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BBE/IEHUE

AKTYaJIbHOCTD M CTeNeHb Pa3pal0TAHHOCTH TeMbI HCCIeA0BAHUS

KpeMHuii — pacnpocTpaHEeHHBI XUMUYECKUN 3JIEMEHT, KOTOPBIA HCIOIb3YETCA
BO MHOTMX OTpacisiX HPOMBIIUIEHHOCTH. BaXKHEWIIMMU BBICOKOTEXHOJIOTHYHBIMU
IPUMEHEHUSMU KPEMHHUS SIBIISIOTCS, XUMUUYECKHE UCTOYHUKU TOKAa HOBOTO IMOKOJIEHHUS,
HOJIyTIPOBOJIHUKOBBIE NPUOOpPHL. (poTo3nexTpuueckue npeodpazosatenu [1]. Tonkue
KPEMHHEBBIE IUIEHKH BOCTPEOOBaHBI B pa3pabOTKaxX IO CO3JAHUIO JIMTUH-MOHHBIX
aKKyMYJIITOPOB BBICOKOM €MKOCTH U COJIHEUHBIX Oarapeil [2].

CyuiecTByromiasi Ha TaHHBIH MOMEHT TEXHOJIOTHS MOJYyYEHUS KPEMHHUS BBICOKOM
YUCTOTHl U TOHKHMX IUICHOK Ha €ro OCHOBE OCYIIECTBIISIETCS B mapoBoil daze [3,4].
[Tpouecc sABAsIETCS S3HEPTOEMKUM, TPeOYeT 3HAUYUTENIbHBIX 3aTpaT Ha MOATOTOBKY ChIPbS
U MaTepHUaJIoB.

VYBenuueHue crpoca Ha BBICOKOUMCTBIM KpeMHUHM TpeOyeT pa3paOOTKU HOBBIX,
0onee >PPeKTUBHBIX cOCOOOB ero moiydeHus. OAHUM M3 TaKUX CIIOCOOOB MOXKET
OBITh ANEKTPOJIU3 PACIIABOB COJIEH, BAXKHBIMH IMPEUMYIIIECTBAMU KOTOPOTO SIBIISIOTCS:

- OTHOCHUTEJILHO MTPOCTOE arnapaTHoe 0hopMIICHUE;

- Oonee HHM3KHE TEMIIepaTypbl Mpolecca B CPABHEHUU C METOIOM
XUMHUYECKOT0 TIOJyYEHUs] KPEMHHMSI U3 Ta30BOM (asbl;

- BO3MOXKHOCTh  (DOPMHUpOBAHHMSI ~ OCAJKOB KPEMHHMsS C  3aJJaHHBIMU
XapaKTEepUCTHUKAaMU (TOJIIMHA, MOPQOJOTHs) IMyTEM BapbUpPOBaHUS MapaMeTPOB
polecca 3IEKTPOIIn3a.

KpemHueBbie MmaTepuanbl pa3Hoil MOP(}OIOTUHU MONTYYarOT 31EKTPOOCAKICHUEM B
pacruiaBax Ha rpaUTOBBIX, CTEKIIOYTIEPOIHBIX, BOIL(PAMOBBIX, MEAHBIX, CEPEOPSHBIX
¥ KPEMHHEBBIX NOIoxKax [5-7]. HaumOonee mnpuBieKaTeIbHbBIM MaTEPHAIOM JIJIs
NOJIOKEK TMPEJICTABISETCA CTEKIOYTJIepoJl, KOTOPBIA SIBISETCA OTHOCHTEIIbHO
JEHIEBBIM M JJIEKTPOIPOBOJAHBIM, XHMHYECKHM CTOMKMM B  arpeCCHBHBIX
BBICOKOTEMIIEPATYPHBIX pacIlyIaBaXx.

Ha ceropssmHuii JeHh HMEETCS 3HAYUTENIbHOE  KOJIMYECTBO  paldoT,

MOCBSIIEHHBIX MOJYYEHHUIO KPEMHHUS BO (PTOPUIHBIX, XJIOPUAHO-(PTOPUIHBIX
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pacruiaBax. Panee B MIBTO YpO PAH npoBoaunm 3KCHEPUMEHTHI MO MOJYYEHHIO
kpemHueBbIX TOKpbITHI W3 pactuiaBa KF-KCI-KI-K3SiFg, comepxamux ot 0 mo
4 mon.% womupa xamus. B pacmiaBax 0e3 wmoauMga Kanus IOJIydaidd BOJIOKHA
NOJINKPUCTAJUIMYECKOr0 KpeMHHusA, a npu aobasineHun Kl Ha crexnoyriepoaHon
HOJII0KKE (POPMHUPOBAIMCH HE CIUIOLIHBIE, C1a00 CUEIUIeHHbIe NOKpbITHs. lpu 3TOM,
COIJIACHO pEe3yJibTaTaM PEHTICHOCTPYKTYpPHOTO aHajiu3a, CPeAHHMM pa3Mep 3€peH ¢
YBEIMYCHUEM KOHIIEHTparuu wuoauna kamms cHmwxkancs [8]. Co3maHue OCHOB
AJIEKTPOXUMHUYECKOW TEXHOJIOTUU TOJIYYEHUS KPEMHMS 3aJJaHHOW CTPYKTYpbl, B TOM
YHUClie CIUIONIHBIX TUICHOK, TpeOyeT ucciaenoBaHusl (HU3HKO-XUMUYECKHUX CBOWCTB
paciiaBoB Ha ocHoBe KF-KCI-KI ¢ mob6aBinennem coenHeHmid KpEMHHS. DTO MO3BOJIUT
BJIMATH HA MOP(OJIOTHI0 KAaTOAHBIX OCAJKOB, IOJIy4aTh CIUIONIHBIE TUIEHKH KPEMHUS
3aJJaHHOU CTPYKTYpPhl U XUMHUYECKOTO COCTaBa.

PacrutaBnennsie conm Ha ocHoBe KF-KCI-KI oGmanaroT psgoM mpenMyiiecTs B
CPaBHEHHUU C XJIOPUAHO-PTOPUAHBIMH cucTemMamu. [loOaBneHue wuoauga Kaiaus B
AIIEKTPOJIUT CHUXKAET TEeMIIepaTypy MEePBUYHONW KPHUCTAJUIM3AIMHA, YTO TIO3BOJISIET
YMEHBILUTh pabouyto TeMIepaTypy  Ipoiiecca HOJTyYEHUS KPEMHHS.
HNoauncoaepkamuii  paciijilaB MEHEE arpecCMBEH MO CpPaBHEHUIO CO (DTOPHUIHBIMU
pacmiiaBaMy K KOHCTPYKLMOHHBIM MaTepHuajiaM, 00JiafjaeT XOpOoIlIed pacTBOPUMOCTHIO
komrioHeHTOB B Bojae [9]. CoOBOKyNMHOCTh MpEICTaBICHHBIX (AKTOPOB JIeNaeT
pacmiaBieHHble comu Ha ocHoBe KF-KCI-KI mepcriektuBHBIMU Ui TTOJTydeHUS

CIITOIIHBIX KPECMHHUCBLIX IIJICHOK.

Heab padoTsl
[lenpro muccepTallMOHHOW pabOTHI SBISETCS CO37aHUE (HU3UKO-XUMHYECKUX
OCHOB TEXHOJIOTMHM TOJYyYECHHUS CIUIOIIHBIX KPEMHHUEBBIX IIJICHOK JJIEKTPOJIU30M

raJJOrCHUJHbIX pacIilyiaBOB, COACPKAIINX FeKca(bTOpCI/IJII/IKaT KaJausi.

JlJIA 1oCTHIKEHHSI TIOCTABJICHHOM LeJIM pellleHbl CIeAyIIMe 3a1a4un:
1. Onpenenensl TeMiiepaTypbl MNEPBUYHON KPUCTAIUIM3AIMU PACIIIABICHHBIX

cosneBbix cucteMm KF-KCI-KI-K;SiFs-Si0, ipu BapbupoBaHUM UX COCTABOB.



6

2. I3ydeHo BIUSHUE HA YACIBHYIO JJICKTPONPOBOJHOCTh PACILIABICHHOTO
anekrponuta go6aBok noauaa kanus B KF-KCI (2/1), K,SiFg— B KF-KCI-KI u SiO; — B
KF-KCI-KI-K,SiFs.

3. OnpeneneHpl TEeMIIEPaTypHBIE U KOHIICHTPAIIMOHHBIC 3aBUCUMOCTH TIJIOTHOCTH
pacmiaBoB KF-KCI-KI-K;SiFs-SiOs..

4. UccnenoBano noBepxHocTHOe HaTshkeHne paciuiaBoB KF-KCI-KI-K;SiFs-Si0O;
B 3aBHCHMOCTH OT TeMIIepaTyphl U KOHIICHTPAII KOMITOHEHTOB.

5. Be1OpaHbl YCIOBHSI 3JIEKTPOOCAKICHUS M TOJYyYEHBI CIUIOIIHBIE KPEMHHUEBBIC
IUICHKH Ha CTEKJIOYTJICPOIHOM TOJUIOKKE M3 paciuiaBieHHOro 3aekrpoinra KF-KCI-
KI-K,SiFs.

6. Omnpenenensl cocTaB M MOPQOJIOTHS IMOTYYEHHBIX IIJICHOK; H3MEPEHBI HX

TOJIIHNHA, HICPOXOBATOCTh, OICHCHA JJICKTPOIIPOBOJHOCTD.

Hay4ynasi HOBU3Ha M TeopeTH4YecKasi 3HAYMMOCTH Pa0oOThI

1) OmnpeniesieHbl  TEMITEPATyphl TEPBUYHON KPUCTAUTU3AIUM  PACIUIABICHHBIX
coneBbix cucreM KF-KCI-KI ¢ monbHbIME cooTHomeHussMu KF/KCI=0.8 u 2 B
uHtepBasie kKoHueHTpamuii Kl or 0 mgo 100 wmom.%. HaiineHsl KOOpAWHATHI
sBTekTHUYecKUX Touek: 44 mon.% KI u temneparypa 761 K pgns snekrponuta c
MobHBIM oTHOeHHeM KF/KCI=0.8; 54 mon.% KI u 775 K qis pacmiaBa, B KOTOpOM
otnomenue KF/KCI=2.

2) YCTaHOBJICHO, YTO MaKcHMalibHast no0aBka 1 Moi1.% rekcadTopcuiInkara
kamust Kk pacmiapy KF-KCl o (2/1)-KI (75 wmon.%) npuBOAUT K  YBEIHUYCHHIO
temmeparypsl aukBuayca ot 869 K no 927 K, a BBejieHrEe B MOJYYEHHBIN 3JIEKTPOJIUT
1 M011.% nuokcuaa KpeMHUS CHIDKAET 3Ty Temrneparypy Ha 13K.

3) INokaszaHo, 4TO yjaeidbHAs JIEKTPONPOBOIHOCTH paciuiaBieHHbIX cmeceirr KF-
KCI-KI ¢ monbabiMu oTHOmeHussMu KF/KCI 0.8 u 2 B auamasone Temmepatyp 860-
1043 K cuumxaetrcs Ha 2.4% nipu yBEIMYEHUN KOHIIEHTPAIIMUA UOIN/IA KATUs Ha KaXbIe
10 mo1n.%.

4) U3mepena miotHocTh paciuiaBoB  KF-KCl  (2/1)-KI B 3aBucumoctd  OT

TEMIIEpaTypbl BO BCeM KOHUEHTpauruoHHOM uHTepBane K. Ilpu conmepkanum moauma
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Kanus 75 Mon.% IUIOTHOCTH M3MeHsercs oT 2.34 no 2.25 r/cm® npu yBenmndeHuu
temneparypbl oT 973 101073 K. B u30TepMUYECKUX YCIOBUAX INIOTHOCTH HEJIMHEWHO
yBeIMYMBAETCS C yBenuueHueMm koHueHTpauuu KI, nHampumep, mpu 998 K ona
u3Mensiercs ot 1.82 1o 2.41 r/cm. Jlo6aBnenne rekcad) TOPCUITMKATA KalKs K PaCILIABY
KF-KCI (2/1)-KI (75 m011.%)-KSiFg B MakcMaibHO BO3MOKHOM KojruecTBe 1 M0oi1.%
MPUBOJIUT K HE3HAYUTEIIbHOMY YBEJIMYEHUIO IIIOTHOCTH.

5) BriepBble  yCTaHOBJIGHBI 3aKOHOMEPHOCTH HM3MEHEHHUS TOBEPXHOCTHOTO
HatspkeHus paciiaBoB KF-KCl (2/1)-KI1 B untepBasie konuentpanmii 0-100 mon.% Ki
Ipu pas3nnyHbIX Temieparypax. [Ipu 973 K moBepXHOCTHOE HATSKEHHE YMEHBIIAETCSA
or 142.87 mo 84.78 MIIk/M?c yBelIMYEHHEM COIEpKAHUM Hoauaa Kamusa. JloGaBKu
rekcaTOpCUiIMKaTa Kajlusl HE3HAUYUTEIbHO YBEJIMYUBAIOT IMOBEPXHOCTHOE HATSKEHUE,
BCJIEZICTBUE €r0 HU3KOM pacTBOpUMOCTH. BBenenue auokcuaa kpemMuus 10 3 Mout.% Tak
K€ MaJO CKa3bIBaeTCsl Ha BEIMYMHAX MOBEPXHOCTHOTO HaTspkeHUs B paciuiaBe KF-KCl
(2/1)-KI (75 mo11.%)-K3SiFs (1 M01.%).

6) OnpenesncHs ANEKTPOXUMHUYECKUE CBOICTBa U3YYEHHBIX
KpEeMHUICOAepKaIMX TaJOTEHUIHBIX PAcIlJIaBOB.

[lony4yeHHble CBEACHHUS U YCTAHOBIIEHHBIE 3aKOHOMEPHOCTH PACIIMPSIOT HAIIU
(dyHIaMeHTalIbHbIE MPEACTABICHUS O BIMSHUU TEMIIEPATypbl U MOHHOTO COCTaBa Ha
(UBUKO-XMMHUYECKHE U 3JEKTPOXMMUYECKHE CBOMCTBA MHOTOKOMIIOHEHTHBIX COJIEBBIX

pacIIaBoB.

IIpakTHyeckasi 3HAYMMOCTH PadOThI

[TocTpoeHs! qruarpaMMbl KBa3HOMHAPHBIX CUCTEM M ONPECIICHBI TEMIICPATyPHbIC
U KOHIIEHTPAllHOHHBIE  3aBHCHMOCTH  IUIOTHOCTH,  O3JEKTPONPOBOAHOCTH M
MOBEPXHOCTHOTO HATSHKEHHS HCCICIOBAHHBIX pPacIllaBOB, KOTOPBIE MOTYT OBIThH
UCIIOJIb30BaHbl B KAYECTBE CIPABOYHBIX JTAHHBIX.

Haiinensl ycIoBUS DSJIEKTPOOCAKICHHS CIUIOIIHBIX KPEMHHEBBIX IUIEHOK Ha
CTEeKJIOyTiepoaHO momokke: coctaB snekTposuta KF-KCl (2/1)-KI (75 momn.%)-
K3SiFs (0.23-1 mon.%), mnotHocTs npomyckaemoro Toka 0.1 A/cm? mubo KaTomHbIi

notennuan 0.2 B, remneparypa 973 nim 993 K.
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MeTom0J10THsl 1 METOABI HCCICAOBAHUS

W3meHeHne cocTaBa SJEKTPOJIMTA NPHUBOJUT K H3MEHEHHUIO TeMIEepaTyphl
JUKBUYCA, YAEIBHOM 3JIEKTPOIPOBOJHOCTH, IIJIOTHOCTH, IOBEPXHOCTHOTO HATSKEHMUS.
HccnenoBanue (a3oBbIX PpPaBHOBECHN IPOBOAMUIM C MCIOJIB30BAHUEM KOMILJIEKCA
METOJIOB: TEPMUYECKOT0 aHAJIN3a U CUHXPOHHOTO TepMuyeckoro ananuza (CTA). [ns
U3MEPEHUS]  yIEIbHOW BJIEKTPOIPOBOAHOCTH  PACIUIaBOB  HCIIOJIB30BAJIM  METOJ
CHEKTPOCKONMH JJIEKTPOXUMHUYECKOT0 uMIenaHca. IIoTHOCTh paciiiaBoB H3MEpsUIH
METOJIOM TUAPOCTATUYECKOTrO B3BelIMBaHUsA (MeTon Apxumena). M3mepenue
MOBEPXHOCTHOT'O HATSHKEHUS POBOAMIIA METOAOM OTPbIBA IJIATUHOBOTO LIMIIMHJPA.

[Monyuyenne kpemuueBsix ocaako B KF-KCI-KI-K;SiFg pacruiaBax mposoaumm ¢
IIOMOILBIO MOTEHIUOCTATUYECKOTO U TAIbBAHOCTATUYECKOTO AJIEKTPOJIN3A.

JUis onpezneneHuss MapaMeTpOB OCAXACHUS HCIOJIb30BaH METOJ LUKINYECKOU
BOJIbTAMIIEPOMETPUHU.

HccenenoBanne KpPEMHHUEBBIX MOKPBITHI OCYLIECTBIISUIA METOJIOM CIIEKTPOCKOIINN
KOMOMHAIIMOHHOTO PAcCCesHUsl, MOJYKOHTAKTHOIO PAaCCOIIACOBAHMS, OTOOpaKEHUS
CONPOTHUBJICHUS pacTeKaHHUs. MUKpOpEHTI€eHOCTIEKTPAJIBHBIN aHaJIN3 U
MukpogoTorpapupoBanue o0pa3LOB KpPEMHHUsS MPOBOAMIM HA CKaHHUPYIOUIEM
3JIEGKTPOHHOM MUKpoOcKore. M3MepeHus: TONMHBI MJICHKH TPOBOAMIM Ha LU(PPOBOM

MeTauIorpaguueckoM MHUKPOCKOTIE.

ITon10:xeHMs1, BBIHOCMMBIE HA 3AIIMUTY:

1. Pe3ynbraThl viccaenoBanus TeMIieparypsl Jukuayca pacriaBo KF-KCI-KI ¢
MoibHbIMU cooTHomieHussMu KF/KCI=0.8 u 2 B untepBane konnentpanuii KI ot 0
10100 moi.%), KF-KCI (2/1)-KI (75 m01.%) ¢ modaBkamu K;SiFs (0-4 mM01.%) u KF-
KCI (2/1)-KI (75 mo11.%)-K;SiFg (1 M01.%) ¢ nodaBkamu SiO; (0-2 M01.%).

2. Pe3yabTaThl M3MEpeHUs yACIbHOM 3eKTpornpoBoaHocTH paciaBoB KF-KCI-
KI-K3SiFs-SiO; ¢ mombubiMu cooTHomenusmu KF/KCI=2, KF-KCI-KI (KI=0-100
moi.%), KF-KCI (2/1)-KI (75 mon.%) ¢ mob6aBkamu K,SiFg (0-2 mon.%) u KF-KCI
(2/1)-KI (75 m01.%)-K3SiFg (1 Mmo1.%) ¢ mobaskamu SiO (0-1 moi1.%).
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3. Pesynbrarsl AKCIIEPUMEHTAIILHOTO VCCIIC/IOBAHHSI TJIOTHOCTH U
noBepxHocTtHOro HatspkeHuss  pacmiaBoB  KF-KCI-KI-K;SiFg-SiO, ¢ MOJBHBIM
cootnomennem KF/KC1=2, KF-KCI-KI, KCI (2/1)-KI (75 mo11.%) ¢ no6aBkamu K,SiFg
(0-2 mo11.%) u KF-KCI (2/1)-KI (75 m01.%)-K;SiFs (1 M01.%) ¢ mobaBkamu SiO, (0-3
MOI1.%).

4. ITapametpsl sekTponn3a paciuiaBieHHoro vjiekrponnta KF-KCI-KI-K;SiFs u

CBOMCTBA CUHTE3UPOBAHHBIX IIOKPBITHM.

JIMYHBIN BKJIAJ aBTOPA

YyacTe B NOCTaHOBKE 3a/ay, pa3pabOTKa SKCIEPUMEHTAIBHBIX METOJUK H
CO3JaHUE YCTAHOBOK JUIl M3MEPEHHUs YAECNBbHOW 3JIEKTPONPOBOAHOCTH, IIOTHOCTH,
MOBEPXHOCTHOT'O HATSHKEHUS, HEMOCPEACTBEHHOE MPOBEACHUE IKCIIEPUMEHTOB, aHAIIN3

1 00001IEHNE MOTYUYCHHBIX PE3YIbTATOB, MOArOTOBKA HAYYHBIX MMyOIMKAIIUH.

JIOCTOBEPHOCTDH MOJYYEHHBIX Pe3yJbTATOB

JIOCTOBEPHOCTH oOecnieunBaeTcs HCITOJIb30BAaHUEM COBPEMEHHOTO
CEpTUPHUIMPOBAHHOIO O00OPYIOBAaHUSA, BOCIHPOU3BOJAUMOCTBIO 3SKCHEPUMEHTAIBHBIX
JAHHBIX, COBIAJICHUEM JIaHHBIX, MOJYYEHHBIX Pa3HbIMM MeToJaMH. MeToauka 1o
U3MEPEHUI0 IUIOTHOCTH aTTECTOBaHAa LIEHTPOM METPOJIOTUM U CepTU(PUKAIUU

«CepTumer.

Anpobauus padoTbl

OcHOBHBIE  pe3yabTaThl  PabOTHl  JOJOKEHBI U 00CYyXaeHbl Ha VI
MexnyHnaponnoit monoaexxkHon koHpepeniun «Ddusuka. TexHomorus. VHHOBaum.
(®TU - 2019, r. ExkarepunOypr); «XXI MenaeneeBckuii cbe3q Mo oOmen u
npuknaaHod xumum» (r. Cankrt-Ilerepoypr, 2019 r); VII MexnyHnapoaHoi
koH(pepentuu «DyHKIIMOHATBHBIE HAHOMATEpUAIbl M BBHICOKOYHCTHIE BEIIECTBA»
(®HM - 2020, r. Cy3ganb); XXXI Poccuiickoit MOI0aEXKHON HAy4YHON KOH(pEpEeHIUH ¢
MEXIYHApOAHbIM yuacTueM «lIpoOnemMbl TEOopeTHYeCKOW | OIKCIEPUMEHTAIBHOU

xumum» (r. ExarepunOypr, 2021); XVII Poccuiickoii kondpepenunn «Dusnveckas
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XUMHUS W OJICKTPOXUMHUA PACIUIABJICHHBIX W TBCPABLIX J3JICKTPOJIMTOB)» (F. HaJIL‘-II/IK,

2020).

yonukannu

OcHOBHOE COJep)KaHUE ITUCCEPTAIMOHHONW pabOThI OTpakeHO B 16 medyaTHBIX
paboTax, B TOM 4YHcJe B 8 CTaThiX B PEIEH3UPYEMBIX >KypHajaX, BXOIIMIMX B 0a3bl
nauHbeIX Scopus U Web of Science u pernensupyemsix xypHanax u3 [lepeuns BAK, 8
nyOnWKamusaXx B Marepuanax KoHdepeHuuit. PabGora monyumina TOIACPKKY

Poccuiickoro ®onna ®yngamentansubix MccnegoBanuid, mpoekT Ne 19-33-90154.

Crpykrypa u 00beM padoThI

HuccepranmonHas paboTa COCTOWT W3 BBEICHUS, 3 TJaB, 3aKIIOYCHHS, CITHCKA
COKpAIlIEHU M YCIOBHBIX OOO3HAYEHUH, CIUCKA IUTUPYEMOW JUTEpaTypel U 2
npwioxkeHud. Marepuan wu3nokeH Ha 142 cTpaHuIlax MAaIIMHOIKUCHOTO TEKCTa,
conepxkut 20 Tabmuu, 70 pucyHkoB. bubmuorpadguueckuii cnucok BkiItoyaeTr 93

CCBIJIIKH.

Bo BBeneHun chopmynupoBaHBI IIelb W 3aJa4d HCCIEIOBaHUsA, O00OOCHOBaHA
Hay4YHas ¥ MPaKTUYeCKas aKTyaJbHOCTh BHIOPAHHOW TEMBbI, TOKa3aHa Hay4YHasi HOBU3HA
Y MPAKTAYECKAS] 3HAUMMOCTh PE3yJIbTaTOB UCCIICIOBAHUS.

