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Pa3paboTtaHa Meronuka U3MepeHUsl BSI3KOCTM KPUOJIMTOBBIX PACIJIAaBOB POTALIMOHHBIM
METOJIOM C MCIHOJIb30BaHMEM BbICOKOTeMITepaTypHoro peomerpa FRS-1600. Onpenenena
BSI3KOCTb pacruiaBoB Hatpuesoro kpuonuta NaF—AlIF; ¢ kpuonutoseiv otHoueHreM (KO)
2.1, 2.3, 2.5 u kanuesoro kpuonmra KF—AIF; ¢ KO 1.5, KoTopble McCnonb3yloTcsl npu
9JIEKTPOJUTUYECKOM TOJTYYeHUN aIIOMUHUS U €ro CIJIaBOB B MPOMBILIJIEHHBIX 3J1€KTPO-
JM3epax U JJabopaTOpPHBIX YCTaHOBKax. XapakTep 3aBUCMMOCTU BSI3KOCTU OT CKOPOCTHU
CABUTA OTPENENSIIN TI0 KPUBbIM TEUEHMS, XapaKTepU3YIOLUM COOTHOUIEHUE MEXAy Ha-
MPSKEHWEM U CKOPOCTBIO CIBUTA, U KPUBBIM BSI3KOCTH, KOTOPBIE MPEACTABISIIOT COOOM
3aBUCUMOCTDb BSI3KOCTH OT CKOPOCTH CIBMTIa, W BbIOMpAiy MapaMeTp CKOPOCTU CIBUTa,
MpU KOTOPOM pacruiaB BezeT cedst kak HbloToHoBcKast XXunkoctb. O6aacTh JaMUHAPHOTO
TeUCHMsT KPMOJMTOBBIX PACIUIABOB HAXOLMTCS B AMATIa30He cKopocTtn cupura 10—16 ¢,
NsmepeHue Ba3kocT HaTpueBoro Kpuoaura NaF—AlF; nposoauiu B TeMrepaTypHOM MH-
TepBaJie OT TOUKU JUKBUAYyca 1o 1293 K npu nocrostHHO# ckopocTu casura 12 ¢!, Bas-
KOCTh KPUOJIMTOBBIX pacijiaBoB cHmKaercs: ¢ ymeHblneHueM KO. IMpu 1283 K BsI3KOCTh
pacruiaBoB NaF—AlF; ¢ KO 2.1, 2.3, 2.5 cocraBisier 2.35, 2.43 u 2.50 mIla - ¢ cooTBet-
crBeHHO. [lojryyeHHBIE 3HayeHMsI TMPEBBILIAIOT WM3BECTHBIE JUTEpaTypHble NaHHbIE Ha
25%, 4TO MOXHO OOBSICHUTH METOIMUYECKUMU TPYAHOCTSIMU U3MEPEHMUS BSI3KOCTU KPUO-
JIMTOBBIX PACIUIaBOB OCLIWJLISILIMOHHBIM METOIOM MPU TemriepaTypax okojio 1273 K. Bsz-
KocTb Kanuesoro kpuonuta KF—AIF; ¢ KO = 1.5 uamepsiiau B TeMepaTypHOM MHTEPBaJe
830—1040 K. Ona cocrasmuset 1.82 mIla - ¢ mpu 1073 K. TemmniepaTypHasi 3aBUCUMOCTbD BSI3-
KOCTH pacIlaBOB HATPHUEBOTO U KaJIMEBOTO KPUOJIMTOB OMUCHIBACTCS IMHEHHBIM ypaBHE-
HueM In(n) = a + b/T. IlokazaHa BO3MOXHOCTb OIpeieSIeHUs] TeMIiepaTypbl (ha30BbIX Te-
PEX010B MHOTOKOMIIOHEHTHBIX CUCTEM I10 TeMIIEpaTypHOI 3aBUCUMOCTH BSI3KOCTH.

Karouesvle croea: nmHaMu4decKast BA3KOCTb, pOTallMOHHAA BUCKO3UMMETPHA, pacCIljlaBJICH-
HBIE COJIN, KPUOJIUT HATPUA, KPUOJIUT Kaaus
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BBEAEHUE

BsskocTh sBisieTcs BaxXHOUW (DU3UKO-XMMHUYECKOM XapaKTepUCTUKON pacrjaBiIeHHbBIX
coJielf, KoTopasi HeoOxoauMa IS OLIEHKU Macco- U TeIIooOMeHa, TMAPOAMHAMUYECKUX
MPOLIECCOB B BJIEKTPOJIM3EPAX U IEKTPOXUMUIECKUX YCTPOUCTBAX.

1151 onipeneneHust BI3KOCTH pacIlIaBIeHHBIX COJIe MCMOb3YIOT KalWJUISIPHBIN, OCIIMII-
JISTIIMOHHBINA M POTALIMOHHBIN MeTonb [ 1—3].

