BOCCTAHOBIEHWS, YaCTUYHO OCHOBAaHHBIX Ha paHee
OmyONMKOBAaHHBIX paboTax [3—5].

B mepBoii cepumn skcriepuMenToB Obin mcronb3oBaH [ Ne 1. Ilpomecc mpoBoamics B Bakyyme
[IPY TIOCTENIEHHOM HarpeBe IUXTHI 0 TEMIEepaTyphl MPOXOXKACHHUS peakuu (Pe3Koro pocTa TeMIeparyphbl)
c mnocneayromend Boliepxkko. [lomyueHHas peakllMOHHas Macca 3aMauyMBajiach B BOJE ISl TalleHUA
M30BITKA KaJbIMsl W OO0pa30BaBIIETOCS B XOJ€ PEAKIMH OKCHIAa KaJbIUs, IMOcie 4ero odpabareiBasiach
COJISTHOM KHUCJIOTOM JI0 CIIA0DOKHCIION PEAKIIUU CPEIbL.

Hanserii pexxuM He obecrieuns TpeOyeMOH CTENeHH BOCCTAHOBJICHHS: MAaccoBas 0N aKTUBHOTO
LMPKOHHUSA B IPOAYKTE He npeBsimana 84,5 %.
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Bropast ceprst SKCIIepIMEHTOB OTIAHYANIACH ABYXCTaJHHHOCTBIO MPOLiecca — CHavasa MpoLecc MPOBOIIICS
MO/ BakyyMOM, a IOTOM B Cpele aprona. Temmeparypa Havala peakUUHd B JaHHBIX 3KCHEpUMEHTax Obuia
Ha 100-110 °C Hmxe, yeM B paHee NPOBOJUMBIX, a TEMIEpaTypa OKOHYaHUS PEaKIUH IpeBbIIIaIa
npensiaynme 3HaueHuss Ha 200-250 °C. OOpaboTka peakMOHHOM Macchl oOcTanach 0e3 W3MEHEHHH.
Hcnonb3oBaHue 3TOro pexuMa Ha J1a0OpaTOPHOH YCTAaHOBKE MO3BOJNIMIO TMOBBICHTH JOJIO aKTHBHOTO
IHUPKOHUS 10 95,2 %.

Ha ocHoBaHMM MONy4YeHHBIX pPE3yJIbTATOB OBUIM IIPOBEICHBI OIBITHO-IIPOMBIIIICHHBIE HCIIBITAHUSA
C PacyeTHOM NPOM3BOIUTENILHOCTBIO N0 8 Kr 3a mpouecc. Ilo pesynbraraM HCHBITAaHWH MONMYy4YHICS MPOLYKT
C MaccoBOM JoNel aKTWBHOrO IMPKOHMA cBeme 96,5 %. Uro kacaercss yaenbHOW TIOBEPXHOCTH
¥ TPaHyJOMETPUYECKOrO COCTaBa IIOPONIKA, OHM cocTaBuimu He Oomee 1 600 cm’r m 40 % (mac.)
(pakipn <10 MKM COOTBETCTBEHHO.

[lo anamoruuHOMY pexuMy MpoBeAeHUs mpouecca Obu1 onpobdosan L[ Ne 2. Ero ornuyurensHbIMU
XapaKTepUCTUKAaMH  SIBIISIIOTCA  Oojiee  JHUCIEPCHBI TpaHyJIOMETPHUYECKH cocTaB W Mopdomorus
MOBEPXHOCTH. PacmpeneneHne 4YacTHIl MO pa3Mepy OMpPEAesuioch C IMOMOIIBIO Jia3epHOW Aupakuuu
Ha Wintrac 3000 u mpezacrapieHo Ha puc. 1. Mopdomnorus nmosepxaoctu 11 Ne 1 u Ne 2 npezicrapiieHa Ha puc. 2.

Ucnons3zoBanue [ Noe 2 m[o3BOAWIO MONYYUTh MOPOLIOK LUPKOHUS CO  CIEAYIOLIUMU
XapaKTepUCTUKaMU: yHIelbHas MoBepXHOCTh — cBhime 2 000 cM*T, MaccoBas mons (ppakimu pazMepom
menee 10 mxm — 1o 80 % (mac.). CrneayeT OTMETHTh aHOMAIBHO BhICOKME 3HaueHus (>100 %) maccoBoit
JOJM aKTUBHOTO LMPKOHUS, IMOJIyYCHHBIE NPH XMUMHUYECKOM aHalIu3€ MPOAYKTa, AHAJOTHYHBIC NaHHbBIE
MOJTyY€HBI B JabopaTopuu noTpeduTensi. ENMHCTBEHHBIM ITapaMeTpoM, KOTOPBIH TpeOyeT JOMOIHUTEIEHOTO
BHUMAaHHUS, SBIACTCA coaepxkaHue kamplusi: mpu HopMme <0,05 % ero maccoBas OISl B MPOIYKTE
B cpenHem coctaBuia 0,2 %, 4TO yKa3piBaeT Ha HEOOXOIMUMOCTHh Pa3padOTKH JOTONHUTEIBHBIX CTaluil
OYMCTKH JJIS €T0 YAaJICHUSI.