B nepBoii riaBe mpeacTaBiieH CIOCOO IOATOTOBKH COJICH ISl TIPOBEACHUS
sKcepuMeHToB. Onrcano n3mepeHue temreparypsl auksuayca metogamu JCK, TI' n
CTA. Omnucana MeTOOWKAa M3MEPEHHS BSA3KOCTH, TMPOBEACHO PEOJOTHYECKOE
uccineqoBanre pacmiaBa (KF-KCl),;-10 m01.% K,SiFs. IlpuBemena meTomuka Imo
M3MEPEHUIO YAECIBHOW HJIEKTPONPOBOJIHOCTH pACIUIABOB C PAa3HOW KOHCTPYKLMUEH
AKCIIEPUMEHTAIbHON stuelku. [lomydeHbl u OOCYXKIEHBI PE3yNbTaThl MO HU3MEPECHHIO
temnepatyp sukuayca s pacimiaBoB KF-KCI-KI, KF-KCI-KI-K;SiFs, KF-KCI-KI-
KoSiFe-SiO,,  mist  9THX K€  COCTAaBOB  NPEJACTABJICHBI  3HAYCHHUS  YJCIBHOM

3JIEKTPONPOBOTHOCTH.
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Bo BTOpOW ri1aBe ONHCaHbl METOAWKHA [JII HW3MEPEHUS IUIOTHOCTH U
noBepxHoctHoro HatsbkeHus cucteM KF-KCI-KI, KF-KCI-KI-K;SiFs, KF-KCI-KI-
K2SiFe-Si0,. HM3MmepeHa IUIOTHOCTh M IOBEPXHOCTHOE HATSDKEHHE BBINMICYKa3aHHBIX
pacIuTaBOB C Pa3HBIM COJCpKAaHUEM HWOAWAA Kajiws, TekcadTOpCHIMKaTa Kalus Hu
JTMOKCUJIA KPEMHUSL.

B Tperbeii riaBe Tmoka3zaHa NOPUHIUIHAIBHAS BO3MOXHOCTH TMOJYyYEHUS
kpemaust anektpormm3oM  pacmiaBoB  KF-KCI-KI-K3SiFg.  Tlomydensr — cruiomninble
KPEMHHUEBBIE OCaJKU Ha CTEKJIOYrJIepoAHOW mnojjoxkke. [IpoBenaeH aHanmu3 ocaakoB
meronamu MPCA wu COM. H3MmepeHa TONIIMHA, MIEPOXOBATOCTh, OILICHEHA
AIIEKTPOIIPOBOTHOCTH TOJYYCHHBIX IUICHOK.

B 3akiioueHum chopMyIHpPOBAHBI OCHOBHBIE PE3YyJIbTaThl JIUCCEPTAIMOHHON

paboTHI.
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I''TABA 1. TEMIIEPATYPA JIMKBUAYCA U JJEKTPOIIPOBOJHOCTD

PACIIJIABOB KF-KCI-KI, KF-KCI-KI-K:SiFs, KF-KCI-KI-K:SiFs-SiO:

1.1 JIuteparypHblii 0030p

PacnimaBel  cosmel  IMPOKO  MCIIONB3YIOTCS B DJIEKTPOMETAJULYPTMH U
BBICOKOTEMIIEPATYPHBIX 3JIEKTPOXMMHUUYECKUX MpOLEeccaxX sl MOJYyYEHUS METAJUIOB,
MaTepuaJioB M CIUIaBOB paznuuHoro HazHadeHusi [10]. PacmnaBneHHble coJieBbie
DJICKTPOJIUTBI  HAXOAAT  NPUMEHEHHWe B aTOMHOM  3Heprermke  [11,12].
MHOIrOKOMITOHEHTHBIE ~ PACIUIaBbl TaJOTEHUJIOB MIEJIOYHBIX METAJUIOB  SIBIISFOTCS
MEPCIIEKTUBHBIMU CPEJIaMU JIJIsl CO3/aHUSI U PA3BUTHUS AJIECKTPOXUMHUYECKHUX MPOIECCOB
MOJTy4EHHUST KOMIIAaKTHBIX KPEMHHMEBBIX OCAKOB M HaHOMaTepuaiios [13,14].

Cucremaruszaius OKCIEPUMEHTAIBHBIX JAaHHBIX 10  (PU3UKO-XUMUYECKUM
CBOMCTBaM pAacCIUIaBJICHHBIX COJIEBBIX CHUCTEM HEOOXOAUMBI 1Jid (PyHIaMEHTaIbHBIX
UCCIICOBAHUM TakK M [Ji1 CO3JaHUSl ONTHUMAJIBHOTO TEXHOJIOIMYECKOro Mpolecca
9IIEKTPOXMMUYECKOT0O cuHTe3a [15-17].

Pa3paboTka HOBBIX KpEeMHHUUCOJEpKAIIUX MaTepHAIOB, OCOOEHHO CIUIOIIHBIX
IJICHOK, TpeOyeT MOJy4YeHUs JAaHHBIX O TeMIlepaType NMEPBUYHONW KPUCTAIIM3ALUUA U
9JICKTPOTPOBOTHOCTH MEPCIICKTUBHBIX paciiaBoB Ha ocHoBe KF-KCI-KI, coneprkamumx
COCVMHEHUsI KpeMHUsA. B 3TOM riaBe H3/10KEHA MMEKOLIAACS B HAYYHOW JIMTEpaType
uHdopmarusi 0 Temreparypax (a3oBBIX TEPEXOJOB U  AJIEKTPOIPOBOJIHOCTH
MEPCIEKTUBHBIX PACIUIABOB JIJIS1 AJIEKTPOXUMHUYECKOTO CUHTE3a KPEMHHUEBBIX TIEHOK.

Temnepamypa nuxeéudyca. BbITIOIHEH aHAIN3 TUTEPATYPHBIX TaHHBIX O (Da30BBIX
npeppanieausx pacmiaBoB KF-KCI-KI, KF-KCI-KI-K;SiFg, KF-KCI-KI-K;SiFs-SiO;
[17-27]. OmHO3HAYHOTO MHEHHUS O TEMIIepaTypax JUKBUAyCa CUCTEM B JIMTEPAType HE
oOHapy>KEHO.

B nocnennee BpeMsi pazpabaThIBAOTCSl MPOIECCH MOJTYYEHUs] KPEMHHS, B TOM

YKCJIe TOHKHUX IUICHOK, 3JIEKTPOJIM30M pacIIaBOB Ha Pa3IMYHbIX moaioxkax [18,19].
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Hus cuctembl KF-KCI-K;SiFg momydensl pe3yabTaThl, MO3BOJISIONUE TPUMEHUTD 3TH
pacIuIaBbl IS CHHTE3a YacTel (POTOIICKTpHUISCKUX 3eMeHTOB [19].

N3yyeHn kaTtoHbIM MpoIecc Ha CTEKIOYIJIEpOAHOU Mojioxkke B pacmiaBe KF-
KCI-KI-K;SiFg [18,21,22]. OnHako cOBepIIEHCTBOBAHHUE METOAMK CHHTE3a CILIONTHBIX
mwieHok kpemuuss u3 pacmiaBoB KF-KCI-KI-K;SiFs TpeOyer 3Hanus ¢usuko-
XUMHUYECKUX CBOMCTB COJIEBOTO AJICKTPOJUTA, B TOM YHUCJE TEMIIEpaTyp MEPBUUHON
kpuctaymmu3auu B3auMHubIx cucteM KF-KCI-KI, KF-KCI-KI-K;SiFs.

Nmerotcst ¢das3oBble AuarpaMMbl 10 TeMIlepaTypaM JUKBHAyCa U COJHUIyca
cuctrembl KF-KCI-KI [23-26], a Tak ke OCTPOCHBI JUarpaMMbl COCTOSIHHS JTBOMHBIX
cucrem KF-KCI, KF-KI, KI-KCI [15,16].

B pabGote [23] BBINONHEHO W3MEPEHUE BEIWYUH TEMIIEpaTyp JHUKBUIYyCA
cinoxkabiX cucteM KF-KCI-KI. Pesynbratel 00001IeHb B BHIE KOHIICHTPAIIHOHHOTO
tpeyronbuuka KF-KCI-KI ¢ npoekiueir temreparyp JHKBHAyca, Ha KOTOPOM
rpaduuecku TMpecTaBiIeHbl JBa pas3pe3a C MOCTOSHHBIM MOJIBHBIM COOTHOIICHHEM
KCI/KI. Yucnennpie nanHble B paboTe HE MPEICTABJICHBI, 3a HCKIIOYCHHEM TOYKH
tpoitHo# 3BTekTHKN KF-KCI-KI ¢ cocraBom KF (25 mo011.%)-KCl (34 mo:1.%)-KI (41
M01.%) u Temmeparypoi mmnaBienus 761 K. CrnemyeT OTMETHUTb, YTO 3HAYEHUS
TeMIepaTyp IJIaBJICHUS MHIUBUIYAIbHBIX COJICH, MPUHSITHIC B padoTe [23], Hibke IS
KF va 6 K u Kl Ha 5 K, temneparypa sBrektukun KCI-KI takxe Ha 13 K Hmke
nutepatypubix [24]. MccnenoBanne npoBOAWIM Ha BO3AYXE, CBEICHUWA O MOATOTOBKE
WHIUBUTyaJIbHBIX COJIEH aBTOPHI HE MPECTABUIIH.

B craree [25] mpencraBmena mgmarpamma KF-KCI-KI, paccumrtannas npu
MOMOIM  MHTEPIOIAIMOHHOr0  Merona  Kojepa  HCMOnB3ys  CBEACHUS O
nsyxkommoHeHTHBIX cucteMax: KF-KCI, KF-KI, KI-KCI. TouHocts pacueroB
Temreparypsl JMkBuayca cocraBuna +20 K. YcraHoBiieHO, 4TO pacyeTHas TpouHas
9BTeKTHKa cooTBeTCTBYeT coctaBy KF (25 m011.%)-KCl (34 m01.%)-KI (41 mom.%) c
TemMriepaTypoit riasnenus 753 K.

B pabore [26] npennoxkeHa npoieaypa pacuera cocTaBa U TeMIEpaTyp dBTEKTHK
TpEX- W YETHIPEXKOMIIOHEHTHIX CHCTEM IO W3BECTHBIM JIAHHBIM JIBYXKOMITOHEHTHBIX

CUCTEM. ABTOpBI YTBEPKIAIOT, YTO UM YJAJIOCh BBIBECTHM CHCTEMY YpPAaBHEHHI,



14

OPUTOAHYIO JUIsl pacdyeTra COoCTaBa M TEMIIEpaTyp, TPEX- M UYETHIPEXKOMITOHEHTHBIX
CUCTEM C TmorpemHocteio 3.69 % mno coctaBy u 5.43 % mno TemmepaType, a Takxke
MIPOM3BOJUTH PacUeThl COCTaBa M TEMIEPATyphl MPEXKE HEHCCISTOBAHHBIX JTBOWHBIX
cucTeM. BBIBOABI TOATBEPKIAIOTCS pe3yJbTaTaMu ucchenoBanuit 60-tu Tpex- u
YEeTHIPEXKOMIIOHEHTHBIX CUCTEM U 50-TH TBYXKOMITOHEHTHBIX cucTeM. Ha ocHoBaHWMH
pacdeToB  aBTOPHl  CACNaNM MPEANOJIOKCHHWE, 4YTO TeMIeparypa JHKBUIycCa
aBTeKTHYecKoro cocrtaBa [25 moi.% KF-34 mon.% KCI]-41 mo1.% KI cocraBisier
761 K.

B pabote [27] uzydensl Temneparypsl Jmkuayca cucteM KF-KCI-K,SiFg u KF-
KCI-K3SiFe-SiO,. [loka3zaHOo, 4YTO MEPCIEKTUBHBIMH pacilaBaMH JUIS ITOJTyYeHUS
KPEMHHEBBIX MAaTCPHAJIOB 10 COBOKYIMHOCTH CBOMCTB siBisttoTcs cuctembl KF-KCl-
K2SiFg ¢ moasabIM cooTHOmenueM KF/KCI paBabiM 0.8 1 2. OHaKo BIUsSHUE T00aBOK
Kl Ha arana3zoHbsl roMOreHHOCTH (JOHOBOT'O paciuiaBa UCCIIEIOBAHO HE ObLIO.

Bsiskocms. Taxum ob6paszom, mis cucrembl KF-KCI-KI u3BecTHBI TOJIBKO
pacyeTHbIC YHWCJICHHBIC JaHHble, a wuHopMarmuu O (Ha30BBIX IPEBPAIICHUIX
yetbipexkomnonentHoi cucteme KF-KCI-KI-K,SiFg He HatifeHa.

PesynbraThl,  monydeHHble ~ MeToAoM AU depeHnnanbHO-CKaHUPYIOMIEH
KaJIOPUMETPUHU, MOKHO BEpUDUIIUPOBATH U3MEPEHUEM BSI3KOCTHU paciiiaBa. M3ameHnenue
BSA3KOCTH pacilaBa OT TeMIIepaTypbl TO3BOJSET CHENaTh BBIBOABI O (Ha30BBIX
nepexo/iax dIEKTPOIHTA.

B nuteparype wuMerOTCSs CBeIEHUS O JMHAMHUYECKOW BSI3KOCTH OWHApPHBIX
pacmiaBoB KF-KCI [28,29].

B pabGote [28] uccienoBaHa BSI3KOCTh OMHAPHBIX CMECEH TaJOTeHUJIOB KaJlusl.
Bsizkocte KF-KCl um3ydena mpu 1006-1258 K mpu cogepkanun KCI ot 12 mo 88
Moi1.%. Haunboiee Ou3kuM K uccieayeMomy paciiaBy siBisiercss coctaB KF (50)-KCl
(50) mMon.%. B pabore [29] mMeTomoM KpPYTHIBHOTO MasiTHUKA TMPHU HCCICTOBAHUU
cuctembl KF-KCI-KBF, Ob11a n3mepena BsizkocTh pacmiaBa KF (50)-KCl (50) mo1.% B
3aBUCUMOCTH OT TeMIepaTypbl. 3HaY€HUsI BSI3KOCTH, B padotax [28] u [29] Onuzku

coctasisior 0.0012 H-c/M? 1 0.00098 H-c/m? mpu Temmnepatype 1112 K.
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[Tpu 0600IIeHNN YKCTIEPUMEHTAIBHBIX JaHHBIX 1O B3aumMHOM cucteme KF-KCI-
Kl, KF-KCI-KI-K;SiFs MeTomamMu CHHXpOHHOTO TEPMHYECKOTO aHajm3a, aHaIu3a
KPUBBIX OXJIAKJEHUS W TEMIIEPATypHOTO H3MEHEHHS BA3KOCTH OYIyT YCTaHOBJICHbI
30HBl TOMOT€HHOCTH pacCIUIaBOB; YTO HEOOXOJMMO TpHU BBIOOpE cOCTaBa COJIEBOU
KOMITO3UIIMH JIJISl CUHTE3a MJICHOK KPEMHHUSI.

DnexmponposooHoCmb. DNEeKTPONPOBOTHOCTD pacIuiaBoB SBJISICTCSI
CTPYKTYPOUYBCTBUTEIHLHON XapaKTEPUCTUKOW, HEOOXOIWMOW IS CO3JaHUS OCHOB
TEXHOJIOTUU TOJIYYEHHS] KATOJHBIX CJIOEB PA3IMYHON MOP(OJIOTUH, OJTHAKO MOCKOIBKY
NPUMEHEHNE HOAHJICOIECPIKAIUX CUCTEM He OBIJIO paHee pachpOCTPaHEHO /ISl CUHTE3a
KPEMHHEBBIX HAaHOMATEPHAJIOB, NAHHBIC TIO0 BEJIMYMHAM DJICKTPOIPOBOTHOCTH TAKHUX
CUCTEM B HAyYHOM JIUTEPATypPE OTPHIBOUYHBI.

CmupHOBBIM ¢ coaBTopamu [30] ObuTa M3y4eHa yaeabHAS JICKTPOMPOBOIHOCTD
s aeovubix cucteM KF-KCI, KF-KI, KF-KBr B TtemmepaTypHOM AMara3oHe
npumenumoct 973-1300 K. Ilokaszano, yto 3aMeHa aHuoHa (ropa Ha OOJIBIIKE IO
pasMepy aHHWOHBI XJIOpa, OpomMa W WOJa TPUBOJUT K 3aMETHOMY CHHXCHHUIO
npoBoguMocTH. [lomydeHHbIe pe3yabTaThl OOBSICHEHBI C MO3UIUNA aBTOKOMIUIEKCHOM
MOJIENTA CTPOCHUS HOHHBIX PACILIaBOB.

Bnusiane K;SiFs Ha 31eKTporpoBOIHOCTD TaJIOTCHUIHBIX PACIIIIABOB U3y4YaloCh B
pabore [31]. TlomydeHHble pe3ynbTaThl MPUBEACHBI B TI'papUUYECKOM BHJIEC Ha HX
OCHOBAaHHMH MOYKHO CJIeJIaTh BBIBOJ, YTO TEeKCA()TOPCHIMKAT KaJdus 3aMETHO CHHUXKACT
AJIEKTPOIIPOBOIHOCTH CMECEH TaIOTCHUIOB MICIIOYHBIX METAJLIOB.

B pabGore [32] wucciaemoBanmy SIEKTPONPOBOAHOCTH (TOPUAHO-XIOPUTHBIX
pacIuTaBOB IIEJIOYHBIX METANIOB METOAOM HWMITCJJAHCHON CIIEKTPOCKOIIMA B JIBYX
Pa3TUYHBIX THUMAX SYEEK — KaAMWULIPHOW M sYEMKe C MapajuIeIbHBIMU JJICKTPOJaMHU.
Ho6asnenune 20 moi.% K,SiFg k pacruiay KF-KCl cHmkaer 371eKTpOnpoOBOAHOCTD C
2.41 10 2.03 Cm-cm™ mpu 1011 K. YMeHbIIEHHE IPOBOAUMOCTH aBTOPEI CBA3BIBAIOT C
no6asieHneM KpynHoro anuoHa (SiFe?), KOTOPBIA CHMKAET MMOJABUKHOCTD INEIOYHBIX
katnoHoB. Jlo6aBnenue xe 4 Moi1.% SiO; npu 1011 K cHU3MIIO 37IEKTPONPOBOTHOCTD C
2.19 1o 2.06 Cm-cm™. DreKTpompoBOJHOCT paciuiaBa, cojaepskamiero 0.67 MOJBHBIX

noneit KF 1 0.33 monpabix noneit KCl, cocraBuma 2.41 Cm-cm™ npu 1023 K.
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UccnenoBanne [33] TMOCBSIIEHO W3MEPEHHUIO TUIOTHOCTH, BS3KOCTH W
antekTporpoBoHocTH paciiaBa NasAlFs-SiO; B muanaszone konmentpanuid SiOz 10
50 moi1.%. TIITOTHOCTh M3MEPSIIH METOJIOM ApXUMEa, BA3KOCTh paciuiaBa — METOJIOM
KPYTHJIBHOTO  MAasTHUKA, JJIEKTPONPOBOJHOCT — C  IOMOIIBI0  SYCHKH ¢
napaJieIbHBIMA  AJICKTPOJIaMU.  DJICKTPONPOBOJAHOCTh HCCIICIOBAHHBIX CHCTEM B
3aBUCUMOCTH OT cojaepkanuss SiO; MOXKHO pas3JenuTh Ha JBe 4YacTH. llepBas
npeacrasisier codoi obmacts A0 10 Mon.% Si0,, BTOpas — o6macth ¢ coctaBom ot 10
Mon.% a0 40 wmon.% SiOz. PesynpTaThl HCClEIOBaHUS AJICKTPOIPOBOJIHOCTH
WCCIICJIOBAaHHBIX CUCTEM B 3aBHCHMOCTH OT cojiepkanus SiO; pa3/ieiieHbl aBTOpaMH Ha
nBe yactu. Beinenens! oonacts 10 10 moi.% S10, u ob0nactes ¢ coctaBoM oT 10 Moi1.%
10 40 Mon.% SiO,. DaeKTponpoBOAHOCTH B IEpBOM 00JAaCTH HE3HAYUTEIHHO
TIOBBIIIACTCS C YBEJIUYCHUEM KOHIICHTpAIIMKM JUOKCHJIa KPEMHHS, B TO BPeMsS KakK BO
BTOpPOKM  00JIaCTHU  IPOBOJUMOCTh  3HAYUTEIBHO CHIDKACTCI C  YBEIUYCHHCM
KoHueHTparuu SiOy.

AHanu3 JTUTEPaTypHBIX UCTOYHHKOB IO TEMIIepaTypaM JHMKBHIYca W YACIbHOM
sIIeKTponpoBogHOoCcTH paciuiaBieHHbix coneBbix cucteM KF-KCI-KI, KF-KCI-KI-
K2SiFs, KF-KCI-KI-K;SiFe-SiO, mokasan, 4To naHHBIE B JOCTYIHBIX HMCTOYHHKAX
orcyTcTByIoT. CyIIecTByeT HEOOXOIUMOCTh TMPOBECTH H3MEPEHUS TEMIIEparyp
JMKBUAyca W 3JekTponpoBogHocTH paciutaBieHHbIX coneil KF-KCI-KI, KF-KCI-KI-
K2SiFs, KF-KCI-KI-K;SiFs-SiO; mis BeiOOpa cocTaBa 3JIEKTPOJIMTA MPH MOJTYyUCHUN

KPEMHUS 3JIEKTPOIH3OM.

1.2 IlpuroroBJieHHE IJIEKTPOJIUTOB

N3zyuenue temnepatyp qukBuayca npooawin B pacmiaBax KF-KCI-KI-K;SiFg-
SiO; ¢ monbuabIME cooTHOIIeHHssMUu KF-KCI (0.8) — (45 mon.% KF-55 mo01.% KCl) u
KF-KCI (2/1) — (66 mon.% KF-34 mon.% KCI), KF-KCI (2/1)-KI (KI1=0-100 m01.%),
KF-KCI (0.8)-KI (KI=0-100 mo0:1.%), KF-KCI (2/1)-KI (75 mo1.%) ¢ no6aBkamu K,SiFg
(0-4 m0n.%) u KF-KCI (2/1)-KI (75 momn.%)- K3SiFs (1 M011.%) ¢ mobaBkamu SiO; (0-2
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MOJ1.%), IPUTOTOBJICHHBIX U3 WHAMBHAYyaIbHBIX coited: KF-HF (x.4.) m KCI (x.q.), Kl
(a.m.a.), KoSiFg (u.m1.a.).

XJIOpI/I,II KaJigsgd CymIHJIKn B CTCKIOYIJICPOAHOM THIVIC IIOA BAaKYYMOM IIPpH

temneparype 923 K B Teuenue 4 yacoB. 3aTeM COJIb IUJIABWIM U BBLICPKUBAIM MTPU
1073 K B TeueHHe Jaca, Iocjie Yero OXJaKIaIu.

I{J’ISI YOAJIICHUA KHUCIIOPOACOACPIKAIIUX HpHMGCCﬁ noauJa KaJluda IJIaBUJIIM C

N00aBJIEHUEM KpPHUCTAUNIMYECKOTO uojaa (4.m.a.). OUYHCTKY MPOBOJWIM HarpeBaHUEM
HaBecku KI, cmernmanHoi ¢ U30BITKOM KpUCTaIMYECKOoro nojaa mpu 723 K 10 mosHoro

ero ucmapeHus. [Ipwm 3TOM KHCIOPOACOACpKAIINE MPUMECH YAASUIUCh COTJIACHO
peakmuu (1.1).

O6ocHoBaHne TemmeparypHoro pexuma mnoarotosku Ki

MPOBEJICHO Ha
OCHOBAHUY TEPMOJIMHAMHUYECKOTO aHAJIN3a B3aUMOJCHCTBUIM:

2K,0 + 21, = 4Kl + 0,1 (AG7=-702.350 x/l/MOB)
KIO, = KI + 20,1

(1.1)
(AG'%=-105.730 x/Ix/M0IB) (1.2)
KIOs =Kl +150,7  (AG™=—-16.111 xJlx/Monn) (1.3)

JlaHHBIC TIO TEPMOJAMHAMHYECKOMY aHaU3y B3ammozelcTBuil (peakiuu 1.1-1.3)
MpEACTaBIICHbI HAa pUCcyHKe 1.1.