KanunnsipHelit MeTo1 OCHOBaH Ha U3MEPEHUM BPEMEHU UCTEYEHHS OTIPEIeIEHHOTO 00b-
€Ma XKMAKOCTHU YEPE3 KalmUJIIAp C USBECTHBIMU BCJIMYMHaAMM paguyca U JJIMHbI. I[J'lﬂ pacyerTa
BSI3KOCTU MCHOJB3YIOT ypaBHeHUe [lyaseiinsi, cnpaBemliMBoe TOIBKO UISI JaMUHAPHOTO Te-
YEeHMUsI, COITTACHO KOTOPOMY BSI3KOCTb HE 3aBUCUT OT PA3HOCTHU ABJIEHUI U pa3MepPOB TPyO-
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KU, 4epe3 KOTOPYIO0 MPOTEKaeT XMAKOCTh. KanmwuisipHble BUCKO3UMETPHI KaauOpYyIOT IO
SKMIKOCTSIM C U3BECTHOM BSI3KOCTbIO. HeCMOTps Ha TO, UTO KaNmUJUISIPHBII METOJT OUeHb TOY-
HbII, €ro MPYMEeHEeHNE OTPAHUYUBAETCSI BBLIOOPOM KOHCTPYKIIMOHHBIX MaTepUaioB, YCTOM-
YUBBIX K BO3IEUCTBUIO PACIJIaBOB MPU BBICOKMX TeMIlepaTypax, U JJiss paboThl C arpecCuB-
HBIMU (ODTOPUIHBIMU COJISIMU OH HE TMOIXOINT.

Hau6onbiiee mpuMeHeHMe 1UIST OTIpeieSIeHUs] BI3KOCTU PACIIaBJIeHHBIX TaJJOTeHUIOB U
HX CMecell TTOIyYMJIM MEeTOAbl KPYTUIBbHBIX KOJIeOaHU MassTHUKOB, MOABEIIEHHBIX Ha YyIIPY-
roii HuUTU. OHU CBOMSITCSI K UBMEPEHMIO Teproa U aMILUIMTYAbl 3aTyxaHus. [Ipu pabdote c
OCHWUISIIMOHHBIMY MasiTHUKOBBIMM BUCKO3UMETPaMU HEOOXOIUMO TOYHO 3HATh MOMEHT
NHEPpLNU l'lO)lBCCHOI7[ cucrembl. Ero HETTOCPECACTBCHHOC OIIPEACIICHUE ITPU BBICOKNX TEMIIC-
paTypax MpeacTaBIsieT CJIOXHYI0 3anady. [1IoaToMy MpoBOASAT OTHOCUTEIbHBIC U3MEPEHUS U
KaJauOpyIoT MpUOOp Mo paciuiaBaM C U3BECTHOM BSI3ZKOCTHIO. JII0OObIe U3MEHEHUsI B MOJBEC-
HOM cHCcTeMe MasiTHUKA COMPOBOXIAIOTCS TTOBTOPHBIMU U3MEPEHUSIMU KOHCTAHTHI MpUOopa.

BubpanvoHHBIIT METON U3MEPEHUS BA3ZKOCTH ITMPOKO MPUMEHSIOT IS M3yYeHUs pac-
TUTABJICHHBIX METAJIJIOB M IIUIAKOB. DTOT METON XapaKTepU3yeTcsl OBICTPOTON M3MepeHMiA
MIPY HETIPEPHLIBHOM M3MEHEHUU TeMIIepaTyphbl XUAKOCTU. YyBCTBUTEIBHOCTh BUCKO3UMET-
DPOB CYIIECTBEHHO 3aBUCHUT OT (hOPMbI U MaCChl 30HIIa, MTOTPYKAEMOTO B COJIEBOI pacIljiaB.
Marepuai 30H1a JOJKEH ObITh XUMUUYECKU YCTOMUYMBBIM K BO3/IEICTBUIO pacruiaBOB, YTOOBI
HUCKITIOUUTH KOPPO3UIO U CBI3aHHOE C HEIO U3MEHEHUE MapaMeTpoB Mpudopa.

PoTtanmoHHbII MeTOI OCHOBAH HAa M3MEPEHUH CUJIBI, IEUCTBYIOIIEil Ha poTop (Bpallalo-
LT MOMEHT) BO BpeMsI eT0O BpallleHHs C ITOCTOSTHHOI YIJIOBOII CKOPOCTBIO (CKOPOCTh Bpa-
IIeHUS ) B paciiaBe. MccaemyeMast XXUIKOCTh IIOMEIIASTCS B MaJIbI 3a30p MEXIY IBYMSI
teaamu. OIHO 13 Tell Ha MPOTSDKEHUM BCETO M3MEPEHUST OCTaeTCSI HETIOMBMKHBIM, IPYTOE,
Ha3pIBAEMOE POTOPOM, COBEpIlaeT BpallleHHEe C MOCTOSTHHOUM CKOpPOCThIO. BpaiarenbHoe
NBUXKEHHE POTOpa BUCKO3MMeETpa MepeaaeTcsl K IPYroi MoBEpXHOCTU IMTOCPEICTBOM JIBIMKE-
HUS BSI3KOH cpenbl. TakumM oOpa3oM, MOMEHT BpallleHUsI pOoTOpa POTALIMOHHOTO BUCKO3U-
MeTpa SIBJISIETCSI MEPOIA BSI3KOCTHU.