Puc. 1. Pacnpenencenne gactun B mopommkax L Ne 1 (1) m A1 Ne 2 (1)
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Puc. 2. Mopdonorus nosepxnoctu nopoikos L] Ne 1 mpu yeenuuerun x1 000 u x4 000 (I, III)
u JIL] Ne 2 ipu yBenungenuu x1 000 u x4 000 (11, IV)

Pe3yabTaThl H 00CyKIEHHE

[Ipsamoti HarpeB cmecu 11 Ne 1 1 kaibIus 1moJ1 BAKYyMOM IMOKa3al HEIOCTATOUHYHO 3(PPEKTUBHOCTS.
BHenpeHne OBYyXCTaJUHHOIO PEKHUMA C INPEABAPUTEIBHON BBIACPKKON U IOCIEAYIOIIUM IIPOBEIECHUEM
peakuu B atMocdepe aproHa MO3BOJIWIO CYLIECTBEHHO IOBBICHTH CTENEHb BOCCTaHOBIEHHs. CHIDKEHHE
TeMIepaTyphl Hayaja 3K30T€PMUYECKON peakuuu U Oosee BBHICOKMI MUK TEMIIEPAaTypbl CBUACTEIbCTBYIOT
o OoJiee MOJHOM W MHTEHCHBHOM MPOTEKAHWU MPOIIECCa, YTO CBA3aHO ¢ d3PPEKTUBHBIM yJIAICHUEM JIETYUUX
MpUMecel Ha CTaauH MIPEeJBapUTEIbHOIO BAKYyMUPOBAHUS.

OtpaboTaH pexUM JUIsI ONTBITHO-IIPOMBIIIICHHBIX UCTIBITAHUH, KOTOPBII O3BOJINII MTOJIy4aTh TOBAPHBII
npoaykT. OpHaKko OBUIO YCTAHOBJICHO, YTO YBEIWUYEHHE MacliTaba mpolecca MPUBOIUT K YXY/IIECHHIO
IPaHyJIOMETPHYECKOTO COCTaBa M CHIDKCHUIO Y/AEIbHOW TOBEPXHOCTH MPOAYKTa. DTO OOBsICHAETCS Ooiiee
BBICOKUM TEIUIOBBIJIETICHHEM B OOJIBILIOM 00BEME PEAKLIMOHHOM MACChl, BEIYIINM K CHEKAHUIO YaCTHUIL IUPKOHHMSI.

Bo3MoxHBIM pereHneM MoxeT ObITh 100aBieHne (roca, B KaueCTBE KOTOPOro MOXKET ObITh HCIOIB30BaH
okcuy kanbiust (CaO) wnu xiopua kanbiwus (CaCly). OnHako JaHHOE pelieHne MOXET TMOBJeub 3a CO00H
TPYAHOCTH, CBSI3aHHBIE C IOTIOJHUTEIBHBIM KOHTPOJIEM BIIXKHOCTH (PIIFOCA M IPYTUMH OCOOEHHOCTAMM 3KCILTYaTaLI|H.

KiroueBoii HepemieHHOW 3ajadell OCTaloOCh TOBBINICHHOE coOjep)KaHue Kaiblwsa. JlaHHBIN QaxT
YKa3bIBa€T Ha TO, YTO CTAaHJAPTHOTO pPEXHMa BaKyyMHOM cemapaniy ¥ KHCIOTHOTO BBIIIEIaYNBAHUS
HEJIOCTATOYHO It 3(PQPEKTHBHOTO YAAJCHUS OCTATOYHOTO BOCCTAHOBHTENS W3 BBICOKOAHMCIEPCHOTO
MpoayKTa U TpedyeTcs pa3paboTKa JOMOTHUTEIBHBIX CTa Ui OUUCTKH.

3akioueHune

B pesynbraTe npoBeeHHBIX HCCISIOBaHMA OBLITH TTOTYYEeHEI 3KCIIEPUMEHTAbHBIE JJAHHBIE O BIUSHAN
PEXUMOB BOCCTAHOBJICHUS U AUCIIEPCHOCTH UCXOJHOTO ChIPhs Ha CBOMCTBA KaJbLUETEPMUUECKOTO MOPOILIKA
nupkoHus. Pa3zpaboTana TEXHOJIOTHsI, TTO3BOJISIONIAS MOJIYIaTh KaTbIIHETEPMHUICCKUI MTOPOIIOK ITUPKOHUS
CBBIIE 2 KI' 3a MPOLECC C COAEpX aHUEM akTUBHOTO Zr >96,5 %. Takxke omnpeneneHo HampaBiICHUE
JATbHEHIINX UCCIEIOBAHUN — CHUXEHHUE COACP>KaHUS KAJIbLIMSL.
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