1400 4
L o . T, K
.. e » .. 1200
L] L] L]
* KIO#=KI+Ozg /" *, g
. . o 1000
L ] [ ] L]
[ ] [ ] [ ]
. 723 K “. / i
L] L] L
. KIOs=KI+1.502¢)/ * s |,
[ L ] L]
L] L ] L ]
0. 2K20+212=4KI+Oy 400'-. '.
. [ ] ®
[ ] [
-750 -5‘50 -5‘50 -4‘50 -3‘50 -2;0 I e

-150 -50 50

AG kl]k/monb
Pucynok 1.1 — PesynbraTel pacueta AG'? peaxuuii (1)-(3)
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B pesymbrare pacderoB moka3zaHo, urto peakmus KO ¢ wmomom (1.1)
TEPMOJIMHAMHYECKH BO3MOXKHA. BMecTe ¢ TeM, KHCIIOpOJ B COCTaBE MCXOTHOM COJU
MoxkeT HaxonuTbea B Buae KlO4, KlO;. CornmacHo pesynbraram pacyeToB M300apHO-
M30TEPMHUUECKUX MOTeHIUaNIoB peakuuid (1.2) u (1.3) npu Temneparype MOAUPOBAHUS
723 K, xuciopojacojepkaiue NpUMeCH B BHUAEC HOJATa W IEpUOjaTa SBISIOTCS
HEYCTOWYUBBIMHU.

[lo 3aBepuieHMH mpouecca YIaleHUs Kuciopogocoiepxkamux mnpumeced Ki
NeperuIaBisuid U BbiaepkuBanu npu 1073 K B Tedenne yaca. 3areM IuiaB OCTY>Kajlu JI0
KOMHATHOH TEeMIIEPaTyphl U XpaHUIIU B CyXOM OOKCe.

[ToATOTOBNICHHBIN XJIOPUJ Kajdusd CMEIIMBAIH C THAPOPTOPUIOM Kaiws B
HEOOXOIMMOM KOJIMYeCTBe I moiydeHus MonbHbiid otHomenuin KF-KCI (0.8), KF-
KCl (2/1) wu nepemnaBmsiii  Ha Bo3ayxe. Jlig ymaneHus  (GTOPOBOIOPOJA,
obOpazyrorierocs B mporecce pazioxenuss KHF,, pacruiaB BeliepKuBaiu B TeUeHUE 3
4acoB.

I'excadTopcrmKaT Kaaus OYUIAIA OT KUCIOPOICOACPKANTUX MMPUMEcer mMyTéM
HarpeBaHusi coyid 10 673 K 1 BbIIEpKKH B T€UEHUE 6 YaCOB B CTEKJIOYIJIEPOJJHOM THUIJIE
c nob6asiaenueM 2 mac.% NHiF. Beinenstomuiics npu TEpMHUECKOM Pa3IOKEHUU
dropuna ammonusi razooOpasnbiii HF B3ammomeicTByeT ¢ KHCIOPOICOAEPKAIIIMHU
npumecsmu, Haxomsmumucst B K,SiFs, ¢ oOpa3oBaHneM ra3000pa3HbIX COCAUHEHHIA
KpEMHHUS, aMMHaKa 1 TTapoB BOJbI 110 peakiuu (1.4).

ANH4F + SiO; = 4ANH31+SiF41+2H2071. (1.4)

ConeBble TUTaBBI U TPOBEICHUS WCCICIOBAHUN TOTOBWIM CIUIABIICHUEM
cootBeTcTBytomux konmuectB KF, KCI, Kl, K;SiFs u SiO; B cTekinoyriaepoaHbIx
TUDJISIX B aTMocdepe aproHa. XpaHEHHE COJEHd W ITUTABOB OCYIISCTBISUIM B
CBETOHEMPO3PayHOU Tape B MepUaTOYHOM OOKCE € a30THOM atMochepoil.

[Tomy4yeHHBIE  COJIEBBIE CMECH  TPOBEPSIIM  HAa  KHUCIOPOJ  METOJOM
BOCCTAaHOBHUTEIBLHOTO IUIaBJICHUs ¢ rmoMolisio npubdbopa MeraBak (HIIO "OKCAH",
Poccust). Coneprkanue KUCIOpo/ia Mmocje MpoBeASHHON MOATOTOBKHU cocTaBui 5O ppm.

Jist ymobHoro BoctipusaTust nHGopManuu B Tabsmiie 1.1 mpuBeaeHsl BCE COCTaBbI

H YKa3aHO U3MCPACMOC CBOMCTBO QJICKTPOJINTA.
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Tabnuna 1.1 — OusnKo-XxMMHYECKHE CBOMCTBA U COCTAB 3JIEKTPOIUTA

Ne CocraB N3mepsemoe CBOHCTBO, METOT

KF-KCI (0.8)- KI (0-90 m0:1.%)

KF-KCI (2/1)- KI (0-90 m0:11.%)

1 | KF-KCI (2/1)-KI (75 m01.%)-K>SiFs (0-4 M01.%)

KF-KCI (2/1)-KI (75 m01.%)-K2SiFs (1 mo1.%)-
Si0; (0-2 m01.%)

Temnepatypa JIUKBUAYCA, TEPMUUYECKUIT

aHaJIn3

Temnepatypa JIUKBUAYCA,

5 KF-KCI (0.8)- KI (44 mo0:1.%) nuddepeHIraibHas CKaHUPyIOIas
KF-KCI (0.8)- KI (75 mo0:1.%) KaJIOPUMETPHsI, CONPSHKEHHAS C
TEPMOTPABUMETPHUECKUM aHATTH30M
KF-KCI (2/1)-KI (55 m01.%)-K2SiFs (10 M01.%) Temnepatypa 1ukBUAYyCA,
KF-KCI (2/1)-KI (55 m01.%)-K2SiFs (10 m01.%)- muddepeHInanbHas CKaHuPYIoLas
3 Si02 (3 m01.%) KaJIOPUMETPUSI, CONTPSHKEHHAs C
KF-KCI (0.8)-K>SiFs (10 Mm0:1.%) TEPMOTPAaBUMETPUUYECKUM aHAIIU30M
4 KF-KCI (0.8)-K>SiFs (10 Mm01.%) BszkocTb, poTalinoHHasi BUCKO3UMETPHS
KF-KCI (2/1)- KI (0-100 m011.%)
. KF-KCI (2/1)-KI (75 m01.%)-K2SiFs (0-2 M0:1.%) DIEeKTPONPOBOJHOCTb, CIIEKTPOCKOIIHS

KF-KCI (2/1)-KI (75 m01.%)-K2SiFs (1 mon.%)- INEKTPOXUMHUUYECKOTO UMITeIaHCa
Si02 (0-2 mM0:11.%)

KF-KCI (2/1)- KI (0-100 m011.%)
KF-KCI (2/1)-KI (75 m01.%)-K2SiFs (0-2 M0:1.%)
6 [110THOCTB, THIPACTATHYECKOE B3BEIIIMBAHNE
KF-KCI (2/1)-KI (75 mM01.%)-K2SiFs (1 Mmo11.%)-

Si02 (0-3 m01.%)

KF-KCI (2/1)- KI (0-100 m011.%)
KF-KCI (2/1)-KI (75 m01.%)-K2SiFs (0-2 M0:1.%) [ToBepxHOCTHOE HATSAKEHUE, OTPHIB

KF-KCI1 (2/1)-KI (75 m01.%)-K2SiFs (1 mon.%)- IJIATUHOBOTO IIMJIMHIPA
Si02 (0-3 m01.%)
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1.3 UccnenoBanue ¢a3oBbIX paBHOBECHI paciiaBoB

KF-KCI-KI-K3SiFs-SiO>

1.3.1 MeToanku onpeaejieHusi TeMIepaTypbl JUKBHIYCA

N3mepenue temmepaTypbl JUKBUAYCAa MCCIEAYEMBIX COCTAaBOB MPOBOJIMIN
METO/I0M TEPMHUYECKOTO U CUHXPOHHOTO TepMuueckoro ananuza (CTA).

Meron CTA Brmouan B ceda Jaud@epeHIHAIbHYI0O  CKaHUPYIOIIYIO
kasiopuMetputo ([ICK), comnpsbkenHslii ¢ TepmorpaBumerpudeckum ananuzom (TD).
CTA 00pas3iioB MpOBOAKIH C TOMOIIBIO TepMUYeckoro aHamuzaTopa STA 449F3 Jupiter
(NETZSCH, I'epmanus). OOpasiipl 3JEKTPOIUTOB JUIs MccleaoBanus merogom CTA
TOTOBUJIM 110 METOJUKE, OIIMCAHHOM B 1I. 1.2.

[ToaroToBieHHBIC 00pa3Ilbl 3arpy’kajid B TUIIKM U3 ciiaBa Pt-Rh u momemanu B
pabouyro kamepy mnpubopa. C momompio mporpammaoro obdecneuennss NETZSCH
Proteus peructpupoBaii W3MEHEHHE Macchl 00pasila MpU HArpeBaHUU M PaA3HUILY
TeMIepaTryp Mexay obpasiom u 3tamoHoMm (Pt-Rh turens). M3mepenus mpoBoauiu B
atMoc(epe aproHa Ipu CKOPOCTH HarpeBa oOpas3uoB 10 rpan./mMuH, B WHTEpBaJe
temmnepartyp ot 298 K no 1073 K.

CoctaB mapoBod (¢a3pl OmNpenessyii MOpu  MOMOIIM  MacC-CIEKTPOMETPaA,
COEIMHEHHOTO C TEPMOIPABUMETPUUYECKON YCTAaHOBKOW MOJOTPEBAEMBIM KAMUILISPOM.
[To kanwisipy B TOKE€ MHEPTHOIO ra3a Mapbl paciuiaBa JOCTaBISUIMCh B KaMepy macc-
CIIEKTPOMETPA.

PeructpupyemMblii  MOHHBIA TOK COOTHOCWIM C  J3TAJOHHBIM  CIIEKTPOM
(pucyHok 1.2). H3menenue coxaepxanus SiFs B mapoBoit ¢ase Han oOpasnamu
PETHCTPUPOBAIM 110 M3MEHCHHIO MHTEHCHBHOCTH HMOHHOTO TOoka 85 m/z (rme m/z —
OTHOIIIEHHE aTOMHOM MacChl MOHU3UPOBAHHOM YaCTHUIIBI K €€ 3apsAany). B macc-crekTpax
teTpadTopuaa KpeMHHUsA Ioyioca 85 M/Z uMMeeT MaKCHMalbHYH) HWHTCHCHUBHOCTD,
u3MeHeHne coaeprxanns SiF4 B ra30Boii asze oTpaxkaercs Ha BEIUYMHE HOHHOTO TOKA B

ATOM 00JIaCTH CIEKTpa.
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Pucynok 1.2 — DTanonHsIit Macc-crieKTp TeTpadTopuaa KpeMHUs

MetogoM  TEPMHUYECKOTO aHajlM3a PETHCTPUPOBAIA  TEMIEpaTypy Ipu

OXJIQXK/JICHUM paCIJIaBOB, JKCIIEPUMEHTHI BeJIM B arMmocdepe aproHa B sUeilke,

Mpe/ICTaBlIeHHON Ha pucyHke 1.3.

Pucynox 1.3 — Cxema sS9CHKHU 1)1 U3MEPEHUS TEMIIEPTaphl INKBUIYCA:
1 — xBapreBas peropra; 2 — rpaguTOBas MOJICTABKA; 3 — CTEKIJIOYTJICPOHBINA TUTEIIb;
4 — rpauTOBBIC TEIIOOTPAKAIOUINE IKPAHBI;, 5 — TOpoILIacTOBas MPOOKa;
6 — ra3zoxo [71s BBOJIa aproHa; / — pe3MHOBBIEC YIUIOTHEHUS;, 8§ — 00KOBOH TyOyC;

9 — Tepmomnapa; 10 — uccneayemplii pacriaB
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W3mepenuss npoBoAwSId B crekioyriepogHoMm turie mapku CVY-2000. s
pPETHCTpAllMd  KPUBBIX  OXJIAKICHUS HCIIOJNB30BATIM  IUIATUHO-TUIATUHOPOIUEBYIO
tepmoriapy TIIIT 10-E (tunm S) mpomssomctBa AO «E3 OIL[M» C auamna3oHoM
u3Mepenust temmeparypel ot 273 po 1573 K. Ilpemen OTKIOHEHUS TMOKa3aHUN
TepMoOIIaphl B TemrneparypHoM auamna3oHne 2/7/3-1373 K cocrapnser =1 K. Temnepatypy
OKpYXalolen cpeibl KOMIIEHCUPOBAIHN MOTPYKEHUEM XOJIOIHBIX KOHIIOB Te€pMOMaphl B
TEPMOCTATHPOBAHHBI COCYyl CO CMEChIO JbJa W JUCTUUTMPOBAHHOW BOJIBI.
Peructpanuto Tepmo-3/1C npoBoaAHIIM ¢ TOMOIIBI0 BEICOKOOMHOT'O MyJIbTUMETpa Appa
109 N (APPA Technology Corporation, TaiiBanp). B3pemmBanue cojicii u 00pasios
npousBogwim Ha Becax Shimadzu BL-220H (Shimadzu, SmoHus) ¢ TOYHOCTHIO
+0.001 r.

[locne mnnaBiaeHHUS WCCIEAYEMOM COJMM TEpMOIapy IMOTpYyKalud B pacIuiaB,
OTKJIFOYAJIM HArpeB MEYU U BEJIHM PErHCTPaIrIO 3aBUCUMOCTH TepMo-2JIC oT BpemeHu,
T.e. KpuBOM oxyaxiaeHus. Ha pucynke 1.4. mpenacraBieH TUIUYHBIA BUJ KPUBBIX

oxJaxaeHus Ha npuMepe cojieBoit kommo3uiuu KF-KCI (0.8)-KI (50 mo11.%).

57 r
55
53
51 +
49 +
m
47
wi
45 t
43

a1 |

3’9 1 1 1 1 J
1000 2000 3000 4000 5000 6000
Bpems, ¢

Pucynok 1.4 — KpuBas oxnaxaeHus paciijiaBa

KF-KCI (0.8)-KI (50 mo:1.%)

Onpez[eneHHe TOYCK Hepem6a IMPpOBOJAUIIN IMYTCM IIOCTPOCHHA KaCATCIIbHBIX

JIMHUM K IMOJTYYCHHBIM KPHUBBIM OXJIAKIACHMU.
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XUMHUYECKUN COCTAB COJIEW KOHTPOJIMPOBAIM IPU IOMOIIM METOJAa aTOMHO-

OMUCCHUOHHOU CIIEKTPOMETPUM C HMHIYKTUBHO-CBSI3AHHOW IIJIA3MOM HA CIEKTPOMETPE

ICAP 6300 Duo (Thermo scientific, CLLIA).

1.3.2 MeToanka nu3mMepeHusi BA3KOCTH pacijiaBa

HSMepeHI/Ie BA3SKOCTHU pPacCIlNIaBOB IPOBOJAWIIM AJIA KAYCCTBCHHOI'O OIIPCACIICHUA
HaJIM4YKA TBEPABIX IIPOAYKTOB peaKuHﬁ Pa3JI0KCHUA FeKca(l)TOpCI/IJII/IKaTa KaJIu:.
I/ICCJIGI[OBaHI/Ie BA3KOCTH PACIJIaBOB IMPOBOJUIIM Ha POTAIIMOHHOM BHUCKO3HMMCTPC

FRS 1600 (Anton Paar, ABctpus). PoTaliMOHHBIH BUCKO3UMETP MPEACTABISIET COOOM

PCOMCTPUYCCKYIO CHUCTCEMY, IIO3BOJIAIOIIYIO IIPOM3BOANTH HU3MCPCHHUS BA3KOCTH B

nuamnazone temrepatyp 876-1055 K. MuHMManbHBI W3MepseMbli BpaliaTeTbHBINA
MoMeHT coctapisgeT 100 mxH M. [luanaszon ckopocreii Bpamenus 0.1-100 ¢

N3ydenune BA3KOCTH MPOBOJAUIIM B AYEUKE, IPEACTABICHHON HA pUCYHKE 1.5.
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Pucynok 1.5 — I3mepurenbHas stueiika 1151 ONpeAeIeHUs BI3KOCTU: a — CXeMa:
1 — xoHTelHep 715 paciiaBa ¢ MOACTABKOM; 2 — TeJIO BpalleHus; 3 — pacIuias;

0 — oOmwmii BUI

N3meputenbHas sideiika TpeAcTaBiisLia COO0W NUIUHAPUYECKUN KOHTEHHED,

CHa0>XEHHBIM CHEIUaIbHBIMUA TIa3aMUu I 3aKpeluieHuss B ocHacTke. KoHTeiHep
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NpeAHa3HaueH [Jig pa3MElIeHUsl HUCCIEAyeMOoro pacmuiaBa. BHyTpu KoHTelHepa
KOAKCHAJIbHO pAa3MEIIAIM TEJIO BpalleHus. Tel0 BpalleHUs 3aKpeIuisiii Ha OCHU
BpaiieHus. Bpamienue oOecrnieuuBaiyd AICKTPOABUTATEIEM Ha ITHEBMAaTHYECKOM
MOoJABECE CHA0XKEHHBIM CHUCTEMOW JMHAMOMETPOB U JATYUKOB JUISI U3MEPEHUS
KPYTSIIIEr0O MOMEHTA U CKOPOCTH BpaIICHHUS.

Yactu wu3MEpUTEIIPHON SYEHKH B CONPUKOCHOBEHHMH C paCIJIaBOM OBbUIH
BBINIOJHEHBl M3 KOHCTPYKIHMOHHOrO TpaduTa ImIoTHOCTEIO 1.8 r/cm®. TowHOCTS
r€OMETPUM BHYTPEHHEN MOBEPXHOCTH OCHACTKH COCTAaBJIsLIA £ 5 MKM.

OO6pa3upbl CONEBBIX CMECEH pa3Melaidi B H3MEPUTEIBLHON sueiike, 3aTeM
pacmaBisuid. [locne pacruiaBnenuss u BbLAepKKM 40 MUHYT NPOBOIWIN W3MEPEHUS.

I/IBMepCHHH IIPOBOJMIIN B TOKC aprOHa MApPKH «0C.49.».

1.3.3 N3mMepeHnune TeMnepaTyphbl JUKBHIYCA

Tepmuueckuu ananus. B padore uccnenoBanbl pacmiaBbl KF-KCI-KI, KF-KCI-
KI-K3SiFg ¢ MmonmbabIM cooTHOIIeHneM KF/KCI paBabiM 0.8 u 2. JlaHHBIE COOTHOIIICHUS
XapaKTepU3yIOT ICHTpalIbHYI0 00JiacTh TpoiHoi B3ammHoOU cuctembl KF-KCI-KI un
MO3BOJISIOT  MOJYYUTh HEOOXOAUMYI0 HMH(POPMAIMIO O TMPOCKIUU TeMIepaTyp
JUKBUAYCAa B KOHIICHTPAIIMOHHOM TPEYTrOJIbHUKE. DKCIECPUMEHTAIBHBIC JTaHHBIE I10

temnepaTtypam jukBuayca 1 cucrem KF-KCI-KI mpencrasienst B Tadmure 1.2 [35].

Tabmuna 1.2 — Temneparypsl aukBuayca cuctemsl KF-KCI-KI, moydennbsie MeToom

TCPMHUUCCKOI'O aHaJIn3a

KF-KCI (0.8)-KI KF-KCI (2/1)-KI
No KF KCI KI Tones, K (°C) | Ne KF KCI Kl Touxs, K (°C)
Moi.% | M0n.% | Mon.% Moi.% | mMon% | mon.%
1 | 45.00 | 55.00 - 878 (605) 15 | 66.60 33.40 - 985 (712)

2 | 4050 | 4950 | 10.00 | 848(575) | 16 | 60.00 | 30.00 | 10.00 | 954 (681)

3 | 3825 | 46.75 15.00 838 (565) 17 - - - -
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KF-KCI (0.8)-KI KF-KCI (2/1)-KI
Ne KF KCI Kl Tons, K (°C) | Ne KF KCI Kl T, K (°C)
MoiL.% | M0n.% | Mon.% MoiL.% | Moi.% | Mon.%

4 | 36.00 | 44.00 20.00 821 (548) 18 | 53.30 26.70 20.00 932 (659)
5 | 31.50 | 38.50 30.00 809 (536) 19 | 46.60 23.40 30.00 909 (636)
6 | 27.00 | 33.00 40.00 779 (506) 20 | 40.00 20.00 40.00 859 (586)
7 | 25.00 | 31.00 44.00 761 (488) 21 - - - -

8 | 2250 | 27.50 50.00 788 (515) 22 | 33.30 16.70 50.00 807 (534)
9 - - - - 23 | 37.00 19.00 54.00 775 (502)
10 | 18.00 | 22.00 60.00 823 (550) 24 | 26.60 13.40 60.00 811 (538)
11 | 13.50 | 16.50 70.00 863 (590) 25 | 20.00 10.00 70.00 852 (579)
12 | 11.25 | 13.75 75.00 875 (602) 26 | 16.70 8.30 75.00 869 (596)
13| 9.00 11.00 80.00 901 (628) 27 | 13.30 6.70 80.00 890 (617)
14 - - 100.00 904 (681) 28 - - 100.00 954 (681)

[34] [34]

PC3YJ'IBT3,TBI TCPMHUUCCKOI'0 aHaJln3a IMOKa3bIBaArOT, 4YTO I[O68,BKI/I unoauga Kajius B

pacmaB KF-KCI (0.8) nmpuBoIsAT K CHWKEHUIO TeMIIEpaTypbl JIMKBHIYCa BIUIOTH JIO

sBTekTudeckoir Touku. st cuctemsl coctaBa KF-KCI (2/1) BBenenne moauma Kajaus

HMCCT CXOXKYI0 TCHACHIHIO.

[Tomy4yeHHbIe

JTaHHBIC

npcacTaBJICHBI

B

KBa3MOMHAPHBIX CHCTEM Ha pucyHkax 1.6 au 1.6 6.

Temnepartypa, K

¢ - NMKBNAOycC
- connayc

o - AaHHble [34]

-

20 40

60

80
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Temneparypa,

BHUAC

AruarpaMMabl

+ - JINKBUOyC

- Conumayc

o - JaHHble [34]
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Pucynok 1.6 — JIlnarpamma coctosinus KBa3MOMHAPHBIX CUCTEM:

a — KF-KCI (0.8)-KI; 6 — KF-KCI (2/1)-KI

COCTOAHUA
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[Tony4yennsie 3HadeHus temreparyp nukBuayca cocraBoB KF-KCI (2/1) u KF-
KCI (0.8) cornacyrorcst ¢ mutepaTypHbIME JaHHBIMHE [23,24].

Takum o0pa3oM, auarpamMmbl coctossHus kBasnOuHapHbix cuctem KF-KCI (0.8)-
Kl, KF-KCI (2/1)-KI B obmacTii KOHIIEHTpAllMd BTOPOTO KOMITOHEHTA IPEACTABIISIOT
co00if TuarpamMmbl PBTEKTUYECKOTO THUIIA. BBISBICHO, YTO KBa3MOWMHApHAS IBTCKTHKA
mis pacmutaBa KF-KCl (0.8)-KI cootBerctByer KoHueHTpanun 44 mon. % Kl u
temneparype 761 K. [msa pacmiaa KF-KCI (2/1)-KI sBrekTudeckas ToYKa
cootBeTcTBYeT KoHIeHTparuu Kl 54 mon.% u 775 K.

Cunxponuvii  mepmuveckuti  auwaius. JlaHHbBIE, TOJY4YEHHBIE  METOJIOM
TEPMUUECKOTO aHanu3a, BepudunupoBaiu Merogom CTA, nns pacmiaBoB (Tabnuia

1.1. Ne 12) ¢ conepsxkanuem Kl 75 mo1.% nipencraBiensl Ha pucyHke 1.7.

1,5 - —o 1100 05 r 100
a ,| 2 765 10§ 2 P70 - 90
\ 1 8o 0,4 - - 80
05 1 1 70 . - 70
£ o 160 5031 60
& 150 5 & 1 - 50 <
2-05 4 < 20,2 - 40 &
S 40 ' ~— -
(h.‘) -1 Harpee 4 30 F 5 - 30
=} 1 20 0,1 - 20
15 | OxnoxaeHue
) 1 10 D - 10
-2 . L L 0 0,0 f f f 0

750 850 950 1050

600 650 700 750 800 650
Temnepartypa, K

Temneparypa, K
Pucynok 1.7 — JICK-Tepmorpammsl, oxy4eHHbIE METOJOM IUDPepeHnaIbHON
ckaHupyomiei kamopumerpun (1) U TepMOrpaBUMETPHUECKOT0 aHanu3a (2)
tpexkommoneHTHOM cuctembl KF-KCI-KI: a — KF-KCI (0.8)-KI (44 m0:1.%); 6 — KF-
KCI (0.8) -KI (75 mo11.%)

Haumenbleit Ttemmepatypod JUKBHAYca B TpOMHOW cucteme o0daaaer
sprekTrueckuii cocraB KF-KCIl (0.8)-KI (44 mo01.%) (pucynok 17 a). CormacHo
nutepatype [23] aaHHbIN cocTaB miaButTca npu Temmepatype 761 K. M3 nmonydeHHbIX
Hamu JICK u TT cnenyer, uto sBTekTMYeckas Touka paBHa 765 K. PasHuna mexmy

HAITUMU U JINTepaTypHbIMU JaHHbIMU cocTaBisieT 4 K wm 0.5 %.
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Ha pucynke 1.7 6 mpencraBmenbl manabie JICK m TI g coctaBa Ne 12
(Tabnuma 1.2), KOTOpBIA SIBJISIETCS OJHUM U3 TEPCIEKTUBHBIX (POHOBBIX PACILUIABOB
cucreMbl KF-KCI-KI ¢ MoapueiM otnHomennem KF/KCI=0.8. Ycranosiaeno, 4ro
TeMIepaTrypa JHKBUAYyca HccieayeMoro cocraBa cocrtapimsier 870 K, dro xopoiro
corjacyercs C JaHHBIMM TEPMHUYECKOTO aHaliM3a: pa3HUIlA MEXAy pe3yibTaTaMu,
MOJIy4YeHHBIMU pa3HbIMU MeToAamu coctasiisieT 5 K umm 0.5 %.