M3MepeHre BA3KOCTH PACIUIABIIEHHBIX COJIEH IIPY BBICOKMX TeMIlepaTypax — CJIOXHAsI
SKCITEpPUMEHTAIbHAS 00JIACTh, U MTOATBEPXICHUE 3TOMY — CEPhE3HbIE PA3HOIIACUST MEXILY
JAHHBIMH Pa3HbIX aBTOPOB. HecooTBeTCTBIE SKCIIEPUMEHTAIbHBIX JAHHBIX OIPEICIISICTCS 1
Ka4eCTBOM (YMCTOTOM) MCITONB3YeMBbIX COJIEH, 1 METOIAMHM MCCICIOBAHMS, TUIIAMU BUCKO-
3UMETPOB.

PacrninaBel Ha ocHoBe Hatpuesoro kpuosuta (NaF—AIlF;3) ucnonb3ylorcs: B antoMUHUE-
BOI MPOMBIIIUIEHHOCTH B KauyeCTBE B3JIEKTPOJIMTA-PACTBOPUTENST TJIMHO3eMa B TIpoliecce
Opy—XoJa; paciuiaBel Ha ocHOBe KainueBoro kpuonurta (KF—AIF;) npemioxeHsl B Kaue-
CTBE JIETKOTLJIABKOTO 3JIEKTPOJIUTA TTPU HU3KOTEMIIEPATyPHOM ITOJyYeHUUW aTIOMUHUS U €TO
CIIJIABOB B BJIEKTPOJIM3Epax ¢ ”THEPTHBEIMU aHomamu [4, 5].

Hecmotps Ha TO, 4TO BeJIMUMHA BA3KOCTU UMEET OYEHD OOJIBILIOE 3HAYEHUE TSI TEXHOJIO-
TMYECKUX MPOLIECCOB, 3TO CBOMCTBO KPUOJIUTOBBIX PACIZIABOB HELOCTATOYHO XOPOLIO U3Y-
YEHO, YTO CBSI3aHO C TPYIHOCTSMU OPTaHMU3aLUMU BBICOKOTEMIIEPATYPHOTO 3KCIEPUMEHTA,
CJIOXKHOCTBIO 9KCITEPUMEHTAJIBHBIX YCTAHOBOK, YCTOMYMBOCTBIO KOHCTPYKLIMOHHBIX MaTe-
PUAIOB K BO3JEHCTBUIO arpecCUBHBIX (PTOPUAHBIX pacruiaBoB. HanpuMep, comiacHo pas-
HBIM aBTOpaM, BA3KoCTb 3neKkTponuTta NaF—AlF;—CaF,—Al,O5; ¢ KpUOJIUMTOBBIM OTHOLIE-

nuem (KO) B nuamasone 1.8—2.6 mensiercst ot 1 mo 5 mIla - ¢ mpu 945—970°C [6].

Llennbio HacTOsIIIEH paOOTHI SIBJISLIOCH pa3paboTKa MeTola pOTallMOHHOI BUCKO3UMETPUU
IUIS1 U3MEPEHUS BA3KOCTU KproanToBbix paciuiaBoB NaF—AlF; ¢ KO 2.1, 2.3 u 2.5 and KF—

AlF; ¢ KO 1.5, koTOpble UCTIONB3YIOTCS IPU JIEKTPOJIUTUUECKOM MOJTYYEHUU ATIOMUHUST U
€ro CIJIaBOB B IMPOMBIIILJIEHHBIX 3JIEKTPOJIU3epax U Jab0paTOPHBIX YCTaHOBKAX.
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METOANKA USMEPEHUA

Hpueomoeﬂeﬂue Kpuoaumoenslx pacniaeoe

Hatpuesblii kpuoaut NaF—AlF; roroBuim cruiaBieHUeM MHAMBUAYAIbHBIX KOMIIOHEH-
toB NaF (“oc. 4u.”) u AlF; (“x. 4.”) (OAO “BekToH”). Crioco® NMpUroToBieHUsI NOAPOOHO
onucaH B padote [7].

CMmecb KF—AIF; nonyyanu CrujiaBjieHMEM OYMLIEHHOTO dropuaa aatoMUHMS (C MOMO-
weio NH,4F) ¢ kucabim dropunom kanuga [8]. Maccy KF-HF (“x. u.”, OAO “BekToH”)
onpeaenstiv, ucxoast us MmojbHoro cootHoueHust KF : HF = 1 : 1 B ucxonHoii conu. 3arem
noGasasuiv hTOpUIl ATIOMUHUS, TiepeMelnBain. CMech TTOMEIAIN B CTEKIIOYTJIEPOIHbIN
TUTeJIb U HarpeBajiu, HogHUMas Temiiepatypy a0 750°C B TeueHue Tpex yacoB. Beiencrsue
TePMUUYECKOTO pa3jioxeHus kucioro ¢ropuna kKanus HF yactnuno ynansisicst u3 pacriasa.
3areM 37eKTpoauT BblaepkuBaiics mpu 750°C B teuenune 3—4 4 go nonHoro ynaieHus HF.
T'oToBBII 271EKTPOIUT KOHTpOIUpoBaau Ha orcyTcTBue HF mytem onpenenenus pH BogHo-
rO pacTBOpA COJIU JIEKTPOJIUTA.