CnenyeT OTMETUTHh OONIYI0 3aKOHOMEPHOCTb, XapaKTEPHYIO Jisi pPe3yJbTaToB,
nonyueHHbix MeTonoM CTA. Hawano mnorepu waccsl 00pa3lioB MPOUCXOIUT
MPAaKTUYECKU Cpa3y IMpU JOCTIKEHUM TEMIEpaTyphl JUKBUAYyca. BepositHo, miis
UCCIIEyEMBbIX pPACIUIaBOB 3TO MOKET SBIATHCS OJHUM M3  TOJTBEPKICHUIM
HPOXOJKJICHHUS TOYKH JIMKBHyca [35].

Tepmuueckuii ananuz. T'ekcad@TopcuUIUKaT Kajlvs BBOJUIM B 3JEKTPOIUT C
conepxxanremM Kl 75 momn.%. Takoit coctaB UMeeT HU3KYIO TEMIEpaTypy IJIaBICHUS B
CpPaBHEHUHU C YHUCTO XJIOPUAHO-(PTOPUAHBIMHU. BBUIM TMONMYy4YEeHBI NaHHBIE O BIUSHUU
KoHIeHTpanuu kpemuus B Bune K,SiFg Ha quamazon romoreHHocTr paciuiaBa KF-KCl

(2/1)-KI (75 mo11.%)-K;SiFs, nanubie npeacrasiicHbl Ha pucyHnke 1.8 u B Tabmure 1.3.

Tabnuna 1.3 — Temnepatypsl nkBuyca U coiuayca B cuctemax KF-KCI (2/1)- Kl (75
Mo11.%)-K,SiFs (0-4 moi1.%)

Konnentpanus | Temneparypa | Temmeparypa
Ne Cocras ]
K>SiFs, Mmon.% | nmukBuayca, K | commmyca, K
1 0.00 869 852
2 0.23 855 855
3 0.50 891 852
KF-KCI (2/1)-
4 ) 1.00 927 857
K1 (75 mom.%) -K-SiFe
5 2.00 935 856
6 3.00 937 855
7 4.00 938 857
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[Io pe3ynpTaTam MpenBApUTENBHBIX SKCHEPUMEHTOB YCTaHOBJIEHO, YTO
CoJIep>)KaHMe B paciuiaBe moaujaa Kamus 75 Mou% crnocoOCTBOBAJIO PaBHOMEPHOMY

POCTY KPCMHHUCBLIX INNICHOK, IIO3TOMY I[O6aBKI/I Kzlee BBOJMWJIM KMCHHO B 5TOT COCTaB.

930

[{<]
-
o

(=2}
w0
o

Temneparypa, K

830 | | ] |
0 0.5 1 1.5 2
CopepxaHnue K:SiFs, Mon.%
Pucynox 1.8 — Jluarpamma cocTosTHUS KBa3HOWMHAPHON CHCTEMBI

KF-KCI (2/1)-K1 (75 m01.%)-K;SiFs

BrisiBIEHO, YTO YETHIPEXKOMIIOHEHTHAsI CUCTEMa MMEET ABTEKTUUECKYIO TOUYKY
npu  KOHIEHTparuu rekcadropcwmmkara kamus 0.23 mMomn.% ©  COOTBETCTBYET
temrniepatype 855 K. IloBblllleHHE KOHIIEHTpAaUUHU TIeKcapTOPCUIIMKATA Kalus 0
1 mo01.% B cucteme KCl (2/1)- KI (75 m01.%) npuBOIUT K NOBBIIIEHUIO TEMIIEPATYpPbI
mukBuayca 1o 927 K. JaneHelimee yBennyeHue KoHieHTpamun K,SiFs He BauseT Ha
TeMIepaTypy JUKBHUAYCA MPEANOI0KUTEIIBHO BBUTY HU3KON PaCTBOPUMOCTH JOOABKH.

WccnenoBanue BiausHUs KoHIeHTpauuu SIiO; Ha Temmeparypy JHKBHIyca
pacmiaBoB KF-KCI (2/1)-KI1 (75 mom1.%) mokasano, uro mo6aBka 1 Moir.% auokcuaa
KPEMHHUS  YBEJIMUMBAET TeMIlepaTypy JIMKBHAYCa HE3HAUYMTENIbHO. 3HAUYCHUS

TeMIepaTyp JUKBUAyCa MpeacTaBieHbl B Tabuie 1.4 [36].



Tabnuna 1.4 — Temneparypsl nukBuayca kBasuOuHapHoi cuctembl: KF-KCI (2/1)-KI

(75 m011.%)-S10;
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o6aBka SiO», Temmeparypa
No Pacmias, Mm0i1.% A PP
M01I.% nukBuayc, K
1 0.00 869
KF-KCI (2/1)-
2 ) 0.23 858
K1 (75 m01.%)-SiO>
3 1.00 874

[Tpu xonnenTparuu SiO; 0.23 M01.% B pacmuiaBe KF-KCI (2/1)-KI (75 mo11.%)-
SiO; Temmepatypa nHMKBHIyca cHmKaeTcs a0 858 K, mociemyroriee MOBBIIICHHE
KOHIIEHTparuu 10 1 Moin.% TpUBOIUT K YBEIWYEHUIO TEMIIEpaTyphl MEPBUYHOM
874 K. BeposTHO, crocooeH

KpUCTAJUIM3AlUU  J10 M3y4aeMbli

pacmiaB

B3aMMOJIEUCTBOBATH C IMOKCHUIOM KPEMHHUS 32 cUET (PTOPUTHBIX KOMIIOHEHTOB [37].
HccnenoBaHo BiaMsiHUE A00ABOK JUOKCHIAa KPEMHMSI HA TEMIIEPATYpPy JIUKBUIyCA

pacmiaBoB  KF-KCI  (2/1)-KI (75 wmo01.%)-K,SiFs (1 M01.%)-SiO,.  PesyibTarh

HM3MEpPEHUH MpUBEICHBI B Tabmuie 1.5.

Tabmuna 1.5 — Temnepatypsl nkBuayca kBasuouHapHoi cucrembl. KF-KCI (2/1)-KI

(75 MOH.%)-KzsiFe (1 MOH.%)-SiOz

Ne Pacmnag, Mon.% H06i1:)1:'1(y30|02, iiﬁ:;ii:’f
! 0.00 925
2 KF-KCI (2/1)-KT (75 mo11.%)-K2SiFs (1 M01.%)-SiO2 1.00 912
3 2.00 934

B cucreme KF-KCI (2/1)-KI (75 mo01.%)-K,SiFs (1 mM01.%)-SI0, ¢ moGaBkoii
1 mon1.% SiO, Temmeparypa nukBHIyca paciuiaBa coctaBiser 912 K, yro wa 13 K
HUXKE, YeM JUTsl cocTaBa 0e3 T00aBKU JUOKCUA KPEMHHUSL.

Cunxponnvii mepmuveckun auaauz. JJIss paclIMpeHusi TNPEACTABICHUN O
NOBEIEHNN KpeMmHHMiicomepxkamux coeannennii B pacmiaBax KF-KCI-KI-K;SiFg, KF-

KCI-KI-K;SiFg-SiO, obumn mpoeenenst JICK u TI' uiccieoBanrs COBMECTHO € Macc-
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CIEKTPOMETPUUYECKIUMH HCCIAEAOBAHUSAMHU MapoBOil (a3el Haj pacruraBoM mpu 296-
1023 K.
Ha pucynke 1.9 npencrabnens! Tunuynbie nanubie JICK, TI' pacrmaBa KF-KCI
(2/1)-KI (55 m01.%)-K,SiFg (10 mM0n.%) m nmaHHBIE MacC-CIEKTPOMETPHH ITapOBOM

(1)331;1 HaJl UCCIICAYCMBIM PACIIJIIABOM.

TG /% DSC /(mW/mg) lon Current/A
Tex 103

105 4 n 06 10-4

100 -5
{p04 10
Mass Change: -6.70 % ; 106

0.2 107
108

95 4

90 1

851

A 0.0

80 1 109

751 F(19aem.) 02 |[10-10

70 V 10-11
04

65 4 520.0°C -12

Peak: 511.5 °C 10
604 SiFz:(85a.em.) / -0.6 10-13

551 10-14
100 200 300 400 500 600 700
Temperature /°C

Pucynox 1.9 — Pesynbrats! ananuza JICK, TI" pacnnasa
KF-KCI (2/1)-KI (55 m011.%)-K,SiFs (10 M0:1.%) 1 Macc-CrieKTpoMeTpuu

napoBoi (assl

Cornacno nonyuennbiM nanHbiM JICK (pucynoxk 1.9), TemmnepaTypa miiaBieHUs
cmecu KF-KCI (2/1)-KI (55 mom1.%)-K,SiFg (10 Mon.%) cocraBuia 768.5 K (495.2 °C),
temneparypa jukBuayca cMmecu 793 K (560 °C). YcraHOBIEHO, YTO TeMIIEpaTypbl
HayaJia MUKOB, CBA3aHHBIC C HAYAJIOM TUJIABJICHUS COBMAAIOT B MpeiesaX MOrPeIHOCTH
usMepenuit [38].

B oOpasnax naOmrogaroTcsi KojieOGaHUsI TEMJIOBOTO IMOTOKA MPUOIUZUTEIBHO 10
473 K (200 °C), st mporiecchl He COMPOBOXIAIOTCS 3aMETHOM YOBLIBIO MacChl. ITO
MOXeT OBITh cBsA3aHO C pasnoxenueM ¢a3 tuma KjSiFyy, dro orgacty,
MPEANOJIOKUTEIFHO, 3aBUCUT OT  CKIOHHOCTH K  JIUCIIPOTIOPIIMOHUPOBAHHUIO

nomodropcunanoBeix coemunenuii SiFal, u SiFly (T 453 K (180 °C)) Bmiots 10
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temriepatypbl kutnieHus [39]. B mpemenbHOM ciiydae MpOIECC MOXKET BBIPAKATHCS
peaKuuen:
4KI1 + SiF4 — Sils+KF. (1.5)"

* — peaxius MPOTEKAET MPU OXJIAXKICHUH;

Pacuetsl nokazanu, yto AG peakuuu (1.5) umeeT oTpuiiateibHOE 3HaYEHUE MPU
oxyaxaeHuu 10 temmepatypsl 628 K (355 °C) u yxe mpu 473 K (200 °C) cocraBisieT
—1040.072 xJI>x/monb. Takum 00pa3oMm, OUYE€HBH BEPOSTHO, YTO KOJIEOAHUS TEIIOBOTO
MIOTOKA CBSI3aHBI C MPOMEXKYTOYHBIMHE MTPOAYKTaMu peakiuu (1.5).

[TnaBnenne coneBwbix cmeceir KF-KCI (2/1)-KI1 (55 mom.%)-K,SiFs (10 M011.%)
COMPOBOXKIATIOCH MOTEPE Macchl, kotopas gocturana 6.7 %. Iloreps maccel pacruiaBa
MIPOUCXOJINT TTOCIIE MMPOXOXKACHHS TEMIIEPATYPhI JTUKBHIyCA.

[Tocne mpoxoxnaenus mnuka npu 883 K (560 °C) nabmromaeTcss OTKIIOHCHHE
TEIJIOBOTO TIOTOKA B JHAOTEPMUYECKOM HampaBieHuu. I[lomoOHOe OTKIIOHEHUE
HaOmoxaM B padbote [27] ¥ CBA3BIBAIIN C PEAKITUEH:

3K,SiFg = 2K3SiF; + SiF4(r). (16)

Cornacao (1.6) Bo3moxHO oOpasoBanme K3SiF; ¢ temmeparypoii maBieHUs
1133 K [27]. Oanako, TOT e 3P PEeKT, BO3SMOKHO, CBSI3aH C peakiuel TePMUIECKOTO
pa3nokeHus rekcadTOpCUiinKara:

KsSiFg = 2KF+ SiF4(r). (17)

Hecmotpst Ha HeompeaeieHHOCTh MeXaHu3Ma pasiokenus coeaunenus K,SiFs,
10 BO3PACTAaHWIO MOHHOTO TOKAa MOYKHO CJHIEJIaTh BBIBOJI, UYTO MPOJYKTOM Pa3JIOKCHUS
sBisieTcst SiFy.

[Torepst Macchl paciuiaBa CBsi3aHa HE TOJIBKO ¢ peakiei pasioxenus K;SiFs, HO
U ¢ o0pa3oBaHHWEM M OCEIaHWEM TapOB Ha XOJIOJHBIX YaCTIX MPHOOpa COCTaB KOTOPHIX
HE MOXKET OBITh IETEKTHUPOBAH JAaHHOW METOINKOM.

Crnenyer OTMETUTD, YTO MOHHBIX TOKOB, CBS3aHHBIX C MOSBJICHUEM COCIUHCHUIMA
(GTOpP-NOTOCHUTIAHOB, HE PETHUCTPUPOBAIOCH. TPaHCIIOPTHBIN KaNWJUISIP MOJaYd TapoB B
Macc-creKkTpoMerpe HarpeBaiu 10 473 K, uto Beiiie Temnepatypsl kunerus SiFls.

[TonydeHHbIE TaHHBIC MMO3BOJISIOT YTBEPKATh, YTO MPU TeMIiepaTypax Boiiie 883

K (560 °C) B pacmiaBax KF-KCI (2/1)-KI (55 mo011.%)-K;SiFs (10 M01.%) HaunHaeTcs
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BbIZIEJIEHHE TeTpadTopraa KpeMHUS U (TOPHUI-HOHOB, a PEAKIIMiA, COMPOBOXK IAOIITHXCSI
BBIJICJICHUEM CMEIIaHHBIX TaJIOTCHHUIOB KpeMHHMsI, He HaOmonaetcs [38].
Tunwunsie qanaeie JJCK u TT pacmiaBa KF-KCI-KI-K;SiFg, conepskariero SiOg,

npeacTaBieHsl Ha pucynke 1.10.

TG /% DSC /(mW/mg) lon Current *10-10 /A
(.11 T exq ¢10-3

] T06
105 £ 0-4

100 £10-5
L 0.4 10
95 - Mass Change: -8.05 % r10-6

90 1 0.2 | 10-7

851

-, r10'8
so| T L 10-9
496 °C \
2] 544°C t-02 [10-10
70+ L10-11
0.4
85 4 L1012

804 siF, (85a.e.m) / L-06 L1013
551 L 10-14
100 200 300 400 500 600 700

Temperature /°C

Pucynok 1.10 — Pesynbrater ananuza JICK, TT" pacmnnasa, Moi.%:

KF-KCI (2/2)-KI (55 M0m1.%)-K,SiFs (10 Mom.%)- SiO; (3 Moi1.%)

Temmneparypa nukBuayca saektponuta KF-KCI (2/1)-KI1 (55 moi1.%)-K,SiFg (10
M0i1.%)- SiOz (3 Mon.%) cocraBuna 817 K (544 °C). Beemenue SiO; moBbImacT
temnepatypy JukBuayca cosneBoit cMecu KF-KCI-KI-K;SiFs. Tlocne no6asnenus SiO;
HAOJIIOJACTCS YBEIMYCHHE HOHHOTO TOKA, CBS3aHHOrO C BhimeiacHueM SiF,. Takum
obpaszom, mobaBka aumokcuaa kpemHus k pacruiaBy KF-KCI-KI-K3SiFg mpuBogur k
JIOTIOTHUTEIFHOMY BBIJICJICHUIO TeTpadToOpuaa KPEMHHS, 32 CUET B3aMMOICHCTBHS
nuokcuaa kpemuus ¢ propuaom kamwus [40]. [Ipu conmoctaBieHnn MOTyYEHHBIX JAHHBIX
u nanHbIX [40] peakiysi MOKET ObITh 3aluCcaHa;

4KF + 3Si0; = 2K,SiO3+ SiF41 (AG®= -686.363 k/Ix/momns). (1.8)

Takum o6paszom, JICK u TT" pacniaBoB mokaspiBaioT, 4to pactBopeHHbIN K;SiFg

B paciiaBe KF-KCI-KI-K;SiFg pasnaraercs ¢ BelfelieHneM TeTpadTopuaa KpEeMHHUS,

HauuHas ¢ TemnepaTtypbl 993 K. MeTtogoMm TepMOrpaBUMETpUHU paciyiaBa yCTaHOBJIEHO,
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9YTO A00aBKa JUOKCHIAa KPEMHUS MPUBOIUT K JOMOJHUTEILHOMY YBEJINYEHHUIO TIOTEPH
Macchl paciijlaBa 3a CYeT BblAeNeHus TeTpadTopuaa KpPEMHHUS  COTJIACHO
TEPMOJMHAMHYECKUM pacueTamM. METOJOM MaccC-CIEKTPOMETPUU YCTaHOBIIEHO, YTO
nobaska SiO; B pacmiaB KF-KCI-KI-K;SiFs mpuBoauT K yBETUYEHUIO COIEPKAHUS
SiF4; B mapoBoii (ase Ham pacmaBoM. Peakiuii ¢ oOpa3oBaHHEM TIa3000pa3HbIX

IPOJYKTOB HOJIUAHO-PTOPUIHBIX COCTUHCHNUN KPEeMHUS He BbIsiBiIeHO [38].

1.3.4. UccnenoBanue npouecca pasioxkenusi K:SiFs B rajJloreHMIHBIX pacnjaBax

NpH BBICOKHX TeMIlepaTypax

IIpu wuccnenoBanuu  pacrmiaBoB  Merogamu CTA  ObUIM  BBISIBJIICHBI
HAOTEPMUYECKUE 3(PPEKTHI, CBA3AHHBIE C PA3IOKEHUEM IeKCaQTOPCUIMKATA KaJIHs B
COCTaBe TaJIOTCHUJHBIX paciuiaBoB. Mexanusm (1.6) mnpenmonaraer oOpa3oBaHUE
TBEPJOro MpojJyKkTa renradropcuwnnkata kamus. Mexanusm (1.7) He mpeamosnaraer
oOpa3oBaHME TBEPABIX MPOAYKTOB. B o000oux ciydasx mnpeanosiaraercss Hajauuue
razoo0paszHoro TeTpadTopuaa KpeMHHS B MPOAYKTaX peakiuid. IHI03PHEKTsI,
CBSI3aHHBIC C pa3JoOKEeHHEM TrekcadTopcuwinkara, Habmogaiu B padore [27] u
MPEANOJIOKUTENLHO cooTHeCHU ¢ peakuuen (1.6). [IpuHnunuanpsHOe 3HAYEHHE UMEET
o0pa3oBaHHE TBEPJOTO MPOAYKTA, YTO CKA3bIBACTCS HA YCIOBHSIX DJICKTPOOCAKICHHMS.
Oopasusr pacmaBa KF-KCI-K,SiFs na ocnoBe sprektriku KF-KCl ¢ mo6askoit 10
Moi.% K3SiFs ObUTH HCHOJB30BaHBI JJISI HCCIICIOBAHUSA BSI3KOCTH TPH PasHBIX
TEMIIEpaTypax, U3-3a U3BECTHOTO pacroioxeHus mojis kpuctaumsanun KsSiF; [41] u
UMEIOIIUXCs cBefieHni 00 oTHOcuTenbHOM ctadmisHocTH KF-KCI (0.8)-K,SiFs.

Cunxponnbii Tepmudeckuii  anamm3 anektposmra  KF-KCl o (0.8)-K;SiFs
(10 Mmon.%) mnpoBomwiu B amanazone Temmeparyp 293-1113 K. PesynbraThi

npeacTaBieHbl Ha pucyHke 1.11.
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PI/ICYHOK 1.11 - PGSYJILTaTBI CHUHXPOHHOT'O TCPMHUYICCKOI'O aHaJIn3a 3JICKTPOJIUTA

KF-KCI (0.8)-K2SiFs (10 Mom.%)

[To nmanubiM momydeHHbIM Tpu nomomu JICK (pucynok 1.11) nabmromaercs
3HAUYUTENIbHBIE MO aMIUIUTYJE W3MEHEHMS TEIUIOBOrOo MOoToka, HauuHas ¢ 847.2 K.
Temnepatypa 3um0TepMUdecKoro nuka A (pucyHok 1.11) cooTBeTcTBYeT JaHHBIM IS
tpoitHo# IBTekTHKN KF-KCI-K,SiFg, npencrasnennsiM B sutepatype [41]. Temnosoit
3pPeKT, OTBEYAMNMUI W3MEHEHHIO TeIIoBOro mnoroka B  (pucynok 1.11),
coorBeTcTBYeT Temmeparype jukBuayca cuctembl KF-KCl (0.8)-K;SiFg (10 mMo11.%).
Temneparypa Hauana nepexonaa B npu 903 K cornacyeTcst ¢ 1uteparypHbIMU JJaHHBIMU
[27], nonyuennsiMu pas KF-KCI (0.8)-KySiFg (10 mMom.%) ¥ COOTBETCTBYET
TeMIlepaType JUKBUAYyCca CHUCTEMBI: pa3HUIIAa MEXIy pesynbratamu coctaBuia 10 K.
Takum oOpa3om, HauwmHas ¢ Temmeparypbl 903 K pacraB KF-KCI (0.8)-K,;SiFs (10
Moi.%) sBisercsi romoreHHbIM. [lpu Temmepatype 993 K nHabmiomaercs Hayaio
SHJIOTEPMHUYECKOTO MPOIECCA, KOTOPBIM CBSI3aH C Pa3JIoKEHUEM paciuiaBa [27] 1o
peakmmsm (1.6) wu (1.7) [42].

Baskocmy. B paMKax [aHHOTO JTUCCEPTAllMOHHOTO MCCIEAOBaHUS ObLIO
MPOBEJICHO M3MEpPEHHE BS3KOCTH. M3MeHeHue cocTaBa 3HAYMTENTHHO CKA3bIBAETCS Ha
BS3KOCTH paciuiaBa. BS3KOCTh MCClenoBanu B nuama3one temmepatyp 876-1055 K.
3navyenus BsskoctH pacmiaBa KF-KCI (0.8)-K.SiFs (10 mon.%) npencraBieHbl B

tabmurie 1.6.
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Tabnuna 1.6 — TemneparypHast 3aBucumocts Bsiskoctu paciiaBa KF-KCI (0.8)-K,SiFg

(10 Mm0:1.%)

T, K 1, mlla-c T, K 1, mlla-c T,K 1, mlla-c T, K 1, mlla-c

1055 1.701 984 2.091 906 2.709 886 | 3243.560
1048 1.738 980 2.105 903 2.799 886 | 10966.800
1046 1.740 976 2.121 899 2,709 884 | 12251.100
1042 1.748 973 2.137 898 2.425 883 | 12251.100
1040 1.789 969 2.145 898 5.565 883 | 13685.900
1038 1.790 965 2.19 897 6.217 882 | 13685.900
1035 1.808 962 2.191 896 7.759 881 | 17079.100
1033 1.819 958 2.241 895 10.233 881 | 21313.600
1029 1.828 956 2.273 895 12.771 879 | 21313.600
1026 1.839 952 2.293 894 24.819 878 | 18051.500
1022 1.841 949 2.255 894 34.600 880 | 26598.000
1019 1.866 945 2.295 893 40.853 879 | 29713.000
1016 1.875 941 2.391 892 48.236 878 | 35082.500
1012 1.881 936 2.425 892 53.884 877 | 31404.700
1009 1.915 933 2.425 889 53.884 878 | 41422.300
1005 1.928 928 2.605 889 60.195 878 | 48907.900
1001 1.937 924 2.655 889 75.119 877 | 57746.200
995 1.956 917 2.675 889 88.694 877 | 72063.500
989 1.965 011 2.695 888 959.321 876 | 85086.300

Ha pucynke 1.12 npencrasiensl 3aBucuMoctH Bsi3koctu paciiaa KF-KCI (0.8)-
K2SiFg (10 Mmo.%) ot Temneparypsl B quana3zode 903-1055 K.

Beisiieno, yro 3aBucumocth In () ot 1/T Moxker ObITh pasieiieHa Ha JBa
JMHENHBIX y49acTKa. Y CTaHOBJIEHO, YTO BILIOTH J0 Temmeparypbl 993 K nabmiomaercs
ydgacTok (pucyHok 1.12, mo3. 4) u3MeHEHHUs! BSI3KOCTH, KOTOPBI OTBEUYAET >KUIAKOMY
coctosiiuio pacruiaBa KF-KCI (0.8)-K;SiFs (10 m0:11.%). Ha yuactke 4 (pucynok 1.12)
cormacio JICK (pucynok 1.11) He HaOmromaeTcsi BBIPAXXEHHBIX MPOIECCOB,

BBI3BIBAIOIINX U3MEHEHHUE TEIUIOBOIO MOTOKa. Y4acTok 3 (pucyHok 1.12) mpu 993-1055
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K cootBercTByeT yuacTtky 3aBucumoctu JICK, B koTopom HaOmr01a€TCs BBIPAKEHHBIM
HIOTEPMUYECKUI TPOIIECC, CBSI3aHHBINA C Pa3joKEHHEM reKcadTOPOCHIMKATA KajHsl.

[Ipu 993-1055 K mnpoucxoauT HM3MEHEHHE COCTaBa paciuiaBa, YTO OTpa)KaeTcs Ha

BSI3KOCTH.
1.05 [ 1 in(n)=3794.7/7 - 3.2335 4 L
- 2 In(n)=3195.2/T - 2.8921 3 ?-"-
T 3 In(n)=2320.5/T - 1.6573 \ ﬁ"-
o I R2=0.9723 ...-“"
é 0.55 _ 4In(n)=33;a729;9(/,.T9; 2178 "'
%F 1 104 ¢
[ et et 945 9995 10.45 10.95
-0 2 ':A“‘,“ n

-0.45°L

Pucynok 1.12 — TemnepaTypHasi 3aBUCUMOCTH BSI3KOCTH PaCIIaBOB!
1 - KF-KCI (1/1) [28]; 2 — KF-KCI (1/1) [29]; 3 — KF-KCI (0.8)-K3SiFs (10 M0:1.%)
npu 993-1055 K; 4 — KF-KCI (0.8)-K;SiFs (10 Mo11.%) mpu 903-993 K

[Tomyuenbl cBeneHUs ISl TNPAKTUYECKOTO BEACHUS 3JIEKTPOJM3a, KOTOphIE
o3HayaroT, 4to coctaB pacmiaBa KF-KCl (0.8)-K.SiFg (10 mon.%) B xoxe
TEXHOJOTMYECKUX OIepaluii MOXeT ObITb CKOPPEKTUPOBAH JOMOJHUTEIbHBIM
nobasienueM K,SiFs.

Taxum 00pa3oM, JJIsi pacueToB BSI3KOCTH MOXKET OBITh MCIIOJIb30BAHO YPaBHEHHE
C nuana3oHoM npuMmeHuMocTta 903-993 K:

In(n)=-2.7175+3379.9/T, (1.9)
rzie 1 — BS3KOCTh paciuiaBa, mlla-c; T — temneparypa, K.

3HaYUTENIbHOE BO3pAaCTaHUE BS3KOCTH OOHApY)KEHO B JMara3oHE TeMIepaTyp

876-903K. O6nacte 876-903 K, cormacho panubeiM JICK, Haxomutcss Mexmy

temneparypamu JmkBuayca u comuayca KF-KCI (0.8)-K,SiFs (10 mM01.%) pacruiasa.
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Hannpie mo 3aBucumoctr Bsizkoctu paciuiaBa (KF-KCI (0.8)-K;SiFs (10 moi1.%) mpu

876-903 K noxkazans! Ha pucynke 1.13.
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Pucynok 1.13 — Jlannsie uzmepenus Bsizkoctu KF-KCI (0.8)-K;SiFs (10 Moi1.%)
pacrutaBa nipu 876-903 K

[Mpu m3mepenusx Hwke Todyku JmkBuayca paciiaBa KF-KCI (0.8)-K,SiFs (10
MOI1.%) BBISBIIEHO, YTO BS3KOCTh CHW)KAETCA HEIMHEWHO. VI3BeCTHO, YTO MpW 3TUX
TEMIepaTypax MPOUCXOJUT BBHIMAJCHHWE TBEPAOW (a3bl, UYTO XapaKTepHO s
MHOTOKOMITOHEHTHBIX JKHJIKOCTEM B IIpouecce Kpucrtaumsauuu. [ing xpuson
3aBUCUMOCTH BSI3KOCTH OT TE€MIIEpaTypbl XapakTepHbl ABa ydyactka A u B (pucynox
1.13). CornacHo dazoBoit auarpamme KF-KCI-K;SiFs [41] Takoe pasmeneHne MOXKET
OBITh W3-32 KPUCTALUTM3AlMA KOMIIOHEHTOB pacmiiaBa. Ydactok B, mo-Bugmmowmy,
cBsi3aH C BhImagcHueM KpuctawioB KsSiF;. Yyactok A, BEposSTHO, ¢ HavaaoM
kpuctauusaiun cMecu KF-KCI.

ConocTaBuB JaHHBIE M0 U3MEHEHHUIO BA3KOCTU PaCIllaBa MOXKHO MPEANONIOKHTD,
YTO MpPHU TEMIEpaTypax pa3iokKeHHs TrekcapTOopCHIIMKaTa Kauus TBEpAou ¢a3bl He
BBIICTISICTCS. M HAKOIUIEHHs ee He mnpoucxoauT. CreaoBarenbHO, HCCIEAOBaHUS
pacrutaBa  KF-KCI  (0.8)-K:SiFg (10 wmon.%) wmeromom CTA © poOTalMOHHBIM
M3MEPEHHUEM BS3KOCTH TO3BOJISIOT BBIJCIUTh U OXapakTepu3oBaTh 06sacth 903-993 K,
KaK Jvamna3oH TOMOT€HHOCTH KHUAKOTo coctosinud. [Ipu Temneparypax Boime 993 K

HAYMHAETCS Pa3JIoKeHHE KOMIIOHEHTOB paciuiaBa mo peakuuu (1.7) u cHuxeHue
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kouneHTparuu kpemuaus. Pacrurap KF-KCI (0.8)-K3SiFs (10 mon.%) He sBusercs
TOMOTEHHBIM B TeMriepaTypHoM nuanazone 993-1055 K ans Hero xapakTepHO Haaudue
ra3oBoi (hazbl B 00BEME IICKTPOIIHTA.

YcraHoBieHo, 4YTO paznoxkenwe pactBopeHHoro KySiFs B pacmmaBax
raJJOreHUI0OB KaJus IPOTeKaeT ¢ oOpazoBanueM (ropuaa Kaius u razooodpasHoro SiF,.
Hus  pacmaBoB  KF-KCI  (0.8)-K3SiFs (10 moi.%) mnpormecc pas3jiokeHUs HeE
COIPOBOXTACTCS BHIMAICHUEM TBEPIOH (a3bl.

Ha ocHoBanmm aHamm3a (U3MKO-XMMHYECKUX CBOWCTB HMCCIEAYEMBIX COJICBBIX
CHUCTEM T[IOKa3aHO, YTO HamOojee MOAXOMSIIINM JJICKTPOJIUTOM ISl TOJIYy4eHHUs
KPEMHHUEBBIX TUICHOK ¥ HAHOBOJIOKOH KPEMHHSI 3JICKTPOJIM30M SIBIIIETCS cMech (hTopua
U xjopuia kaiaus C MosibHbIM cooTHomenneM KF-KCI (2/1). Takoii cocraB criocoOeH
pPacTBOPATh HEOOXOIUMOE KOJIMYECTBO KPEMHHUUCOACPIKAITNX KOMIIOHCHTOB 3a CYET
3HAYUTEILHOTO COJIepKaHusl PTopuaa Kaivs. B CBS3M ¢ 3TUM OH SBJISETCS Hambosee
MOJXOAIIAA JIIT TEXHOJIOTHH JJICKTPOOCAXICHHUS KpPeMHHS. B COOTBETCTBHH C
MOJIyYEHHBIMH PE3yJIbTaTaMUd M aHAJIU30M JINTEPATYPHBIX HMCTOYHUKOB JalIbHEHIIIHE

HCCIICIOBAHUS  11€JIeCO00pa3HO  MPOBOAUTH B COJEBOM CMECH C  MOJIBHBIM

cootHomennem KF-KCI (2/1) [42].

1.4 UccaenoBanue 3iekTponpoBoaHocT pacimiaBoB KF-KCI-KI-K;SiFe-SiO-

1.4.1 MeToauka onpeaejieHus yeJbHOM 3JIeKTPONPOBOIHOCTH

N3mepernss  3IEKTPONPOBOAHOCTH  MPOBOIWUIM  METOJOM  CIIEKTPOCKOITUH
IEKTPOXUMHUYECKOTO HMIIEAaHCa, KOTOPHIH OCHOBAaH Ha PETHCTpAIllid HMIIEAaHCca
(KOMIUIEKCHOTO COIIPOTHBIICHHS) 3JEKTPOXHUMHYECCKOW CHCTEMBI B 3aBHCHUMOCTH OT
JacTOTHl TEPEMEHHOTO TOKAa MaJod aMIUTMTYAbl. Bce u3MepeHus NpOBOAMINA C
noMoInelo  noteHimocrata/ranbBanocrata  AUTOLAB  PGSTAT 302N (Metrohm
Autolab B.V., Hunepnanael) B uHTEpBaje yactoT nepeMeHHoro toka ot 100 I'u mo 105

['n ¢ aMmIMTy10M HANpsKEHUS NEPEMEHHOTO ToKa 5 MB. M3 nuarpammbl nmiienanca
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OTIPEJIEISUTA COMPOTUBIICHHE oO0pa3ia (10 aKTUBHOW 4YacTH HWMIIEJAaHCA B TOYKE
nepecedeHusi rogorpada ¢ oceto aodcimcc). ConmpoTHUBIICEHHE, KOTOPOE OMPEISsaeTCs
JaCTOTHO HE3aBHCUMON AaKTUBHOW COCTABJIAIONICH WMIIEJaHCa, MPUHUMAIOCHh 3a
CONPOTUBIICHUE  DIIEKTPOJIUTA, U3  KOTOPOTO  PACCUUTHIBAIM  3HAYCHUSA

snekTponpoBogHocTH (ypaBHeHue 1.10).

ar (1.10)

rje y — yAelbHas >IeKTponpoBoaHocTsh, Cm-cm™t; K — xoHcTanTa sueiiku, cMt; Ry —
CONPOTUBIEHHE >IEKTPouTa, OM.
V3Mepenne 3JIEKTPONPOBOAHOCTH HPOBOAMIM B fAYeiike ¢ IapaieibHBIMU

QJICKTpOAdaMU U B sTYCHKE C KaIlTHJJIAPHBIM YCTpOﬁCTBOM. CxeMHbl sdeek MpCaACTaBJICHBI

Ha pucynkax 1.14 u 1.16.

Pucynok 1.14 — CxeMa u3mMepuTeNbHON STUEHKU ¢ ABYMs apauieIbHbIMU
ANEKTpoAaMu: 1 — TUrellb U3 CTEKJIOYTIIepoa; 2 — UCCIIElyEMbIN pacIias;
3 — tepmorapa Pt — Pt/Rh (tun S) B anmyngoBom uexiie; 4 — TpyOKa mojjaqvi HHEPTHOTO
rasa; 5 — I3 JIJ1s BBOJIa 100aBOK; 6 — mpoOKa u3 pToporiacra;
7 — a;myHJIOBBIN 4E€XOJI JJIs AJIEKTPOIOB B KBAPLIEBOM KOXKYX€; 8 — (PUKCHUPYIOIINE

YCTPOMCTBO U3 HUTpHUAA O0pa; 9 — napaieabHble MOJUOIEHOBBIE JIEKTPOIbI
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Omnpenenenre KOHCTAHTHI SYCHKU ¢ apauIeIbHBIMU 3JIEKTPOJAMU MPOBOJUIN B
sBrekTrueckoM paciuiaBe CsCIl-KCI-NaCl. [lns ompeneneHuss KOHCTaHTHI STYCHKH
UCIOJIBb30BAIM JaHHblE, MpeacTaBiieHHble B yutTeparype [43]. KoHcranta suelku
CHW)XKaJIaCh C YMEHBIIEHUEM Temneparypsl B npeaenax 823-1023 K u coctaBuna 0.55-

0.68 cm (pucynox 1.15).

0,68 r K=1,4353E-10-T* - 5,0097E-07-T3 + 6,5566E-04-T2
- 3,8152E-01-T + 8,3938E+01
0,67 2 = 9 9658E-01
0,66 |
= 0,65
= 0,64 |
0,63 |
0,62 |
0’61 1 1 1 1 ]
700 750 800 850 900 950

Temnepartypa, K

Pucynox 1.15 — TemniepaTypHas 3aBUCUMOCTb KOHCTAHTBI SIYEUKH C

ImapaJuiCJIIbHBIMHU 3JICKTPOJaMHA
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Pucynox 1.16 — Cxema u3MepUTENbHON SYEHKU C AIEKTPOIOM KAMUJUISIPHOTO TUTIA!

\

[0S )

1 — TUrens U3 CTEKJIOYIIIepoa; 2 — UCCIIeyeMbli paciuias; 3 — repmonapa Pt — Pt/Rh
(tun S) B anmyHI0BOM YexJie; 4 — TpyOKa rmojaduu MHEPTHOTO Ta3a; 5 — IUTI03 I MoAauu
n00aBoK; 6 — mpoOka u3 propornacta; 7 — aTyHAOBBIN Y€XO0J IJIs SJIEKTPOJIOB B
KBapIEBOM KOXXyXe; 8* — KamuJUISIPHOE YCTPOMCTBO;

BayTtpu 8*: 1 — Pt anexTpoibl; 2 — Kanuuisip U3 MUPOJIMTHYECKOT0 HUTpUIa Oopa

CrexnoyriaepoiHbplidi TUrenab 1 ¢ HcclieyeMbIM 3JEKTPOIUTOM 2 TOMENaln Ha
JTHO KBapIEBOM MPOOUPKU, KOTOPYIO IUIOTHO 3aKphIBald MPOOKONW W3 BaKyyMHOM
pEe3uHBI 6, UMEIOIICH OTBEPCTUS JIS DJIEKTPOJIOB, TEPMOMaphl 3 U MOJa4Yd UHEPTHOTO
raza. TpyOku 1jisi mojaum Tas3a, 4eXJbl AJIEKTPOJIOB OBUIM W3TOTOBJICHBI U3 alyHIA.
[[naTUHO-TITATUHOPOJUEBYID ~ TEpMONapy  MOTPYXKalld  HEMOCPEJCTBEHHO B
pacruiaBieHHy0 coib. KanmmisapHoe ycTpoicTBO 8 morpyskaiv B paciiiaB Ha TIIyOHHY

40 MM ¥ U3MEPSITH COMPOTUBIICHUE 00BEMA DIIEKTPOINTA, HAXOIAIIETOCS B KAMMILISPE
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MEXAy JABYMs  IUIATUHOBBIMM  3JIEKTPOJAaMH.  YCTPOMCTBO  HAXOAWJIOCh B
(UKCHUPOBAaHHOM COCTOSIHUM B TEUEHHE BCEro HsKcnepuMenrta. KanumispHoe
YCTPOMCTBO 8 MpeACTaBIIAIO cOO0M MUPOIUTHUUECKUN HUTPUA OOpa U JIBE IJIATHUHOBBIE
MIPOBOJIOKHU, OJTHA U3 KOTOPBIX ObLiIa 3aKpyueHa CIUPAIBIO B BEPXHEH YaCTH Kamuuisipa,
BTOPYIO YCTAaHOBWJIM B HUYKHIOIO YaCTb.

OmnpeneneHre KOHCTaHTHl SYEMKU C KaOWUISIPHBIM yYCTPOMCTBOM IPOBOAMIN B
pacmiase KI. M3mepenns npoBoawim B nHTepBane temreparyp ot 973 K mo 1053 K.
JUia ompeneneHrss KOHCTaHTbl SYEMKH MCIIONb30BAIM JAaHHBIC, INPEACTABICHHBIE B
muteparype [44,45]. KoHcTaHTa A4€lKM CHUXKAJach C YMEHBIIEHUEM TEMIEpaTypbl B

npenenax 973-1053 K u cocrapnsana 11-12.05 cm™? (pucynok 1.17).

12,2 -
12 L K = -0,0185-T + 30,428
1,8 -
1,6
1,4 -

K, cm™

1,2
1

10,8 1 1 1 1 1 | ]
970 980 990 1000 1010 1020 1030 1040
Temnepatypa, K

Pucynok 1.17 — TemniepaTypHasi 3aBUCUMOCTb KOHCTAHThI SUEHKH C KATUJUIIPHBIM

YCTPOHCTBOM

1.4.2 3mepeHue yaeabHOM 3JIeKTPONPOBOIHOCTH

M3mepenust 37eKTPOIPOBOAHOCTH MPOBOJMIM B SYEHKaxX JBYX THIOB. Bce
coctaBbl KF-KCI-KI (0-100 Mo0m1.%) wuccienoBaii B sUYCHKH ¢ TapauieIbHBIMU
9JIEKTPOJIaMH, HEKOTOPBIC COCTABBI JIUIS MPOBEPKH MU3MEPHIIA B SUYCHKHU C IJICKTPOIOM
KaIWUIIPHOTO THIIA, Pa3HHIIA B pPE3yJIbTaTax, MOJYyYECHHBIX B JABYX Pa3HbIX sUeHKax He

npeBbimana 2 %. Bce skcnmepuMenTtsl ¢ go0aBieHueM rekcadTOpcHiIMKaTa Kallus U
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JUOKCUJA KPEMHHUs MPOBOJMUIM B SUYEHKH C DSJIEKTPOAOM KaNWUIAPHOTO THUIA.
OnekrporpoBoaHocTh cucteM KF-KCI-KI u3mepsinu B TemrieparypHoM Iuamna3oHe OT
973 no 1043 K. TemnepaTypHbl€ 3aBUCUMOCTH 3JIEKTPUIECKOM ITPOBOJIUMOCTH COJICBOM

cmecu oT koHueHnTpanuu Kl npencrasnens Ha pucynke 1.18.

1,8
26 | a) 2 =0,0047-T - 2,2928 6)
1,7 ¢ -
25
- - 1"6 i E
524 | 3
'-'E’ 215 ¢
S 23 &
822 | ) 1,4 /A@
21 1,3
2’0 1 1 1 1 ] 1’2 1 1 1 L ]
950 970 990 1010 1030 1050 950 970 990 1010 1030 1050
Temnepatypa, K Temnepatypa, K

Pucynox 1.18 — TemmepaTypHbIe 3aBUCHMOCTH AJIEKTPOIPOBOIHOCTH paciuiaBa KF-
KCI (2/1) npu coneprxannu KI, moi.%
a): 0.6): 1-30;2-50;3-75;4-80;5-90; 6100

Ha pucynke 1.19 npezacraBiieHbl 3aBUCUMOCTH YAEJIBbHON 3J€KTPONPOBOAHOCTH
npu temneparypax 1023, 998, 973 K B 3aBucuMOCTH OT COAEP)KAHUS MOANUA KaIus B

COJIEBOU CMECH.
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Pucynok 1.19 — KonneHTpalnoHHbIe 3aBUCUMOCTH U3MEHEHUS
anektpornpoBoaHocty paciuiaBa KF-KCI-KI mpu monsaoM cootHomennn KF-KCI (2/1)

u Temneparypax, K: @ —1023; A —998; m — 973
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Jo6aBka wommnma kamus B pacmaB KF-KCl mpuBogut k 3HaunTensHOMY
CHIDKEHHIO dJeKTponpoBoaHocTh. [Ipu temmeparype 1023 K mpoucxomaut cHuxkeHne
YAENBHOMU 371eKTponpoBogHocTu oT 2.51 Cm-em™ 1o 1.55 Cm-em (ipu copepxanun Kl
90 Moi.%). Ilpu stom pacmiaBel Ha ocHOBe KF-KCI-KI ob6magaror Gonee HU3KHMH
TeMIlepaTypaMH JIMKBHUJyca [0 CPAaBHEHHIO €O (PTOPUAHO-XJIOPUAHBIMU. Takum
o0pa3oM, HaxoJsChb B TOMOI'€HHOM COCTOSIHUU IpHU 0oJiee HU3KUX TeMIlepaTypax, OHU
oOnanaroT OoJsiee BBICOKMM COMPOTUBICHHEM. [lOCKOIBKY, YeM MEHBIIE pa3HUIlA B
COMPOTHUBJICHUHU JJIEKTPOJIUTAa M OCAXKIAEMOT0 MaTepualia, TeM paBHOMEpHee OyaeT
pPOCT KPEMHHUEBOI'O OCaJIKa MO IMOBEPXHOCTU MOJJIOKKH, YTO JEJIAET HCCIEAyeMbIe
ANEKTPOJIUTHL  00Jiee TEPCIEKTUBHBIMU IS CHUHTE3a IUICHOK KpemHus [46].
HccnenoBano Biusiaue conepxanus K;SiFs Ha 31exTponpoBoaHocTh paciiaBoB KF-
KCI (2/1)-KI (75 mo01.%)-K;SiFs. 3aBHCHMOCTH M3MEHEHHSI 3JICKTPOIPOBOJIHOCTH OT
TeMIlepaTyphl NpecTaBieHbl Ha pucyHke 1.20.

CunTe3 KpeMHHEBBIX MaTepuaioB u3 paciuiaBoB cuctembl KF-KCI-KI mosxer
MPOU3BOJIUTHCS. B TMPUCYTCTBUU TaKUX KPEMHHUUCOJEPKAIIMX KOMIIOHEHTOB, Kak
rekcadTopcriiukaT Kanus W AUOKcua KpemMHusa. CUHTe3 B MPHUCYTCTBUHM JUOKCHIA
KPEMHHUS €LIE€ HE HCCIEAOBaH, OJHAKO BBICOKOE CPOACTBO KPEMHHMS K KHUCIOPOIY
MO3BOJISIET TMPENOJIOKUTh, YTO TMPHU OINPEACICHHBIX YCJIOBHSIX KHCJIOPOA Oyner

IIPUCYTCTBOBATH B PACILIABE.

15
1.4

1.3

1.2 -

@, Cm-cm™!

11
1) & = 0,002-T - 0,4924

2) @ = 0,002:T - 0,6229
10 r 3) e = 0,002:T - 0,7995
4)

& =0,002T-0,7522

0’9 n n L L 1 L 1 n n L n n I 1 L I n L ]
850 900 950 1000 1050

Temnepatypa, K
Pucynox 1.20 — TemriepaTypHble 3aBUCUMOCTH U3MEHEHUS JIEKTPOIIPOBOTHOCTH
pacmiaBa KF-KCI (2/1)-KI (75 m01.%)-K,SiFs mpu conepkanun K;SiFs, moi.%:

1-0;2-0.23;3-1;4-2
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OKCNEepUMEHTAIbHBIE  3aBUCHMOCTH  DJIGKTPOMPOBOJHOCTH  MOTYT  OBITH
anmpPOKCUMUPOBAHBI JIMHEHHBIMU yYpaBHEHUSMH, MPEIACTAaBICHHBIMU Ha pucyHke 1.20
[36]. JloOaBku rekcadropcunukara kamus K paciuiaBy KF-KCI-KI mpusomsr
YMEHBITICHUIO 3JIEKTPOIPOBOTHOCTH, YTO, BEPOSITHO, CBA3AHO C MOSBICHUEM B PacIljiaBe
KOMILIEKCHBIX TPYIITUPOBOK Kpemuus [37].

Taxxe M3y4eHO BIUSHUE COACpPX aHUS JTUOKCUAA KPEMHHUS B COCTaBE PacIlIaBOB
KF-KCI (2/1)-KI (75 wmom.%)-K3SiFs (1 M01.%)-SiO; Ha 3JIeKTpONpOBOIHOCTS.