IIpunyun pabomei peomempa

st usMepeHust BA3KOCTU KPUOJIMTOBBIX PACIUIaBOB UCITOJb30BaId BBICOKOTEMITEPATYP-
HBI potauoHHBIN peomeTp FRS-1600 (Anton Paar), KoTophlii IpeqHa3HAYeH [JIsI OIIpee-
JIEHUST BSI3KOCTM PACIUIABJIEHHBIX 3JIEKTPOJIUTOB B IIMUPOKOM TEeMIIEPATYPHOM IMara3oHe
(mo 1600°C).

IMpuniun paéotel peoMerpa FRS-1600 cocTOUT B TOM, UTO MCCIIEAYEMBII pacIuiaB HaXxo-
IUTCS MEXIY NBYMS TpaUTOBBIMU LWJIMHAPAMU B MAJIOM 3230p€, HEOOXOAMMOM 151 CIBU -
ra vccienyeMou cpeapl. BHEIIHUI UMIMHAP OCTaeTCs] HEMOABUXHBIM, 2 BHYTPEHHUI 11~
JUHAp (poTop) BpaiaeTcs. Potop npucoenuHseTcs: K U3MepuTeIbHON “rojoBe”, pacIoio-
>KeHHOU B BepxHeil yactu peomerpa. [ITHeBMaTUYECKUI OBUTATENb C BO3MYIIHONW OMOpPOM
obecrieynBaeT CUHXPOHHOE JIBMXKEHUE poTopa 0e3 TPEeHMs, YTO IMOBBIIAET YyBCTBUTEb-
HOCTb M3MEPEHUN U TO3BOJISIET M3MEPSTh MOCTATOYHO HU3KYIO BSI3KOCTH pacCIlIaBOB.
CucreMa TOYHOTO MOmbEMa ABUTATENISI KOHTPOJUPYET TOJIOKEHNE U3MEPEHUST “TOJIOBbI”
peoMeTpa IMHAMUYECKOTO CABUTa JIs1 PEryJMPOBKU HOpMaibHOM cuJjibl. Best cuctema nos-
HOCTbIO KOHTPOJIMPYETCS MPOrpaMMHBIM oOecrieueHueM peomerpa. BcTpoeHHbId gaTyuK
HOPMAaJIbHOI'O YCUJIMS B “TOJIOBE” M3MEPSIET CUJIbI B BEpTUKAJIbHOM HarpasjieHuu. Beptu-
KaJIbHO€ TOYHOE JIBUXXEHUE M3MEPUTEIbHOIN “TOJIOBbI” KOHTPOJUPYETCS TAaTYMKOM HOp-
MaJILHOTO YCUJIUSI.

M3MepeHust BSA3KOCTU paciuiaBOB MPOBOAWIN B aTMoc(epe MHEPTHOIO ra3a, KOTOpbIi
MOIaBaJICsl CHU3Y YCTAaHOBKHU Yepe3 crieuraabHble (hopcyHKU. Bo BpeMst HarpeBa mpoucxo-
T TEPMUYECKOE paclIupeHnue U3MepuTeaIbHO cucTteMbl. PeoMeTp cHabGXeH aBToMaThye-
CKUM KOHTPOJIEM 3a30pa.

3arpys3Ky ucciaeayeMoro oopasiia B TUTe/Ib IPOBOAUIN Ha Bo3ayxe. Cpa3sy Iociie 3arpy3Ku
yCTaHaBJIMBAJIM TUTEIb B MOJIOKEHUE TTOAbEMA M 3allyCKalu mporpaMmy usmepeHuii Rhe-
oPlus. BHyTpeHHUIT LIUIUHAP MEIJICHHO OITyCKaJICsS W YIUPAJICS B TBEPIbI MCCIEeNyeMBblil
obpa3er ¢ cunoi 3H, mmocie yero HaumHaiicsa Harpes neun. Ha puc. 1 mpuBeneH rpaduk u3-
MEHEHMUSI IMOJIOXKEHUSI BHYTPEHHETO LIWIMHAPA IPY HarpeBaHUMU cO CKOPOCThio 2°C/MUH 00-
pasua HatpueBoro kpuonuta NaF—AlF; ¢ KO 2.1.

[To moctuxeHuto TemmnepaTypsl iaBieHus cucremsl NaF—AlF; (KO = 2.1) (758°C),
a 3aTeM TemIiepaTypsl JukBumyca (882°C), poTop omyckajica Ha pabouyio miyouHy (12 Mm
oT nHa Turist). CHavyasna BpallleHHue poTopa OCYIIECTBISIM C HU3KOM CKOPOCThIO JJIsI TOTO,
YTOOBI TOMOT€HU3MPOBaTh paciuiaB. DTo 3aHuMajio 40—50 MUH, B 3aBUCUMOCTH OT ITeperpe-
Ba pacruiaBa. O Tom, uTto obpa3zel] onHO(a3HbI, MOXHO CYIUTh MO YCTAHOBUBIIMMCS 3Ha-
YEeHUSIM BSIBKOCTH, KaK MoKa3aHo Ha puc. 2. I3MeHeHue BI3KOCTH BO BpEMEHH TaK Xe, KaK
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Puc. 1. I3meHeHne MONOXKEHWs pOTOpa IMpy ruiasieHny paciiaba NaF—AlF3 (KO = 2.1).
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Puc. 2. Mi3ameHeHue BA3KOCTH ¥ HOpMaibHOM cuitbl pactiaBa NaF—AlF3 (KO = 2.1) Bo Bpemenm.

n HOpMaJIbHOfI CUJIbI ITPOUCXOOUNIIO B TCUECHUC 32 muH. Ilocne TOro, Kaxk BA3KOCTb U HOP-
MaJIbHas cujia CTa6I/lJIl/I3I/Ip0BaJH/ICb, npucrynajim K OCHOBHBIM UBMEPCHUAM.