Pe3ynbpTaThl U3MEpPEHUS JIEKTPOIMPOBOIHOCTH MPEJCTaBICHBI HA pUcyHKe 1.21.

1,3 r

1,2

11 |
- ze = 0,002 T - 0,7322
10 t
9 L
=
3509 |
i |
0,8 |
_ 2 = 0,002'T - 0,9409
0,7 |

0,6 1 L L L 1 L L L L 1 L L L L 1 )
850 900 950 1000

Temnepartypa, K

Pucynox 1.21 — TemmniepatypHbie 3aBUCIMOCTH U3MEHEHUS 3JICKTPOIPOBOAHOCTH
pacmnaBa KF-KCI (2/1)-KI (75 m01.%)-K,SiFs (1 M0i1.%) npu pa3inuyHbIX

koHueHTparusax SiO;, mon.%: 1 -0;2 -1

Jlo6aBku guokcuna kpemuuss k paciiaBy KF-KCI-KI-K3SiFs mpuogsat x
CHIDKCHHIO DJICKTPOIPOBOJAHOCTH BBHY IMOSIBJICHUS H30JUPOBAHHBIX, JOCTATOYHO

YCTOMYMBHIX CHJIMKATHBIX TeTpadapos [SiO4]* [37].
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1.5 BeiBoabI no riaase 1

Meronom tepmuueckoro ananuza u CTA onpeneneHsl TeMneparypbl NEPBUUHON
kpuctauzanuu pacimiaBoB KF-KCI-KI mpu monsrnom cootHomennn KF/KCI, paBHom
0.8 m 2. Jlna noctpoeHHs] KBa3MOMHAPHBIX JAHarpaMM OBUIM TakK€ OIpPEAEIICHbI
TeMriepaTypbl conuayca. IlokasaHo, 4YTO KBa3MOMHApHBIE JgUArpaMMbl COCTOSTHUS
pacrutaBoB  KF-KCI  (0.8)-KI, KF-KCI (2/1)-KI wmoryr ObITh OTHECEHBI K
aBrekTrueckomy THiy. Jis pacruiaBa KF-KCI (0.8)-KI kBa3uOunapHas »BTEKTHKA
Haxoautcs npu KoHueHTpauu Kl 44 mon.% u temnepatype 765 K, mist pacruiaBa KF-
KCI (2/1)-KI sBTekTHdYeckass TOYKa COOTBETCTBYET KOHIICHTpAllMUW HOaAMJA Kaaus 54
Mo01.% u temneparype 775 K. Pa3zHuna mexnay pe3ysbTartamu NOJIYyYEHHBIMUA Pa3HBIMU
MeToaMH He npesbimana 5 K.

HccnenoBano BAMSIHME KOHIICHTPAIMM KPEMHUIICONEP)KAIIUX COCTUHEHHA Ha
temnepatypy JaukBuayca pacmiaBoB KF-KCI-KI-K;SiFs, KF-KCI-KI-K;SiFs-SiOs.
Jlo6aBka rekcadropcunukara kamus B koimudectBe 0.23 M0i1.% k pacmiaBy KF-KCI-KI
NPUBOJNUT K CHUKEHUIO TeMIlepaTypsbl miasieHus A0 855 K, nocneayromue 106aBku 10
1 mM0n.% TpUBOIAT K YBEIWYEHHIO TEMIIEPATYphl JUKBUIyca A0 927 K, manbHeiiiiee
yBenuueHue KoHmeHTpamuu KoSiFg He Biuser Ha Temmeparypy IMEpBUYHOM
kpuctayuusanun. Jlobaska SiO; B komuuecTBe 1 M0oi1.% k pacmuiaBy KF-KCI-KI-K;SiFg
MPUBOIUT K HE3HAYUTEIILHOMY CHIKEHHIO TeMIIepaTyphl TukBuayca Ha 13 K.

JICK u TI' nokassiBatot, uro pactBopeHHblii K;SiFs B pacruiae KF-KCI-KI-
K,SiFes pasznaraercst ¢ BbineieHHeM TeTpadTopuaa KPEMHHS MPH TEMIIEPAType BBIIIC
993 K. MeToaoM TepMOTIpaBUMETPUM YCTAHOBJICHO, YTO J00aBKa JUOKCHUJIA KPEMHUS
MPUBOJIUT K YBEIMUEHUIO MOTEPU MACCHI paciijiaBa W3-3a JOMOJHUTEILHOTO BbIICTICHHS
tTeTpadTopusia KPEMHHUS 32 CUeT 00pPa30BaHUS CUIIMKATHBIX CTPYKTYPHBIX €IUHUII, YTO
MOJITBEPXKIAETCS TEPMOJIMHAMUYECKIMH pacdyeTaMu. MeTOJI0OM Macc-CIeKTPOMETPUHU
ycraHoBiieHo, uto gobaBka SiO, B pacmmaB  KF-KCI-KI-K;SiFs npuBomut
yBenuueHnio cojepkanus SiFs B mapomoit ¢dase Hanm pacriaBom. Peakmmit ¢
oOpa3oBaHHMEeM Ta3000pa3HBIX  MPOJYKTOB  CMENIAHHBIX  HMOJIUIHO-(DTOPUIHBIX

COGI[I/IHGHI/Iﬁ KPpCMHUA HC BBIABJICHO.
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Nccnenosanus pacruiaBa KF-KCI (0.8)-K;SiFg (10 mon.%) metomom CTA wu

POTAITMOHHBIM H3MEPEHHUEM BS3KOCTH YCTAHOBJICHO, YTO Pa3JIOKEHUE PACTBOPECHHOTO
K2SiFs B pacmiaBax rajJoreHu0B Kajaus MMPoTeKaeT ¢ oOpa3oBaHueM (pTopuaa Kaius
razoobpaznoro SiFs. s pacmiaBoB KF-KCI (0.8)-K3SiFs (10 mom.%) mpormecc
Pa3IoXKEHUsSI HE COMPOBOXKIACTCS 00pa30BaHUEM TBEPJBIX MTPOIYKTOB.

W3yuena yaenbHas 3JEKTPOIPOBOAHOCTh pacmiaBicHHbIX cMmeceit KF-KCI-KI-
K3SiFe-SiO; B 3aBucuMocTH OT cocTaBa B auama3oHe temmeparyp 860-1043 K. s
cocraBa KF-KCI (2/1)-KI mpu temneparype 973 K npoucXoauT CHMKEHUE yACIbHON
snexTponposogHoctd oT 2.28 Omt-em? 1o 1.36 Omt-cm? (mpu comepxanun Kl 90
Moi1.%). s cuctemsr KF-KCI (2/1)-KI (75 M011.%) cHMWKEHHE 3JIEKTPOIPOBOJTHOCTH
npoucxomut oT 1.683 Om*-cm™mo 1.423 Om?t-cm? npu Temmeparypax or 1038 K o
973 K cootBercTBeHHO. YBenmmdenue konneHtpamun K,SiFs w/mmm SiO; mpuBomuT K

YMCHBIICHHUIO JJICKTPOIIPOBOAHOCTH.
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I'JTIABA 2. IIVIOTHOCTH U HOBEPXHOCTHOE HATSKEHUE

PACIIJTABOB KF-KCI-KI-K3SiFs, KF-KCI-KI-K:SiFs-SiO2

2.1 JIutepaTypHblii 0630p

B ocHOBy TexHOJOTHI TMONy4YeHHUS KPEMHUEBBIX MATEPHAIOB W3 PACIIaBOB Ha
ocioBe KF-KCI-KI gomkHBl OBITH MOJOXKEHBI JaHHBIE O (PHIUKO-XUMHUUYCCKUX
CBOMCTBax pacruiaBoB. M3MeHeHHe cocTaBa COJIEBOM CMECH MO3BOJISIET BapbUpPOBATh
XapaKTEPUCTUKXA  DJEKTPOJIUTA, YTO BaXHO JUIA  YMOPABICHUS  IPOIECCOM
ANEKTPOKpUCTATUTM3AIMU. HecMOTpst Ha MpenMyIIeCTBO MOI0COIepKAIINX PACILIABOB B
BUJe Oojee HHU3KOW TeMIlepaTyphl IUIABJICHWS, WX CBOWCTBA HEJIOCTATOYHO
WCCJICIOBAHEI.

[ToMuMO TIOJIy4€HHBIX B MEPBOM IJ1aBe JAHHBIX MO TEMIIEpaTypaM JIMKBUIYca U
anektponpoBogHocTH  paciviaBieHHbIX  cMmecer  KF-KCI-KI-K3SiFs-Si0;,  Takke
TpeOyeTcsl ucclieJoBaHNE 0OBEMHBIX U MTOBEPXHOCTHBIX CBOMCTB KPEMHUNCOAEPKAIINX
pacruiaBoB. 3HAaHUE U3MEHEHHUS TUIOTHOCTH PACIIaBOB HEOOXOIUMO TSl MPAKTUUECKOU
peanu3aliy MpolecCcoB, almaparoB U ycTpoicTB. He MeHee BaxkHO, 4TO OOBEMHBIC
CBOMCTBAa  SBJISIIOTCA  CTPYKTYPOUYBCTBUTEIBHBIMH ¥ TO3BOJST  PACHIUPHUTH
MPEJICTABICHUS O MPOIECCAX B3AUMOAECHUCTBUI B PacIljlaBax.

B paGote [47] npencTaBieHbl pe3ybTaThl UCCIIEOBAHUHN TIJIOTHOCTH U MOJIBHOTO
o0beMa OuHapHbIX paciuiaBoB cucteMbl KCI-K;SiFg. [T10THOCTH pacmiaBieHHOM cMecH
WCCJICIOBAIM METOJAOM MAaKCHMAJIbHOTO JaBJCHHUS My3bIpbKa Ta3a B 3aBUCHMOCTH OT
conepkanusi rekcadgropcunukara kanus ot 0 1o 60 mon.% B MHTEpBayie TeMIeparyp
1007-1237 K.

B wuccnenoBanuu [48] mMeroTcs NaHHBIC MO IJIOTHOCTH M MOJIBHBIM OOBbeMam
norinbix cMmeceii: KF-KCI, KF-KI, KCI-KI. TIpeacraBieHbl pacueTHbIE 3HAYCHHS
MOJIBHBIX OOBEMOB JABOMHBIX CMECEH, MOJYy4YEHHBIE C HCIOJIb30BAaHUEM 3HAYCHUU
miotHocTH. [lokazano, uto mpu 1100 K no6aBka monuna xamust k KF cunsHee Bausier

Ha U3MEHEHe MOJILHOTO 00beMa, yeM Kk KCIl. YcraHoBieHo, 4TO B ABOMHBIX CHCTEMAX
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00BEM MOJISI COJIEBBIX CMECEH YBEIMYHMBACTCS MO MEpPE POCTa B HEU JOJU TSIKEIOTO
aHWOHAa. AHAU3 pe3yNbTaToB, O0OOIIEHHBIX B pabore [46], cBUAETENBCTBYET O
CIIOKHOM B3anMojeiicTBuu B TpoiiHoi cucteme KF-KCI-KI.

ABTopbl [27] wWccienoBaiM ILIOTHOCTh B paciuiaBieHHoH cucteme KF-KCI-
K2SiFe-Si0,, JIo0aBKM AHOKCHIA KPEMHHS MPUBOAAT K YBEIMYCHHIO IIOTHOCTH H
YMEHBIIIEHHIO0 MOJIbHOTO 00beMa. B pabore [33], rae uzyuanace cucrema NazAlFs-SiO,,
TaK)K€ YCTAHOBJIEHO, YTO IUIOTHOCTh pACIIaBOB YBEIWYUBACTCA C J0OaBICHUEM
JTMOKCUJIA KPEMHUSL.

[Ipu pa3paboTKe TEXHOJOTUH TOMYyYEHUS KPEMHHUS HEOOXOIUMO HW3MEPHTH
mwiotHocTh paciiaBoB KF-KCI-KI, KF-KCI-KI-K;SiFs, KF-KCI-KI-K;SiFe-SiO,, mis
ONITUMM3AIMHU TTOJIYYCHHUS] KDEMHUEBBIX OCAIKOB.

[ToBEpXHOCTHOE HATSAXKEHUE — 3TO BAXKHBIN (DPU3UKO-XUMHUECKUH MapaMeTp AJis
MPOIIECCOB IEKTPOJIN3a PACIUIABICHHBIX COJieH. 3HaHUE 3aKOHOMEPHOCTEH H3MEHEHUs
MOBEPXHOCTHOTO  HATSHKEHUST  MOMOTYT  OOBSICHUTH  B3aUMOJICUCTBHUS  MEXKIY
KOMITOHEHTAMH CJIOXKHBIX paciuiaBieHHbIX cmecedd [49,50]. B cBsa3m ¢ aTuM,
3HAUMUTEIBbHOE KOJIMYECTBO HCCIEJOBAaHUN OBUIO HAmpaBlICHO Ha HW3Yy4YCHUE
MTOBEPXHOCTHOTO HATSHKCHUS PACIUIABIICHHBIX TaJOTEHUIOB MIEIOYHBIX METAJIOB U UX
cmeceit [50].

B paGotre [49] aBTOpHl CHAalWOBBIM METOAOM HW3MEPSUIA TOBEPXHOCTHOE
HaTsDKeHue pacruiaBieHHbIXx coneit XF3-LiF (X=La um Nd) c comepxkanunem XF3=20-
40 mon.%) B  gmamazoHe  temmepatyp — 1223-1423 K.  Hccnepoparenu
MIPOJIEMOHCTPUPOBAIM, YTO IOBEPXHOCTHOE HATSKEHUE JIMHCHWHO YMEHBIIAIOCH C
MOBBIIICHUEM TEMIIEPATyphl M HEJIWHEHHO YBEIMUYMBAIOCH C YBEIIMYECHHUEM MOJILHOMN
nomun XF3. Tlpu 1323 K moBepxHOocTHOE HaTshkeHHe paciuiaBoB cosieit XF3-LiF-X,03
CHaYaJla YBEIIMUYMBAJIOCH ¢ yBeIMUYeHHEM X203 M TIOCTUTAI0 MAKCUMAJIBLHOTO 3HAYCHUS
BOM3U pactBopuMocTH X203 B pacmmaBax coneit XFs-LiF, a 3atem ymensImanocs npu
IMOCTOSTHHOM no0aBiieHun X20s3.

Pa6ora [50] mocBsieHa U3MepEeHUI0 MIIOTHOCTH U MOBEPXHOCTHOTO HATSIHKEHUSI
pacIIaBICHHBIX TAJIONEHUIOB IIETOYHBIX MeTa/UIOB U ux OuHapHbix cmeceit (LICI-KCI;

NaCl-LiCl u ap.) B 3aBHCUMOCTH OT TeMIIEpaTypbl 1 HOHHOTO cocTaBa. [[oBepXHOCTHOE
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HATSDKEHHUE PACIIJIaBOB aBTOPHI M3MEPSUIM METOAOM MaKCHMAIbHOTO JABIICHHUS Ta3a B
IUIATUHOBOM ~ KamWUIsIpe, a IUIOTHOCTb — METOJOM TMOTPYXKEHUS IUIATUHOBOTO
mnHapa. [lonydeHHble JaHHBIE PUBEIEHBI B BHUJIE YPaBHEHUN ISl TEMIIEPATypHBIX
3aBHCHUMOCTEH. ABTOpBI TaKXKe yCTaHOBWIJIM, YTO MOJIHBIM 00BEM CMeceil OTKIOHSETCS
OT aJ/IUTUBHBIX BEJIMYMH B CTOPOHY OOJBIIMX 3HAUCHHUH, MPUYEM OTKJIOHEHHE TeM
Ooublie, ueM OoJIbIlle pa3HUIlAa B pa3Mepax CMEHSIOMUX APYT Ipyra HOHOB. ABTOpaMu
MOJy4YeHbl ~ OTHOIICHHS TMOBEPXHOCTHOTO HATSHKEHHsI K  MOJBHOMY 00beMy
pacIIaBIEHHBIX TAIOTEHUIOB MIEIOYHBIX METAJIIOB.

B pabote [51] npencTaBiieHbl JaHHbBIE [0 TOBEPXHOCTHOMY HATSIKEHUIO IBOMHBIX
cucrem KF-KCI, KF-KI, KCI-KI kak ¢yHKIME OT TeMIepaTyphsl H COCTaBa paciljiaBa.
OTMeueHO, UYTO TIOBEPXHOCTHOE HATSXKEHUE OWHAPHBIX pACIUIABICHHBIX CMecel
JUHEWHO YMEHBIIAeTCS C TOBBIICHHEM TEMIIepaTypbl, Kak W B CiIyd4ae
VH/IMBUIYAJIbHBIX COJEH. YCTaHOBJIEHO, YTO MOBEPXHOCTHOE HATSXKEHUE B OMHApPHBIX
CMECSIX OTKJOHSETCS OT aJAUTHUBHBIX BEJIIMYMH B CTOPOHY MEHBIINX 3HAYCHUU.
OTKJIOHEHUSI PACTyT MO Mepe pPa3HUIBl B pa3Mepax 3aMEHsSEMbIX HOHOB. 3aMeHa
KaTHOHA BIIMSET HAa MOBEPXHOCTHOE HATSKEHUE CUIIbHEE, UEM 3aMEHa aHHOHaA.

B pabote [52] n3mepeno noBepxHocTHOe HaTshkeHHne B pacmiaBax KF-Ka;MoO,-
SiO; MeToIoM MaKCHMAIBHOTO JaBICHUS My3bIpbKa. [10ay4eHbl KOHIIEHTPAIIMOHHBIC
3aBucuMOoCTH 117151 coctaBa KF-SiO; B muanasone konunentpanuii SiO; ot 0 10 30 M0a1.%
npu Temreparypax 1100, 1150 u 1200 K.

Bmecre ¢ TeMm, JOCTYNHBIX JaHHBIX 110 3aKOHOMEPHOCTSM HW3MEHEHUS
noBepxHocTHOro HaTsbKeHUs B paciuiaBax KF-KCI-KI- K;SiFg -Si0; He o0HapyxeHo.

OTu naHHBIE HEOOXOTUMBI ISl Pa3paOOTKH MPOIECCOB MOTYYCHHS CIUTOITHBIX

IUICHOK KPCMHUA 3JICKTPOBOCCTAHOBJICHHUCM M3 PACIIJIaBOB.
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2.2. UccaenoBanue miaotHoctu pacmiaBa KF-KCI-KI-K:SiFs-SiO»

2.2.1 MeToauka onpe/ejaeHus MJIOTHOCTH

N3mepenne  MIOTHOCTM  pacijlaBOB  CoOJIed  MPOBOJUIM  METOJIOM
TUAPOCTATUYECKOrO B3BEIIMBaHUA (MeTOoa Apxumena), KOTOPbIM 3aKIIYaeTcs B
MOHUTOPUHIE M3MEHEHHS Beca IUIaTUHOBOrO rpy3a chepuueckoir  Hopmbl,
HOrpy’KaeMoro B pacIllaB COIJIaCHO METOAMKE, omucaHHoi B pabore [50]. Cxema

WU3MEPUTEIBHOMN STYEHKH NIPEACTABICHA HA pUCYHKe 2. 1.

Pucynok 2.1 — CxeMa yCTaHOBKH JJ1s1 UBMEPEHUS ILIOTHOCTU METOOM
TUAPOCTATUYECKOTO B3BEIINBAHUA:
1 — neyb conpoTUBIIEHUS; 2 — KBaplieBas PETOpTa; 3 — CTEKJIOYTIIEPOAHBIN KOHTEHHED;
4 — tepmomnapa; 5 — nuio3; 6 — Becbl; 7 — MOJABEC; 8 — IUIATUHOBBIN TPY3;

9 — MOABEMHUK
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N3meputenbHas siaeiika mpeacTaBiisiiia co00i KBapIEeBYIO PETOPTY, CHAOKEHHYIO
npoOKol M3 BakyyMHOH pesuHbl. Peropra Oblia coeanHEeHa C MPOCTPAHCTBOM
anekTpoHHBIX BecoB Mettler AT20 (Mettler-Toledo GmbH, IlIBetinapus). [TnaruHOBbI#
rpy3 NOJBEIMIMBAIN HA IJIATUHOBYIO MPOBOJIOKY IIMHOMN 0kosio 0.6 M u quamerpom 0.5
MM, COEJUHEHHYIO C 3JIEKTPOHHBIMM BecaMmH. llorpykeHne B paciuiaB U U3BJICUEHUE U3
pacruiaBa IUIATHHOBOI'O I'py3a IPOM3BOAWINA IIPU MOMOLIM NoabeMHUKA. Ha sTtom ke
NoTbeMHUKE ObLIa YCTaHOBJICHA MeYb. Bee n3MepeHus nmpoBoauiii B aTMocdepe aprona
Mapku «oc.4.». IlinatuHoBBIA cdepuueckuil Ipy3 MNOCIEI0BAaTENIbHO B3BELIMBAIM B
razoBoil armocgepe, a 3aTeM B HCCIEIyeMOW paciuiaBieHHOW coiu. PazHocTh Macc
rpy3a B ra3oBoil armoc(epe W B paciuiaBe, OTHECEHHAas] K 00beMy Ipy3a, MO3BOJSET
HalTU IUIOTHOCTh paciulaBa coJied. PacueT IUIOTHOCTH NPOWU3BOAMIN COTJIACHO

ypaBHeHuto (2.1):

p = 1)

TJI€ p — INIOTHOCTH PacILIaBa, I/cM>; My — Macca rpy3a B Ta30Boii atMocdepe, T; My —
Macca rpysa B pacIuiaBe, T; V — 00beM rpy3a, cm>,

BrinonHeHsl KaIMOPOBOYHBIE SKCHEPUMEHTHI IO OMNPENEICHUIO IUIOTHOCTH
pacmiaBoB CSCl, KF-KCl ¢ mombubiM cooTHomeHuem KF-KCI (2/1). IMonyueHHble
JTaHHBIE XOPOIIO COTJIACYIOTCSI C JINTEPATypPHBIMU AaHHBIMU [53,54], OTKIOHEHHE He
npesbimiaeT 1 %. Pacder mnorpemHoOCTH W3MEpEHUs IUIOTHOCTH IPEACTABIEH B

MPUJIOKEHUH A.

2.2.2 N3MepeHue MJIOTHOCTH MCCJIeAyeMbIX PaCIJIaBOB

Wsmepenns totHoctu npoBoawin B paciutaBax KF-KCI (2/1)-KI ¢ monbHBIM
orHomenneM KF-KCl (2/1) B wuntepBasie Ttemneparyp ot 973 K go 1073 K.
TemnepaTypHbie U KOHIIEHTPAIMOHHBIE 3aBUCUMOCTH TUIOTHOCTH PErHCTPUPOBAIH TIPH
pa3nbix koHnentpanusx Kl. Ha pucynke 2.2 mpencraBieHa 3aBUCUMOCTh IUIOTHOCTH

pacmiaBa KF-KCI (2/1)-KI ot TemnepaTypsl.



970 990 1010 1030 1050 1070 1090
TemnepaTtypa, K

Pucynok 2.2 — TemnepaTypHble 3aBHCUMOCTH TUIOTHOCTH PACIUIABICHHBIX COJIEBBIX
cucteM KF-KCI (2/1)-KI mpu conepsxannu KI, moi.%:
1-0;2-10;3-30;4-50;5-75;6-80; 7—-90; 8100

JHlo6asku Kl k pacrutaBy ¢ monbHbIM cooTHoIeaneM KF-KCI (2/1) mpuBoasar k
YBEIUYEHUIO IUIOTHOCTH. BBISABIEHBI 3aBUCUMOCTH W3MEHEHUS IUIOTHOCTH JUIS
pacmiaBoB KF-KCI (2/1)-KI, koTopsie MOTYT OBITH ammpOKCUMUPOBAHBI JIMHCHHBIMU
YpaBHCHUSIMH B TEMIIEPATYpHOM JHama3oHe NpuMeHUMOocTH. KoadduimeHTs

TeMIepaTypHbIX 3aBucuMoctelt ioTHocTH paciuiaBoB KF-KCI (2/1)-KI npencraBnenbt

B Tabuie 2.1 [55].