WM3mepeHust BI3KOCTH IIPOBOAMIIM JTUOO MPHU MOCTOSHHOM TeMImepaType, 100 I10 3adaH-
HOM rnporpamMme oxjJaXKaA€HHus pacrijiaBa B AIMHAMHWYECKOM PEXKUME.

Boitbop ckopocmu oxnaxicoenus pacnrasa

CKOpOCTh OXJIaXIeHWs paciliaBa MPU U3MEPEHMSIX BSA3KOCTH NOJKHA OBITh HEBBICOKAS
IIJIsI TOTO, YTOOBI CHUCTEMa OCTaBaJlaCh B PaBHOBECHOM COCTOSIHMM. OIHAKO OueHb Masasi
CKOPOCTb OXJIAXKIICHUS MPUBOIUT K 3HAYUTEIbHOMY YBEJIMYEHUIO JIUTEIbHOCTU IKCIIePU-
MEHTa, YTO HeXeJaTeJIbHO MPU paboTe ¢ PTOPUIHBIMU pacrylaBaMy MIPU BEICOKUX TeMITepa-
Typax, TaK KaK BO3MOXHO MCTIapeHHe paciuiaBa U B3auMOAECHCTBUE ¢ KOHCTPYKIITMOHHBIMK
MaTepuajiaMu mpuodopa.

TemnepatypHast 3aBucumocTb BsizkocTu paciiaBa NaF—AlF; (KO = 2.3) npu ckopocTtu
oxnaxaeHnus 0.5, 2 u 5°C/mMuH nipencrasieHa Ha puc. 3. CKOpOCTh CIBUTA BO BCEX CiIydasiX
coctaBmia 12 ¢~'. Pe3yabTarhl Bcex M3MEpeHUii coBManaoT B npeaenax 1.5%. TakuM obpa-
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Puc. 3. TemneparypHas 3aBucuMOCTb BsA3KocTH pacriaBa NaF—AIF3 (KO = 2.1) npu pa3Hoii ckopocTy oxyax/ie-

HUS (CKopocTh caBura 11 c_l),

30M, U3MEPEHUST TeMIIEpaTypHOI 3aBUCUMOCTH BSI3KOCTHU PacCIUIaBI€HHBIX (DTOPUIHBIX CO-
Jieit BO3MOXHO MPOBOAMUTD MPU CKOPOCTH oxJiaxneHus: 2°C/MUH, TIpU 3TOM CUCTEMa TIpaK-
TUYECKU OJIM3KA K PABHOBECHOMY COCTOSTHUIO.

Buibop napamempa “ckopocms cdguea”

B ocHOBe poTallMOHHOTO METOoA JIEKUT 3aKOH HbloTOHA, KOTOPHI OMMCHIBAET TEUCHUE

UIeaJbHOMN XUIKOCTHU:
=17 (D
IAe T — HalpsDKeHUe COBUTA; 1| — IMHAMUYECKAs BSI3KOCTD; Y — CKOPOCTb CABUTA.

Jlnsa monydeHrsT KOpPpEeKTHBIX 3HAYEHHM I BI3KOCTH, HEOOXOIMMO, YTOOHBI B 06pasiie ycTa-
HOBUWJIOCH JJaMWHApHOe TeueHue. XapaKTep 3aBUCHMOCTH BSI3KOCTH OT CKOPOCTHM CIBMTa
ONPENEISIIN 110 KPUBBIM TEYEHMS 1 BI3KOCTU U BBIOUPAJIU MapaMeTp CKOPOCTH CABUTA, TIPU
KOTOPOM pacIliaB BeaeT cedst Kak HbloToHOBCcKast )kuakocTb. KprBble TeUeHMSs, XapaKTepu-
3YIOLIME COOTHOILIEHUE MEX]Y HalPsSKEHUEM CABUTA U CKOPOCTBIO caBUra (T = f{()), U Kpu-
BbI€ BSI3KOCTH, KOTOPBIE MPEACTABIISIOT COO0M 3aBUCUMOCTh BA3KOCTH MCCIIEIyEeMOro pac-
IJ1aBa OT CKOPOCTH caBura (M = f('y)) nosyyanu npu nNocTossHHo# temneparype. st aToro B
MporpaMMe yKa3bIBalOT HavyaJlbHble U KOHEYHbIE 3HAYeHUS] CKOPOCTU CABUTA M BPEMEHU
ChEMKM OJHOI TOUKM: HauabHbIe 3HaueHus 1 ¢~ 1 60 ¢ u koHeunsie — 100 ¢! u 30 ¢ coot-
BETCTBEHHO. [IpOoMeXyTOUHbIe 3HAUEHMST BHIOUPAIOTCS TPOTPaMMOii aBTOMAaTUYECKH T10 JIO-
rapu(pmMIIecKoOMy 3aKOHY.