Tabmuna 2.1 — Koadduimentsl TeMnepaTypHbIX 3aBHCUMOCTEH TUIOTHOCTU CHUCTEMBbI

KF-KCI (2/1)-KI, npu paznuunbix koHeHTparmsx Kl

Jnamnazon
Cocras, MOJ.% p=a—b-T (K), o/cm® IPUMEHNMOCTH,
No K
KF KCI Kl a b-10°
988-1073
1* 66.6 33.40 0 2.436+0.003 0.618+0.003
2% 60.0 30.00 10 2.592+0.003 0.674+0.003
3* 46.6 23.40 30 2.845+0.003 0.765+0.003
4* 33.3 16.70 50 3.0421+0.0025 0.835440.0025 973-1073
5* 16.7 8.30 75 3.221+0.002 0.903+0.002
6* 13.3 6.70 80 3.253+0.003 0.915+0.003
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IIpooonocenue mabauywr 2.1

Junanazon
Cocras, M01.% p=a—b-T (K), o/cM® MIPUMEHHMOCTH,
Ne K
KF KCI KI a b-10°
™ 6.66 3.44 90 3.307+0.0025 0.934+0.0025 973-1073
8* - - 100 3.364+0.003 0.968+0.003
*— HOMepa COOTBETCTBYIOT KPUBBIM Ha PUCYHKE 2.4.

Jiis paciaBoB KF-KCI (2/1)-KI1 nanbosnee 3HaunTeIIbHOE H3MEHEHHE IITIOTHOCTH
npoucxoaut mpu jgo6aBkax Kl Bmiote 10 75 Mon.%. DTO CBHUIETEILCTBYET 00
OTIPEICIIAIONIEM BKIJIaJIe COJCPIKAaHHUS HOJUI-HOHOB B OOBEMHBIC CBOWCTBA PACILIABOB
KF-KCI-KI.

Ha pucynke 2.3 npeacraBiieHbl H30TepMbl IuIoTHOCTH paciiaBa KF-KCI (2/1)-KI

B 3aBUCUMOCTH OT comepxkanus KI.

1,7 1 1 1 1 )

0 20 40 60 80 100
Copepxanue Kl, mon.%

Pucynok 2.3 — 3aBucumoctu usmenenus miotHoctu KF-KCI(2/1)-KI pacmiaBos ot

conepxanus KI npu paznuunbsix Temneparypax, K: m —998; e —1023; A — 1073

Ha pucynke 2.4 mpejacraBieHbl 3aBUCHMOCTH u3MeHeHus riotHoctH KF-KCI

(0.8)-KI u KF-KCI (2/1)-KI pacruaBos mpu 988 K.
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YcranoBneHo, uyto pgobaBka Kl B U30TEpMHUYECKHMX YCIOBHSIX MOBBIIIACT
wioTHOCTh paciuiaBoB cuctembl KF-KCI-KI wemuueitno. Kpussie Ha pucynke 2.4
CXOJIATCS B OJHOM TOUKe, COOTBETCTBYIoMIEH daze K.

AHamu3 naHHBIX TIOKa3blBaeT, uTo IIoTHOCTh pacmiaBoB KF-KCI-KI

MMOBBIIIACTCS 110 MEPC YBCIIMYUCHUS B HUX KOHIOCHTPAIHUH TAKCIIbIX aHHMOHOB.

1,6 1 1 1 1 ]

0 20 40 60 80 100
Copepxanue Kl, mon. %

Pucynox 2.4 — Baustnue KI Ha m10THOCTD pacIuiaBiI€HHBIX COJEBBIX cucteM rpu 998 K:

A — KF-KCI (2/1); e — KF-KCI (0.8)

Ilonmy4yeHHblE JaHHBIE O IJIOTHOCTUM MCHOJB30BAINA IS PACUETa MOJIBHBIX
0o0beMoB. Ha ocHOBaHMU M3MEHEHUS MOJBHOTO 00OBEMa PaCIUIaBOB B 3aBUCHUMOCTU OT
cocTaBa MOXHO cJenaTb BBIBOJbI O BO3MOXXHOM  B3aUMOJEWCTBHM  MEXKIY
KOMIIOHEHTaMU. B 1ensx onTuMHu3aldyd pacyeToB HCCIEJOBAaHHBIE PACIUIABBI
paccMaTpuBalIM Kak KBa3uMOMHapHbIE. bblia paccMoTpeHa KBa3MOMHApHAs CUCTEMa C

moabHBIM cooTHomieHneM KF-KCl (2/1). Takoii momxoj TMO3BOJSET BBIYMCIUTH
MOJIBHBIA 00BEM M3 DKCIIEPUMEHTAIBHO M3MEPEHHBIX INIOTHOCTEN (Dexp.) U MOJAPHOM

Macchl Kakaoro komrnoneHta (M;) mo ypaBHeHHIO:

_X1-|\/|1+X2-M2

V, :
pexp (2 ' 2)

rae: Vm - MOJBHBIA 00BEM, CM°-MONb ™, Pexp= TUIOTHOCTB, r-cM; X - MOJIbHas HOJIS;

M -MonspHas mMacca, I-MOJIb .
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MosbHBIE 00bEMBI UCCIEMYEMBIX CHCTEM, PACCUYMTAHHBIC ISl TPEX TEMIIEpaTyp,
MIPEICTaBIICHBI B TabimIie 2.2.
Ha ocHoBaHMM TaOJMYHBIX 3HAUYCHU OBUIM pacCYMTaHBI MOJbHBIC OOBEMBI U Ha

pucynke 2.5 mpexactaBieH Tpaduk 3aBucuMoctd BimsiHUS Kl Ha MOIbHBIM 00BEM

pacmiaBoB KF-KCI (0.8)-KI u KF-KCI (2/1)-KI mpu 998 K [55].

Tabnuma 2.2 — MonsHbIe 00beMBI TPOHHBIX pactuiaBieHHbIX cMeceit KF-KCI (2/1)-KI

Ne Cocras, Mo11.% V, em® mosp ™t V, em® monpt | V, em® momp™?
KE KCl Kl (T=973 K) (T=998 K) (T=1023 K)
1 66.60 33.40 - - 34.967 35.275
2 60.00 30.00 10 38.053 38.371 38.717
3 46.60 23.40 30 44.781 45.178 45.601
4 33.30 16.70 50 51.508 51.986 52.486
5 16.70 8.30 75 59.917 60.496 61.092
6 13.30 6.70 80 61.599 62.198 62.813
7 6.66 3.44 90 64.963 65.601 66.255
8 - - 100 68.327 69.005 69.697

mon. -1

V, cm?é -

28

0 20 40 60 80 100
Copepxanue Kl, mon. %
Pucynok 2.5 — Bausinue no6aBok KI Ha MosibHBIN 00BeM

PpacIijiaBJICHHBIX COJICBBIX CUCTCM:

A — KF-KCI (0.8); @ — KF-KCI (2/1) npu remmnieparype 998 K
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Crnenyrommii 3Tan UCCIEOBAaHUS 3aKITI0YAJICs B M3yUYCHUU BIUSHUS COCTUHEHUN
KPEMHHS Ha IUIOTHOCTh PAcCIUIaBOB. VICTOYHMKOM WMOHOB KPEMHHS B pacIiiaBax s
CHHTE3a HAHOMATCPUAJIOB SBJISIFOTCS pacTBOpUMBIC coeauHeHus kpemHus (K;SiFg,
Si0;), mosToMy cyiiecTBOBajga HEOOXOUMOCTh U3MEPEHHSI TUIOTHOCTH ¢ J00aBICHHEM

BBIIICYKA3aHHBIX KOMIIOHCHTOB.

Pesynbratel usmepenus miotHoctu it cuctembl KF-KCI (2/1)-KI (75 mo11.%)-

K2SiFg mpeacrapiiensl Ha pucyHke 2.6.

244 -
2,39 |
S
o
ao34 | -
229 L L
850 900 950 1000
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Pucynok 2.6 — 3aBHCHMOCTB TUIOTHOCTH paciiiaBlieHHbIX colieBbIx cucteM KF-KCI
(2/1)-KI (75 mo11.%)-K,SiFg ot Temneparypsl, npu coaepxannu K;SiFs, Mo %:
1-0;2-1;3-2

JIns yBenuyueHUs: pacCTBOPUMOCTH JuOoKcHaa kpemuus B pacruiaBe KF-KCI (2/1)-
KI (75 m01.%)-K,SiFs BHecnn MakcHMMalbHO BO3MOKHYIO KOHIEHTparuio K,SiFg
1 M01.%. Ha pucynke 2.7 mupeACTaBle€Hbl JaHHbICE MO HW3MEPEHUIO IIJIOTHOCTH

BbINICYKA3aHHBIX PACIIJIaBOB C I[O6aBJ'IeHI/IeM JUOKCH A KPCMHU:.
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Pucynok 2.7 — U3menenue miotaocTr paciiaBoB KF-KCI (2/1)-KI (75 mo1.%)-K,SiFs
(1 M011.%)-SIO; ot Temmiepatypsl ipu KoHIeHTpauu SiO2, Mo %:

1-0;2-1;3-2;:4-3

JloGaBrieHre TUOKCHUA KPEMHHS K MCCIIEyeMOMY 3JIEKTPOJIUTY HE MPUBOIUT K
3HAYNTEILHOMY YBEITUYCHHUIO TIOTHOCTH.

Takum 00pa3oMm, Ha OCHOBaHWUHU HW3ydeHHs IUIOTHOCTH paciiaBoB KF-KCI-KI-
K2SiFs-Si0O; MOKHO cienaTh CICAYIOUINE BBIBOIBL.

YcranoBneno, uro s pacmiaBoB  cucteM KF-KCI-KI ¢ MonbHBIM
cootnomenueM KF/KCl paBHbIM 2 IJIOTHOCTH pacijlaBOB BO3PAacTacT C POCTOM
KOHIICHTpauu roauaa kamus. [lokazano, uro B cucreMe KF-KCI-KI mombHBIH 00BeM
COJICBBIX CMECEH YBEIIMUMBACTCS TI0 MEPE POCTa JOJIM THKEIOro aHuoHa. [56,57]

HauOosnbiiiie OTKJIOHEHHS MOJIBHOTO 00beMa B CHUCTEMax, COCTOSIIIMX U3
rajJjoreHuoB Kajaus, HaOmonmatorcs B cucreMe KF-KI [54] B cumiy 3HAYUTENBHOM
pPa3HUIIBI B Pailycax aHHUOHOB.

B cucremax KF-KCI (2/1) 3ameHa KOMIUIEKCOB C IICHTpPaJbHBIM aHHOHOM Ha
KOMITJIEKCHI C IICHTPATBLHBIM KaTHOHOM YK€ TIOUTH 3aBEpPIICHA, TO3TOMY 3aMEHa aHHOHA
XJIOpa B KOMIUIEKCE HA aHHOH HOJa YXE€ CYIIECTBEHHO HE BIUSET Ha DHEPIHIO
KOMITJIEKCA W TI0 3TOW MPUYMHE HM3MEHEHHWE MOJIBHOTO 00bheMa HOCHUT aUTHBHBIH
XapaKkTep.

VYcTaHOBIEHO, YTO TUIOTHOCTh BO3PAcTaeT C YBEJIWYEHHWEM KOHIICHTpAIlUU

AUOKCHUIAa KPECMHHUS. OTO CBSI3aHO C IOSIBICHUEM H YBCIIMYCHUCM JOJIU CHUIMKATHBIX
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CTPYKTYPHBIX €IVHUIl B COCTaBe paciuiaBa. Mi3MeHeHue yriia HaKjIoHa TeMIepaTypHbIX
3aBUCHMOCTEN MOXKET CBUAECTENBCTBOBATH O IPUCYTCTBUM CTPYKTYPHOU IEPECTPOMKH B
pacruiaBe. BBeneHwe  IMOKCHIA KPEMHHs  IIO3BOJISIET  U3MEHSTh  CTPYKTYPY
KOMIUIEKCHBIX TPYIIUPOBOK C (PTOPUIHBIX HA OKCHAHO-(TOPUAHBIE M CHIMKATHBIC
[37]. B cBsi3u ¢ W3MEHEHHEM COCTaBa paciljlaBa MOXKXET HPOHUCXOAUTh M3MCHCHHE B
KUHETUKE KaTOJIHBIX IPOLECCOB. JTa 0COOEHHOCTh MOXKET OBITh UCIOJIb30BaHa, YTOOBI

dbopMHpPOBaTH KPEMHHEBBIC MATEPHAJIbI B BIIE€ HAHOBOJIOKOH.



60

2.3 UccnenoBaHne NOBEPXHOCTHOIO HATSIKEHUSI PACILIAaBOB

KF-KCI-KI-K3SiFs-SiO>

2.3.1. MeToauka onpeaeJeHUs1 IOBEPXHOCTHOI0 HATSIXKEHHUSA

B pabote ncnonp3oBaiu HanboJiee MPOCTON, YACTO MPUMEHSICMBIA U HAJSKHBIN
METOJI M3MEPEHUS] ITIOBEPXHOCTHOTO HATHKEHUS pacIJlaBOB — METOJ OTphIBa
IIATHHOBOrO nuuHapa [58].

Cxema s;YeHKHU 11 U3MEPEHHM MOBEPXHOCTHOI'O HATSHKEHHUS IMPEJICTABICHA Ha

pucynke 2.8.

Pucynok 2.8 — Cxema yCTaHOBKH JIJIsl U3BMEPEHHUS MOBEPXHOCTHOTO HATSKEHUS
paciuiaBa METOAOM OTPBIBA IIJIATUHOBOTO LIWJIMH/PA:
1 — ne4b CONpOTUBIICHUS; 2 — KBapLIEBask PETOPTA; 3 — CTEKJIOYTIJIEPOAHBIN TUTEIIb;
4 —tepmorapa; 5 — 1u1t03; 6 — Bechl; 7 — MOJBEC;

8 — mIaTHHOBBIN MUIMHIP; 9 — MOBEMHHK
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N3meputenbHas siaeiika mpeacTaBiisiiia co00i KBapIEeBYIO PETOPTY, CHAOKEHHYIO
npoOKOW W3 BaKyyMHOH pE3WHBI, peTopTra ObUIAa COEAUWHEHA C MPOCTPAHCTBOM
anekTpoHHBIX BecoB Mettler AT20 (Mettler-Toledo GmbH, IlIBetinapus). [TnaruHOBbI#
UUJMHIP TOABCIIMBAIA Ha IUIATUHOBYIO MPOBOJIOKY, JJIMHONM okoino 0.6 M u
nuamerpoM 0.5 MM, COEIMHEHHYIO C AJIEKTPOHHBIMU Becamu. [lorpykeHue B paciuiaB u
U3BJICUEHHE W3 paciylaBa IUIATMHOBOIO UWJIMHApPAa TPOU3BOAMIM TMPU TOMOIIU
nogbeMHHKa. Ha 3ToM ke moabeMHUKE Oblla yCTaHOBJIEHA medb. Bcee u3MepeHus
MPOBOJIMIMN B aTMOC(EPE aproHa MapKH «OC.4.».

[IpocTpaHCcTBO SYEHKM ¥ BECOB BaKyyMHUPOBAJIM, IIOCTEIEHHO IOBbIIIAS
TEMIIEPATYPy, KOTOPYIO 3aJaBajyd C MOMOIIBI TepMoperyisatopa Bapma TII1703
(OO0 "HIIK "BAPTA", Poccus). [l wu3MepeHHs TeMmIepaTrypbl HCIOIb30BAIN
IUIATUHO-TIATUHOPOAUEBYIO TEPMOIIAPY.

[Tocne ycTaHOBIIEHHS B siU€KE TeMIiepaTypbl npuMepHo Ha 50 rpaaycoB BbIlIe
TEeMIIepaTyphbl JUKBHyCa COJIEBOM CMeCH HAauWHAIu (PUKCHpOBATh MAacCy UUIUHIPA,
BUCSILETO HaJ paciuiaBoM. Ee 3amucbiBaiu yepe3 Kaxzable 6 CEKyHJ C IOMOILBIO
nporpaMMHOro obecreyeHus. MeUIEHHO ¢ TOMOIIbI0 MHMKPOMETPOB OITyCKalIH
UWIMHAP [0 KacaHus UM pacijlaBa. MOMEHT KacaHusl ONpeNessiyid IO PEe3KOMY
YBEIIMYEHUIO MAacChl B peE3yJibTaTe€ HATEKaHUS MEHUCKA KUIAKOCTU. YPOBEHb
MOBEPXHOCTH JIEKTPOIUTA PUKCUPOBATH C MOMOIIIBIO ABYX MUKPOMETPOB.

[Tocne 3TOro MeAJIEHHO MOAHUMANH UUIUHAP, BMECTE C KOTOPBHIM MOJIHUMAJICS U
ANEKTPONUT. Macca Mpu 3TOM yBEIWYUBAIACH O MAKCHUMAaJbHON BEJIMYMHBI, a 3aTEM
HayWHaJla YMEHBIIAThCA B PE3yJbTaTe CTEKaHUs 4YacTH KUAKOCTU. [lo oxoHYaHUIO
U3MepeHus: (PUKCUPOBAIM MPEAENbHYI0 Maccy U BbICOTY. Ilocne oTphiBa HMIUMHApPA OT
MOBEPXHOCTH JKUJIKOW (a3pl TpOILENypy TOBTOPSIN €IIe JABAXABl IS JaHHOU
TeMIepaTypbl W aHAJIOTHYHBIM O00pa3oM TMPOBOJWIM HM3MEPEHUS TIpU JAPYrUX
temneparypax. [loBepXxHOCTHOE HATSKEHUE PACCUNUTHIBAIIOCH IO YPABHEHUIO:

o = gAm/2nr-cosO, (2.3)
rie G — IOBEPXHOCTHOE HaTsukeHme, MJK/M?; Am — Macca MEHMCKa, KT, T — PaJuycC
UMIMHAPA, M; g — YCKOPEHHE CBOOOJHOro maneHus, M/c?; ® — KpaeBoil yrom

CMadYuBaHUs.
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[TockonpKy mJIaTHHA CMAauMBAeTCs TaJOTEHUAHBIMH paciuiaBamu, To ©O=0, u
cos®=1. OpHako BOCHOJIB30BaThCA ATOM MNPOCTOH (HOPMYIJION MOMXKHO TOJNBKO MpH
NIEpPBOM CONPUKOCHOBEHUH 0Opasua ¢ xuiakoi ¢azoif. [locne orpbiBa oT pacmiaBa Ha
TOpLE LWJIMHApPA OCTAETCA Karuld >KUIKOCTH, Macca KOTOPOW MOXKET MEHSThCS OT
HECKOJIbKUX €IMHUI] /10 JECATKOB MUJUIUTpaMM, TOITOMY pacdeT MpH IOBTOPHOM
HOTPY>KEHUH HWIMHPA HYKHO MPOU3BOIUTH 110 YPABHEHUIO:

o = (g/2nr)- (Am-nr2pAh), (2.4)
TJIEe G — MOBEPXHOCTHOE HaTsuKeHUe, MJIK/M?; Am — MaKkcMMajIbHas Macca MEHUCKA, KT
I — pagMyc LMIMHAPA, M; g — YCKOPEHHE CBOOOIHOIO MajieHus M/C%;, p — IUIOTHOCTh
pacrmaBa, Kr/mM°; Ah — MakcHMMajbHas BBICOTA IOABEMA MEHUCKA OTHOCHTEIHHO

HayvaJIbHOTO YPOBHS paciuiaBa B Turiie, M [59].

2.3.2 3MepeHue NOBEPXHOCTHOI0 HATSKEHHUS

BaxupiM = mapameTpoM I DJIEKTPOOCAXKJEHUS  KPEMHHS  SIBISIETCS
NOBEPXHOCTHOE  HATSDKEHHME  dJIeKTposuTa. B 3aBUCMMOCTH  OT  BEJIMYUHBI
MOBEPXHOCTHOT'O HATSKEHUS MPOUCXOIUT (POPMUPOBAHUE OCAIKOB C pa3HOM (popmoil u
pazmepom 3apobiiiei [46,60]. [ToBepXHOCTHOE HATSHKEHHUE HM3MEPSUIM B MHTEPBAJIC
temneparyp or 863 K mo 1083 K nmma Bcex cocraBoB. TemmeparypHbele H
KOHIICHTPAIIMOHHBIE 3aBUCUMOCTH MOBEPXHOCTHOTO HATSKEHUS PETUCTPUPOBAIM NPHU
pasubix koHuentpamusix Kl Ha pucynke 2.9 mnpencraBieHa 3aBUCHUMOCTD

noBepxHocTHOro HaTshkeHus paciuiaBoB KF-KCI (2/1)-KI ot TemmepaTypsi.
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Pucynox 2.9 — 3aBHCHMOCTH TOBEPXHOCTHOT'O HATSKEHUS PACIUIABICHHBIX COJIEBBIX
cuctem KF-KCI (2/1)-KI ot Temnepatypsl, npu coaepxkanuu K, moi.%:
1-0;2-10;3-30;4-50;5-75;6-80; 7—-90; 8100

TemmeparypHble 3aBHCHUMOCTH TOBEPXHOCTHOTO HATSHKCHHS [UIS PACIIaBOB
KF-KCI (2/1)-KI wmoryT OBITh amnmpOKCHMHPOBAaHbI JIMHEHHBIMH YPAaBHCHUSIMH B
TEMIIEpaTypHOM  JHana3oHe OpUMEHUMOCTH: o =a-—b-T. KoapdumueHts
TeMIepaTypHbIX 3aBucuMocteit @ u b mis cucrtemsr KF-KCI (2/1)-KI npencrasieHsl B
tabmuie 2.3 [59].

[Tokaszano, uro mo6aBku Kl k pacruiaBy ¢ monbHbIM cooTHomieHHeM KF-KCI,
PaBHBIM 2, IPUBOJIAT K 3HAYUTEIIPHOMY YMEHBIIICHUIO TOBEPXHOCTHOTO HATSHKCHUS TIPU

KOHIIeHTpalui noauaa kamus ot 0 10 75 Mot %. (pucyHok 2.9, kpussie 1-5).



Tabmuma 2.3 — TemmepaTypHble 3aBUCUMOCTH MOBEPXHOCTHOTO HATSHKEHUS CHCTEMBI

KF-KCI (2/1)-KI

64

; Cocras, Mo11.% o=a-b-T (K), mIoic/m? Juanason
KF KCI K| a b- 103 npumeHumocty, K
1* 66.6 33.40 0 241.55+0.16 87.69+0.16 985-1073
2* 60.0 30.00 10 223.79+0.16 83.20+0.16 973-1073
3* 46.6 23.40 30 188.23+1.20 78.82+1.20 958-1073
4* 33,3 16.70 50 171.82+0.30 71.40+0.30 863-1073
5* 16.7 8.30 75 153.48+0.19 64.54+0.19 928-1073
6* 13.3 6.70 80 150.59+0.22 63.70+0.22 913-1073
* 6.66 3.44 90 144.99+0.13 61.87+0.13 958-1073
8* - - 100 131.90+0.11 57.20+0.14 963-1083
* — HOMepa COOTBETCTBYIOT KPUBBIM Ha pUCyHKe 2.9

YcTaHOBIIEHO, YTO TOBEpXHOCTHOE HaTshkeHue pacmiaBa KF-KCI o (2/1)-Kl
(30 m011.%) BO3pactaer ¢ ymensinenneM Temmepatypsl ¢ 1073 K g0 958 K ¢ 103.8 no
113.2 m/Ix/M? cootBercTBeHHO. Ilokazano, uro no6asku Kl B xonmuectse ot 0 10
90 mon.% k pacmmaBy KF-KCl (2/1) npuBOAST K YMEHBIIECHHIO MOBEPXHOCTHOTO
HaTskeHus ¢ 154.03 no 83.22 m/Ix/m? npu remneparype 998 K.