Kpussie Teuenus u Bsiskoctu pacrmiaBa NaF—AlF; ¢ KO = 2.1 nmpu 1273 K npuBeneHsl Ha
puc. 4.

O6JacTh JaMUHAPHOTO JBMXKEHHUS pacriaBa MOXHO OIPEIeIUTh KaK 10 KPUBBIM BSI3KO-
CTHU, TaK U MO KPUBBLIM TeueHus1. M3 puc. 4 cienyeT, YTO MaKCUMaJIbHbIE 3HAUEHWSI CKOPOCTHU
CABMTA, TIPU KOTOPBIX MPOUCXOAUT TEPEXO/I OT JAMUHAPHOTO K TYPOYJICHTHOMY JIBUXKEHUIO,

OINPECACIICHHBIC ITO KPUBbLIM BA3KOCTU U IO KPUBBIM TCUCHUS, XOPOLIO COBIIAAAaIOT. Tak mist

pacruiaBa NaF—AIF; (KO = 2.1) 3ToT nepexo MpoucXoauT pU CKOPOCTH caBura 16 c L

OJIHAKO ITO KPYMBBIM BSI3KOCTH BUIHO, YTO MPH MaJIbIX CKOPOCTsIX caBura (Hmxe 10 ¢ 1)
HabJrogaeTcst OOJIBIION pa3dpoc TOYEK. DTO CBA3aHO C BHIOPAHHBIMU YCIOBUSIMU M3MEpe-
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HUI, TPU KOTOPBIX 3aIaHHOE BpeMsl U3MEPEHMSI HE COOTBETCTBYET CKOPOCTH JJaMUHAPHOTO
TeyeHus pacruiasa [9]. [Toatomy uamepenus sa3koctu paciuiaBoB NaF—AlF; cienyer npo-

BOIUTb ITPU CKOPOCTSIX CABUTA B nHTepBaie 10—16 ¢!

BA3KOCTDb KPUOJIMTOBBIX PACITJTABOB

BS13KOCTb BCeX KPHOJIMTOBBIX PACIUIABOB M3MEPSUTH TIPH CKOpocTH casura 12 ¢!, U3me-
peHue BsizkocTu Hatpuesoro kpuonuta NaF—AlF; ¢ KO 2.1, 2.3 u 2.5 npoBoawiu B TeMIie-

paTypHOM MHTEpPBAaJje OT TOUKHU JukBuayca 1o 1293 K. TemnepaTypy JMKBHIyca BCEX COCTA-
BOB PAaCCUMTHIBAJIU MO YpaBHEHUIO, MpUBeaIeHHOMY B padote [10]. Pe3ynbraThl M3MepeHUiA
MTUHAMUYECKON BSI3KOCTH PaCIlJIaBOB HATPMEBOTO KPHUOJINTA TIPEACTaBICHBI Ha pUC. 5.
Bsskoctb pacriiaBa KF—AIF; ¢ KO = 1.5 usmepsiin B TemnepatypHoM uHTepBaie 830—
1040 K. Pesyabrarhl NpuBeaeHBI Ha puc. 6a u 66. KpuByio Ha puc. 6a MOXHO YCJIOBHO pas-
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Puc. 6. Baskoctb xanuesoro kpuonaura KF—AIF3 (KO = 1.5) B temneparypHom untepBane: (a) 830—1070 u
(6) 1035—1073 K.

NIeJINTh Ha TPU ydyacTKa: /) TOMOTeHHBII pacIuiaB OT TeMIlepaTypbl Havyajaa U3MEpeHUit 10
TeMIepaTyphl JIUKBuayca; 2) aByxdasHass o0sacTh, HabaomaeTcs (GpIyKTyalus 3HAYeHUIA,
HO 0O0IIIast TEHISHIMNST — K Pe3KOMY YBEJIMYEHUIO BA3KOCTH; 3) pe3Koe CHUXKEHUE BI3KOCTH
BCJIEACTBUE KpUCTaUIM3aluu. TemIiepatypa conumyca, onpenejeHHast 1o KpUBOil U3MeHe-
HUS BSI3KOCTH, cocTaBuia 838 K, 4To xopoliio comiacyeTcs ¢ U3BeCTHOM (ha30Boii nuarpam-
Moii [11].

TemrmiepaTypHasi 3aBUCUMOCTb BI3KOCTH PacijlaBOB HATPUEBOIO U KAJIMEBOTO KPUOJMTOB
B koopauHatax In(n) = f(1/7) onuceiBaeTcs TUHEHHBIM YPABHEHUEM:

In(n) =a+b/T, )
I1e a U b — ’KcrnepuMeHTalbHble KOHCTaHThI; 1 — Temnepatypa, K. ¥YpaBHeHus TeMriepa-
TYPHOI1 3aBUCUMOCTH BSI3KOCTH KPUOJUTOBBIX PACIIJIABOB MPUBEICHbI B Ta0. 1.
[TonyyeHHbIe BeTMUMHBI Bsi3kocTH pacriiaBa NaF—AlF; Ha 25% Bbliie 3HaueHMi, TpUBe-
IIEHHBIX B paboTe [12], B KOTOpOiI METOAOM OCHMJUISIIMOHHBIX KOJICOAHUN U3MEPSIIA BSI3-
KOCTb PACIUIaBOB HATPMEBOTO KpuoauTa ¢ paznuuHbiM KO (conepxkanue AlF; BapprupoBaioch
oT 5 1o 35 moit. %) u Temriepatypbl. [1o nanHbM [ 12] HanbonbIIyio BAI3KocTh (2.3 MmIa - ¢ ipu
1273 K, umeer pacminaBs NaF—AlF; ¢ KO = 4. ABTopbl 0TMEYAlOT, YTO NPU MCCIEL0OBAaHUMU
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Taomuua 1. YpaBHeHUs TeMIIepaTypHOl 3aBUCMMOCTH KPUOJIMTOBBIX PACILJIABOB

_ ) TemneparypHBIit .
CocraB InMm)=a+b/T R werepsarn, K n (1283 K), mI1a - ¢
NaF—-AIF;, KO =2.5 —2.1991 + 3999.1/T 0.92 1283—1293 2.50
NaF—AlF;, KO =23 —2.8832 +4837.9/T 0.98 1253—1293 2.43
NaF—-AlF;, KO =12.1 —2.9745 + 4914.5/T 0.99 1243—-1293 2.35
KF—-AIF;, KO = 1.5 —2.741 + 3581.3/T 0.95 1033—1073 1.82 (T=1073 K)

pacmiaBoB ¢ 6osee HU3KMM KO mpoucxomuio GecropsioyHble TBUKEHUST MasiTHUKA, Ha-
OJIIOMATCh OYEHb OOJBIITNE Pa3INIUs MEXIY TTepUOINIECKO BI3KOCThIO M IeMII(pUpyro-
IIei BI3KOCTBIO, a TAKXKe HEBOCITPOU3BOIUMOCTD PE3yIbTaTOB.

Bsskoctb HatpueBoro kpuonuta NaF—AlF; srektuueckoro cocrasa (KO = 1.22) uzme-
psii B pa6ote [13] ¢ mOMOIIBI0O TOPCUOHHOTO BUCKO3MMETpa. BSIBKOCTH oIpenessiiii 1o
rapMOHMYECKOW KPUBOI 3aTyXalolIero KojiebaHus LUINHIPA. ABTOPBI OTMEUaOT OTHOCH-
TEJIFHO BBICOKOE IaBiieHre mapoB AlF;, BciencTBue 4ero coctaB MEHSUICS M, COOTBETCTBEH-
HO, 3HaYEHMUs BSI3KOCTU U3MEHSIIMCh BO BpeMeHU. BblTo HaliieHO, YTO BSI3KOCTh pacruiaBa
NaF—AIlF; ¢ KO = 1.22 cocrasinsier okoso 1.06 mI1a - ¢ mpu 1073 K.

ABTOpHI [12, 14, 15] namepsiin BA3KOCTb paciiaBoB TpoiiHOM cucteMbl NaF—AlF;—Al,O4
B 3aBUcUMOCTH OT KO u koHueHTpauuu Al,O3; ocUMLIILMOHHBIM MeETOLOM. B 06actu BbI-
coknx KO oTMeueHbl TpyIHOCTU pacTBOpeHMsI okcuaa antoMuHus. HeobxonumocTts nepe-
MEIIIMBAHUS PACTIJIABOB MOCTYKUIIO MPUINHOMN YBETUYESHMUS TTPOAOKUTEILHOCTH SKCITepU-
MEHTOB C 1IeJIbIO TTOJTYYeHMS TTOJTHOCTBIO BOCITIPOM3BOIMMBIX 3HaUeHUI. MI3MepeHusT BSI3KO-
CTU TIPOBOIWJINCH OT BBICOKOU TeMmmepaTyphbl 4yepe3 Kaxnbie 10—20 rpamycoB, cHMXKast
TeMIepaTypy 10 OXUIaeMON TOYKM JMKBUAyca. Habmomanoch yacToe TepeoxiaxkaeHue
KPUOJIUT-TIIMHO3EMHBIX PACITJIABOB, YTO MPUBOAMIIO K TOMY, YTO U3MEPEHUST HEKOTOPBIX CO-
CTaBOB MPOBOJIWIMCH B IByX(ha3HOIi 00J1aCcTH.

Crenyer OTMETUTb, YTO CPaBHEHUE PE3yJIbTATOB MO BSI3KOCTHM KPUOJIMTOBBIX pacIIaBOB
YacTo 3aTPYIHEHO U3-3a CYLIECTBEHHO paziuyaroliuxcsi coctaBoB (paszHoro KO, npucyt-
CTBUSI 10OABOK OKCH/IA ATIOMUHMS, (PTOPUIOB KaJIbIIVST U MarHUS).

Pa3paboraHHas B HacTosileit pabote MmeToauKa Oblia mpoBepeHa Ha paciuiaBe LiF—BeF,
SBTEKTMYECKOIO COCTaBa B IIIMPOKOM TEMIIEpAaTypHOM HMHTEpBajie, COCTaBJsIolIeM Oosee
500 rpanycoB. [TosydeHHBIE pe3yJibTaThl COBIAAAIOT C UMEIOIIMMUCS B IUTEpaType B Mpee-
nax 7% [18]. BTo monTBepKIaeT HaIeXXHOCTh MPUMEHSIEMOl METOMUKN U3MEPEHUST BI3KOCTH
pacruiaBoB GTOPUIHBIX COJIEH pOTALIMOHHBIM METOAOM C TToMOIIbI0 peoMerpa FRS-1600.

SAKJIIOYEHUE

PaspaboraHa mMeTonuka u3MepeHUs BSI3KOCTU KPUOJUTOBBIX PacruiaBOB pOTAlIMOHHBIM
METOIOM U U3MepeHa Ba3kocTh pacruiaBoB NaF—AlF; u KF—AIF;. O6nacTe 1aMuHapHOro
TEUCHUSI KPUOJUTOBBIX PacIjiaBOB, OIpenesieHHasl Mo KPUBBIM BSI3KOCTU, cocTaBuia 10—
16 ¢

TeMnepaTypHble 3aBUCMMOCTHU BsI3KOCTU paciiaBoB NaF—AlF; nmoayuyeHbl npu temmepa-
Typax oT Touku Juksuayca 1o 1293 K. Bsizkocte pacruiaBoB NaF—AlF; ¢ KO 2.1, 2.3, 2.5 co-
crasisieT 2.35, 2.43 u 2.50 mI1a - ¢c coorBeTcTBeHHO, npu 1283 K. OnHako, rojydeHHbIe 3Ha-
YeHUsI BSI3KOCTU HATPHUEBOTO KPUOJWTA TPEBBIIIAIOT M3BECTHBIEC JUTEPATypHbIC AaHHBIC
MpUMepHO Ha 25%, 4TO MOXXHO OOBSICHUTD METOANYECKUMU TPYTHOCTSIMU MU3MEPEHUS BsI3-
KOCTH BBICOKOTEMIEPATYPHBIX KUIKOCTEM OCIUIUISILIMOHHBIM METOIOM.

Bsskoctb kanneBoro kpuonuta KF—AIF; ¢ KO = 1.5 uamepeHa B TeMnepaTypHOM UHTEP-
Base 830—1040 K, B KOoTOpoM crcTeMa HaXOAUTCSl HE TOJIBKO B pACIIaBJIEHHOM COCTOSTHUY,
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HO U B ABYyX(da3Hoii o6iactu kunkoe—rBepaoe. [lokazaHa BO3BMOXHOCTb OMPEACICHUS TEM-
nepaTtypbl (a30oBEIX IEPEXOA0B MHOTOKOMIIOHEHTHBIX CUCTEM IO TeMIIEpaTypHOI 3aBUCHU-
MOCTH BSI3KOCTU.
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METHOD OF ROTATIONAL VISCOMETRY FOR STUDYING
THE VISCOSITY OF CRYOLITE MELTS

A. V. Rudenko’, A. A. Kataev!, O. Yu. Tkacheva'
! Institute of high temperature electrochemistry, Ural branch of the RAS, Yekaterinburg, Russia

A technique for measuring the viscosity of cryolite melts by rotational method using a high-
temperature rheometer FRS-1600 has been developed. The viscosity of molten sodium
cryolite NaF—AIF; with cryolite ratio (CR) of 2.1, 2.3, 2.5 and potassium cryolite KF—AIF;
with CR 1.5, which are used in the electrolytic production of aluminum and its alloys in in-
dustrial cells and laboratory facilities, was determined. The viscosity dependence on shear
rate was found from the flow curves depicting the relationship between the shear stress and
the shear rate, and from the viscosity curves, which represent the dependence of viscosity on
shear rate, and then the shear rate parameter was chosen at which the melt behaves like a



METO/l POTALIMOHHOW BUCKO3UMETPUU 503

12.
13.
14.

15.
16.
17.

Newtonian fluid. For cryolite melts the area of laminar flow is in the range of shear rates of
10—16 s~'. The viscosity of sodium cryolite NaF—AIF; was measured in the temperature
range from the liquidus point to 1293 K at a constant shear rate of 12 s~!. The viscosity of
cryolite melts decreases with decreasing CR. At 1283 K, the viscosity of NaF—AIF; melts
with CR 2.1, 2.3, and 2.5 is 2.35, 2.43, and 2.50 mPa - s, respectively. The obtained values
exceed the known literature data by 25%, which can be explained by methodological diffi-
culties in measuring the viscosity of cryolite melts by the oscillation method at temperatures
of about 1273 K. The viscosity of potassium cryolite KF—AIF; with CR = 1.5 was measured
in the temperature range of 830—1040 K. It is 1.82 mPa - s at 1073 K. The viscosity tempera-
ture dependence of both cryolites is described by the linear equation In(m) = a + b/T. The
possibility of determining the phase transitions temperature in multicomponent systems
from the viscosity temperature dependence is revealed.

Keywords: dynamic viscosity, rotational viscometry, molten salts, sodium cryolite, potassium
cryolite
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