KoHIIEeHTpallMOHHBIE 3aBUCUMOCTH MOBEPXHOCTHOTO HATSKEHUS OT COJACPIKaHUS
uonuaa Kamus mpuBedeHbl Ha pucyHke 2.10. Hambonee 3HauMTenbHOE H3MEHEHHE
MOBEPXHOCTHOTO HATSKEHHUS MMPOMCXOAUT MPH MEPBBIX A00aBKaX HMOAHIA Kajus, 4TO
XapakTepHO  MpH  J00AaBICHUSA  TOBEPXHOCTHO-AaKTUBHOTO

BEIIICCTBA. [Tpu

QJICKTPOJIUTUYUCCKOM TIIOJYYCHHH KPCMHHUA, HAJIWYHUC HNOAMWJA Kalud YyJIay4dmacT

CMAa4YMBACMOCTDb CTCKIIOYTJICPOIHOI'O pa60qer0 QJICKTPOAa 3JICKTPOJINTOM.
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Pucynok 2.10 — 3aBucumocTu nmosepxuocTHoro HaTshxenus KF-KCI (2/1)-KI

pacruiaBoB ot coaepxkanus KI npu pasnuunsix Temmneparypax, K:

e —978; m—998; A —1073

Ha PHUCYHKC 2.11 MpcacTraBjicHa 3aBHUCHUMOCTL ITOBCPXHOCTHOI'O HATAKCHHA

pacmiaBoB KF-KCI (2/1)-KI npu coneprxanuu nonuna kamus ot 0 qo 100 mon.% or

o0paTHOTO MOJBHOTO 00BEMa,

KOTOpasd II0Ka3bIBACT CBA3b IIOBCPXHOCTHBIX H

00BEMHBIX CBOWCTB pacIijiaBa.

o = 4540,2-(1/V) + 11,916
R? = 0,987

20

~ o
o o

60 ; : : :
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1/ V, mon./cm®

0,035

Pucynok 2.11 — 3aBucuMOCTH MoBepxHOCTHOTO HaTskeHus paciutaa KF-KCl (2/1)-KI

0T 00paTHOTO MOJIBHOTO 00BeMa mpu Temmeparype 978 K
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[TogoOHBIN MOAXO MO3BOJAET OMHCATh MACCUB JAHHBIX TIO0 MOBEPXHOCTHOMY
HATSDKEHUIO TPOMHOM CHCTEMBI B BUC ypaBHeHHs B koopaunatax o = f (T, 1/V),
IrJie 0 — MOBEPXHOCTHOE HaTshKeHHe, T — Temmneparypa, V — MolbHbIH 00beM [59].

Ha pucynke 2.12 mpeacraBieHbl IaHHBIE TIO0 TMOBEPXHOCTHOMY HATSKEHHUIO
pacmiaBoB KF-KCI (2/1)-KI (75 m01.%)-K;SiFs B 3aBucuMocTH oT conepkanus K,SiFg

B auamnas3one ot 0 1o 2 Moi1.%.

100
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80 1 1 1 1 1 )
925 950 975 1000 1025 1050 1075
TemnepaTtypa, K

MoBepxHOCTHOE HaTsXKeHue, M/ M2

Pucynok 2.12 — TemmnepaTypHbI¢ 3aBUCUMOCTH ITOBEPXHOCTHOTO HATSHKCHHS PACILIaBOB
KF-KCI (2/1)-KI (75 m01.%)-K;SiFs ot conepxanus K,SiFg:
1 -0 mo01.%; 2 —0.23 mon.%; 3— 0.5 m0o11.%; 4 — 1 M011.%; 5 — 2 Mm01.%

IToBEpXHOCTHOE HATSKEHNE BO3PACTAET C YMEHBLIEHUEM TEMIIEPATYPBI IS BCEX
uccinenoBanibix coctaBoB KF—KCI (2/1)-KI (75 mo:.%)-K,SiFs.

Takum sxe 00pa3oM TemmneparypHble 3aBUCUMOCTH MOBEPXHOCTHOTO HATSKEHUS
s pacmiaBoB KF-KCI (2/1)-KI (75 m01.%)-K;SiFs MOryT OBITh anmpOKCHMHPOBAHBI
JMHEWHBIMA YPABHEHHUSIMU B TEMIIEPATypPHOM JWAINA30HE MPUMEHUMOCTH OT 948 10
1073 K: o=a—b-T. Koaddunuents TemreparypHbix 3aBUCUMOCTeH a u b s

cuctemsbl coctaBa KF-KCI (2/1)-KI (75 m01.%)-K,SiFs npencrasienst B Tadmuie 2.4.
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Tabmuna 2.4 — KoadduuueHnTsl TeMmepaTypHbIX 3aBUCUMOCTEH MOBEPXHOCTHOTO

HaTspkeHus cuctemMbl KF-KCI (2/1)-KI (75 mon. %)-K;SiFg

No Cocras, Mo11.% o=a-b-T (K), mIoic/m? Juanason
| kF | Kl Kl KSiFs a b-10° | mpumenumocty, K
1* | 16.78 8.30 75 0 153.15+0.16 | 64.21+0.16
2* | 16.51 8.26 75 0.23 152.24+0.65 | 62.49+0.65
3*| 16.33 8.17 75 0.5 153.25+0.85 | 62.94+0.84 948-1073
4* | 16.00 8.00 75 1 154.51+0.78 | 63.28+0.77
5% | 13.33 6.67 75 2 155.61+0.16 | 64.21+0.16
* — HOMepa COOTBETCTBYIOT KPUBBIM Ha pucyHke 2.12

Ha pucynke 2.13 npezacraBinena usorepma pacruiaBoB KF-KCl (2/1)-KI1 (75

MOJ1.%)-K3SiFs. M3  moiydeHHBIX  Pe3yJbTaTOB  MOXKHO — IPEINOJOXKHTh, YTO

pactBopuMocTh K,SiFs B pacmaBe KF-KCI (2/1)-KI (75 m01.%) npu temmnepaTtypax
998, 1023, 1073 K cocraBnser He Oosiee 1 M0i1.%, TMOCKOIBKY NpH YBEITUYCHUU
KOHIICHTpaIuu rekcadropcuinkara kanus 0osuee 1 Mon.% moBepXHOCTHOE HATSXKEHUE

HE M3MEHSETCS MPH BCEX MCCIIEIyEeMbIX TeMIieparypax [27].
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Pucynok 2.13 — KoHIieHTpalimoHHbIE 3aBUCUMOCTH MOBEPXHOCTHOTO HATSKEHUS
pacmiaBoB KF-KCI (2/1)-KI (75 mo11.%)-K,SiFs ot conepxanus K,SiFg mpu
pa3IMYHbIX TeMieparypax, K:

m—998; e —1023; A —1073.
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HccnenoBano BiausiHuE 100aBOK rekcaTOpcUiIMKaTa Kaiaus B auamna3zoHe ot 0 1o
2 mMo11.% Ha noBepxHocTHOe HaTspkeHue B KF-KCI (2/1)-KI (75 mo01.%). YcraHoBieHo,
YTO NMOBEPXHOCTHOE HATSHKEHUE pacIiaBa BO3PACTAET C MOHMKEHUEM TEMIIEPATyPhl U C
yBenmmueHueM koHneHTpanun K,SiFs. Jlobasienne K;SiFs B muana3zoHe KOHIEHTpaIUi
oT 0 10 2 M0y.% TPUBOAUT K YBEJIMYEHUIO MTOBEPXHOCTHOTO HATsKEHUS ¢ 89.38 1o
91.84 mJIx/M? npu Temmneparype 998 K; ¢ 88.09 mo 90.55 m/Ix/M? npu TemmepaType
1023 K; ¢ 85.54 no 88.0 m/Ix/m? mpu Temnepatype 1053 K.

Ha pucynke 2.14 npencraBiieHbl pe3yJbTaTbl UCCIEIOBAHUS MOBEPXHOCTHOIO
HaTspkeHns pacruiaBoB  KF-KCI  (2/1)-K3SiFs  (0.23 Mo0i1.%) B 3aBHCHMOCTH OT

coaepxkanus KI B nnanaszone ot 0 10 90 moin.%.
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Pucynok 2.14 — M3MeHeHus moBepxHOCcTHOTO HaTspkeHus paciiaBoB KF-KCI (2/1)-

K2SiFs (0.23 M01.%)-KI ot Temnepatypsi, ipu coaepskannu Kl, Mo %:

1-0;2-10;3-30;4—-50;5-75;6-80; 7—90

Tak xe, xkak u aas cucrem KF-KCI (2/1)-Kl, temmeparypHbie 3aBHCHMOCTH
noBepxHocTHOro HatspkeHus st paciiaBoB KF-KCl (2/1)-K,SiFs (0.23 mo1.%)-KI
MOTYT OBITh aNMPOKCHUMHPOBAHBI JMHEHHBIMH YPABHCHUSAMH B TEMIICPATYPHOM
JWana3oHe  OpuMeHuMocTH: o =a—b-T. Ko3dduiuents  TeMepaTypHBIX
3apucumocteit @ uw b s cucrembr KF-KCI  (2/1)-K3SiFs  (0.23  mo1.%)-KI

IIpeCTaBIICHBI B Ta0IuIIe 2.5.



Tabmuna 2.5 — Kosdduuments TtemmepaTypHOH 3aBUCUMOCTH MOBEPXHOCTHOTO
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HaTspkeHns cuctemMbl KF-KCI (2/1)-K;SiFs (0.23 moi.%)-KI

; CocTtas, MOIL% o=a-b-T (K), monc/m? Juanason
KF KCI K| a b- 103 npumeHumocty, K
1* 66.6 33.40 0 243.07+0.46 88.71+0.45 988-1073
2* 60.0 30.00 10 224.45+0.18 83.20+0.18 973-1073
3* 46.6 23.40 30 188.93+1.10 78.82+1.10 958-1073
4* 33,3 16.70 50 171.05+0.16 69.90+0.16 958-1073
5* 16.7 8.30 75 154.00+0.17 64.21+0.17 948-1073
6* 13.3 6.70 80 150.89+0.15 63.15+0.15 958-1073
7* 6.66 3.44 90 145.43+0.15 61.33+0.15 958-1073
* — HOMepa COOTBETCTBYIOT KPUBBIM Ha pucyHke 2.14

HN3MeHeHnEe BEIMUYMHBI MMOBCPXHOCTHOT'O HATKCHHA OT COACPIKAHHA HMOAHUAA

kaus B anekrpoaute KF-KCl (2/1)-K;SiFs (0.23 M011.%)-KI nipeacTaBieHo Ha pUCYHKE

2.15.
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Pucynok 2.15 — 3aBucumocTy nmoBepxHocTHOro Hatshkenus paciuiaa KF-KCl (2/1-
K2SiFs (0.23 m011.%)-KI ot coaepxanus Kl mpu paznuunbix Temneparypax, K:

m—998; e —1023; A —1053
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[ToBepxHoctHoe Hatspkenue pacmiaBa KF-KCI-KI (30 moi.%)-K,SiFs (0.23

Mo1.%) Bospacraer C 104.51 mo 113.9 mJx/M? ¢ moHmkeHHeM TeMnepaTypsl oT 1053
n0 998 K. Jlo6anenue moauaa kaius oT 0-90 M0:1.% MNPUBOJUT K YMEHBIICHHUIO
IIOBEPXHOCTHOTO HaTskeHus ¢ 154.57 po 84.21 mJlx/m? npu Temneparype 998 K.
JHo6aeka 0.23 mon. % rekcadropcuinkata kamus k pacruasy KF-KCI (2/1)-Kl1 (30
MO0JI.%) TPUBOAUT K HE3HAUUTEIHLHOMY YBEJIMUYEHHUIO MOBEPXHOCTHOTO HATSKEHUS C
109.45 o 110.15 m/Ix/M%. TemmepaTypHbIE 3aBECHMOCTH MOBEPXHOCTHOTO HATSKEHUSI
s pacmuiaBoB KF-KCI (2/1)-K;SiFs (0.23 M011.%)-KI oT Temmepatypbl MOTYT OBIThH
anmMpOKCUMHUPOBAHbI TUHEHHBIMU YpaBHEHUSIMU B Anarna3one Temmepatyp 948-1073 K.
Bmusaue no6asok SiO; nccnenoanmu B paciuiaBax KF-KCI (2/1)-KI (75 mo11.%)-
K2SiFs (1 M011.%). U3MeHenue moBepxHocTHOTO HaTsbkeHus paciiaBo KF-KCI (2/1)-
KI (75 m011.%)-K,SiFs (1 M0:1.%)-SiO; ot TeMriepaTypsl ipu pasHoM cojepskannn SiO;

npe/CTaBICHbBI Ha pucyHke 2.16 [27].
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Pucynok 2.16 — M3meHenus noBepxHoctHoro HaTsbkeHus paciiaBos KF-KCI (2/1)-KI
(75 m011.%)-K,SiFg (1 M0:1.%)-SiO; ot TemnepaTypsl, ipu coaepkannu SiOy, Mo1.%:
1-3;2-1;3-0; KF-KCI (2/1)-KI (75 m01.%) (1103. 4)
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3aBUCUMOCTH HM3MEHEHUS IMOBCPXHOCTHOI'O HATKCHUA OT TCMIICpATYPhI JIA

paciaBoB  KF-KCl  (2/1)-KI-K3SiFg-SiO;  moryT  OBITH  almpOKCUMHPOBAHBI
JUHEHHBIMU YpaBHEHUSIMH B TEMIEPAaTypHOM JUara3oHe MPUMEHUMOCTH: o =a—b-T
Koadduruentsl TeMrmeparypHbIX 3aBUCHMOCTEH a W b AJii CHCTEMbl COCTaBa

npejcTaBIeHbl B TabuIe 2.6.

Tabmuna 2.6 — KoadduuueHntsl TeMmepaTypHbIX 3aBUCUMOCTEH MOBEPXHOCTHOTO

HaTspkeHus cuctembl KF-KCI (2/1)-K1 (75 m01.%)-K2SiFs (1 M011.%)-Si10;

Cocras, M011.% o=a—b-T (K), mJx/m? Huanazon
No IIPUMEHUMOCTH,
KF KClI Kl | K:SiFs | SiO2 a b-10° K
1* 66.60 | 33.40 | 75.00 - - | 153.15+0.16 | 64.21+0.16 948-1073
2* 66.60 | 33.40 | 75.00 1.00 | 0.00 | 155.65+0.19 | 64.24+0.19 948-1073
3* 66.60 | 33.40 | 75.00 1.00 | 1.00 | 157.34+0.68 | 65.27+0.67 975-1073
4* 66.60 | 33.40 | 75.00 1.00 | 3.00 | 156.85+0.68 | 64.67+0.66 975-1073
* — HOMepa COOTBETCTBYIOT KPUBBIM Ha pucyHke 2.16

JloGaBiieHHe AWOKCHIa KpeMHHUS K paciuiaBieHHou coneBoit cMecn KF-KCI (2/1)-
KI (75 m01.%)-K;SiFs (1 mMon.%) B muama3oHe KoumeHTpaiuii oT 0 10 3 Moi.%
MIPUBOJUT K HE3HAUYUTEIIbHOMY YBEJIMYEHHUIO MIOBEPXHOCTHOIO HaTskeHUs ¢ 93.1 no 94
mJx/M? mpu Temmeparype 973 K. YcTaHOBIEHO, 4TO HOBEPXHOCTHOE HATSIKEHHE
pacmiaBa KF-KCI (2/1)-KI (75 m01.%)-K3SiFs (1 M011.%)-Si0, (1 Mo1.%) Bo3pactaeT
or 87.53 10 94 mJx/M? ¢ noHMwkeHneM Temmeparypsl ot 1073 mo 973 K.

CnenyeT OTMETUTh, YTO W3MEHEHHUS HAKJIOHA TEMIEPATYPHBIX 3aBUCUMOCTEN
TaK)Xe He HaOJI0JaN0Ch, JakKe MPU 3HAYUTETHHBIX (0 3 4acoB) BBIAEPIKKAX pacrijiaBa
0 TPOBEACHHUS W3MEPEHHW. OTO TIOATBEP)KIACT BBIBOABI O 3aMEIJICHHOM
peoOpa3oBaHUM CHIIMKATHBIX CTPYKTYypHBIX eauuun [SiO4]* B okcudropumnsie,
KOTOpbIe OBUTM CAENaHbl TPU HMCCICJOBAHUU JIJIEKTPOBOCCTAHOBIICHUS KPEMHHS U3

pacmiaBoB KF-KCI-KI-K;SiFs-SiO; [61].
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2.4 BeIiBOABI IO IJ1aBe 2

Nsmepena mmotHocTh pacuiaBoB KF-KCI  (2/1)-KI B 3aBucuMOCTH  OT
coaepxanus Kl (0-100 mon.%). Jns cucremsr KF-KCI (2/1)-KI npu koHieHTparmu
voauaa Kamms 75 MoONL% IUIOTHOCTH u3MeHsercs or 2.34 mo 2.25 rt/em® mpm
temneparype ot 973 K no 1073 K coorBerctBeHHO. [Ipy yBeIMYeHUM KOHIECHTpAIUU
KI or 10 mo 90 w™mon.% mioTHOCTh yBenuuuBaeTrca oT 1.94 ngo 2.40 r/em®
COOTBETCTBEHHO npu Temneparype 973 K.

Ho6aBka KI B M30TepMUYECKHUX YCIOBHUSX IOBBIIIACT IJIOTHOCTH PACIIaBOB
cuctembl KF-KCI-KI HenuHeHHO.

Paccuntan monbHBI 00beM wuccienoBaHHblXx KF-KCI-KI pacrmaBos.  Jlns
UCCJICIOBAHHBIX COCTABOB MOJIBHBIA 00BEM MEHsIeTCsl aaiuTUBHO Tipu qoOasienun Kl.
B cucteme KF-KCI-KI 00beM MoJist COIEBBIX cMecel YBEIMYHUBAETCS 10 Mepe pocTa B
HEeH J0JU TSHKEJIOro aHUOHa.

Nsmepena mimotHocts st cuctem KF-KCI (2/1)-KI (75 mon.%)-K,SiFs B
3aBucUMOCTH OT conepxkanus KoSiFs 0-2 mom.%. VYcraHoBineno, 4to go0aBKa
rexkcadTopuinrkara Kaaus BIUIOTh 10 1 M0s.% MPUBOIUT K YBEIMYECHHIO TJIOTHOCTH,
NayNbHeWIee yBeauueHue KoHieHTparuun K,SiFs He npHBOIUT K HM3MEHEHUSM B
CHCTEME.

YcTaHOBIIeHA 3aBUCUMOCTh W3MeHeHHs rmiotHoctu paciuiaa KF-KCI (2/1)-KI
(75 m011.%)-K,SiFs (1 M01.%) B 3aBUCHMMOCTH OT cojepkanus SiO; B nuanazone ot 0
10 3 mMo1.%. JlobaBka AroKCHAa KPEMHHS HE TPUBOJUT K 3HAYUTEILHOMY U3MEHEHHIO
MJIOTHOCTH.

N3yueno moBepxHOocTHOe HaTshkeHume pacmiaBoB  KF-KCl o (2/1)-KI B
3aBucumoctd  oT coaepxkanust Kl (0-100 mom.%). ITlokasaHo, YTO yBeIMUYCHHUE
koHIeHTparuu Kl mpuBOIuT K YMEHBIICHUIO TOBEPXHOCTHOTO HATSHKCHHSI PACIIaBOB.
Hus  cuctembl KF-KCI  (2/1)-KI ¢ coxmepxanneM wnomuaa kamus 75 Moi.%
IIOBEPXHOCTHOE HATsKeHue usMeHsercs ot 93.84 no 84.29 m/Ixx/M? npu Temmeparype

ot 928 no 1073 K cootBetcTBeHHO. [Ipu yBenmuuenuu konneHtparuu Kl ot 10 go 90
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MOJI.% TOBEPXHOCTHOE HATSDKEHHME yMeHbImaercs ot 142.87 no 84.78 wmJlx/m?
COOTBETCTBEHHO npu Temneparype 973 K.

Jo6aBku KI mpuBoAUT K YMEHBIICHUIO MOBEPXHOCTHOIO HATSKEHUS PACILIABOB.
YcTaHoBiI€HO, YTO yBeIMYeHHE KOHIEHTpamuu KI B M30TEPMHYECKUX YCIOBHUSIX
MOHIKAET MOBEPXHOCTHOE HaTskeHue pacruiaBoB cucteMbl KF-KCl ne nuneitHo, a
MPOMOPIIMOHATIEHO 0OOPaTHOMY MOJIBHOMY 00bEMY COJIEBOTO pacIuiaBa.

OOnHapyxeHo, 4YTO J00aBKM TeKcapTOpCUIMKAaTa Kajausi HE3HAYUTEIHHO
YBEIMYMBAIOT MOBEPXHOCTHOE HATSXKEHUE, BCJICACTBUE €r0 HU3KOW PacTBOPUMOCTH.
Ho6asnenne K,SiFg B muama3zone kouieHTpanuid or 0 g0 2 Mom.% HTPHBOIUT K
YBEIMYEHHIO TIOBEPXHOCTHOIO HaTskeHHs ¢ 89.38 1o 91.84 m/Ixx/M? npu Temmeparype
998 K; ¢ 88.09 mo 90.55 m/Ix/m? ipu temmneparype 1023 K; ¢ 85.54 no 88.0 m/Ix/m?
pu Temreparype 1053 K.

Jlo6aBnenne woauma kamus ot 0-90 mon.% k pacruaBy KF-KCI (2/1)-K;SiFs
(0.23 M011.%) NPUBOIUT K YMEHBIIECHUIO MOBEPXHOCTHOTO HaTskeHuUst C 154.57 no
84.21 m]/Ix/m? npu Temneparype 998 K.

UccnenoBano BiusiHue no6aBok SiO, B nuamazone or 0 mo 3 mon.% Ha
noBepxHocTHOEe HaTsbkeHue B pacrmiaBax KF-KCI o (2/1)-KI (75 mon.%)-K,SiFg
(1 Mon.%). YcraHOBJIEHO, UYTO MOBEpXHOCTHOE HaTshkeHHe pacmiaBa KF-KCI (2/1)-Kl
(75 mo1.%)-K,SiFs (1 M011.%)-SiO; (1 mon.%) Bospacraer ot 87.53 mo 94 mJlx/m2c
noHmwxkenrem remneparypsl oT 1073 go 973 K. /JoGasnenue nuokcuaa kpeMuus ot 0 10
3 M011.% TPUBOIUT K HE3HAYUTEIHHOMY YBEIWYEHUIO MOBEPXHOCTHOTO HATSKEHUS C

93.1 g0 94 mJIx/M? npu Temneparype 973 K.
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I'JIABA 3. QJIEKTPOJIUTUYECKOE NOJYYEHHUE IVIEHOK KPEMHUS

N3 PACIIJIABOB KF-KCI-KI-K:SiFs

3.1 JlurepaTypHblii 0630p

DJEKTPOIU30M PACIUIABOB MOTYT OBIThH MOJYUYEHBI OCAIKU PA3IMYHON CTPYKTYPHI
U MOpQOJOTUH OT TOHKUX IUICHOK-TIOKPBITUH JO HAaHOMAaTepualioB B BHUJE
BOJIOKOH [62].

B nurtepatype wumeeTcs 3HAYMTEIBHOE KOJIMYECTBO palbOT, MOCBSIIEHHBIX
MOJYYCHHUIO KPEMHHSI M3 pacIUIaBICHHBIX COJEBBIX cpen [62-92]. HambGosee gacto B
KaueCTBE PACTBOPHUTEIICH WMCIOJIB3YIOT PACIUIaBBl COJEH — TaJIOTCHHIBI IIEIOYHBIX U
ICIIOYHO3EMENBHBIX METAUIOB, TPEUMYIIECTBEHHO (ropuasl W xmopunabl. J[ms
MOHIKEHUS TEMIEPATYPhl KPUCTAJUIU3AIUHU AJIEKTPOJIUTOB MOTYT OBITh UCIIOJIb30BaHbI
JIBOMHBIC WJIA TPOMHBIC CMECH KOMITOHEHTOB [46].

B pabGorax [66-78] wucciaenoBaHO 5SJIEKTPOBOCCTAHOBJICHHE KPEMHHUS BO
(bTOpUIHBIX pacIIaBax.

ABTOopamu paboThl [66] ucciaenoBaHo 3apOXKIACHUE U POCT KPEMHUS Ha cepedpe B
pacriaBe NaF-KF(2/3)-Na,SiFs B wunrepame Ttemmeparyp 1093-1223 K. Beutn
MOJTyYeHbl OCaJIKM KpEeMHHsS Ha cepebpe, HHKele, crekioyriepone u rpadure. [Ipu
wioTHoCTAX Toka oT 20 mo 100 MA/cm? MOJIYYarOTCS KOMITAKTHBIE OCAIKH, BBIXOJ IO
TOKY BapbupoBayics oT 88 10 96%. Ha HukeneBoil moaoKKe OTMEYEHO 00pa3oBaHUE
crwiaBa Ni-Si. Ha cepeOpe oOpa3oBaHue COeIUHEHUN ¢ KpeMHUEM He OOHapyxeHo. Ha
rpanuiie TpaduT-KpeMHUN oO0pa3yeTrcs IUIOTHBIM ciod kapOuma kpemHus. Ha
CTEKJIOYTJIepoie 00pa3yeTcsi HEPOBHBIN U TUIOXO CIEIMJIEHHBINA ¢ OCHOBOM 0OCaJIOK.

B pabote [67] snekrponmsom paciuiaBa LiF-NaF-KF-K;SiFg ObLv mosrydeHs
OCalKM KpeMHUs Ha cepeOpsHor moioxke npu temmeparype 1018 K. Ilpu
noteHuane orpumareabHee —2.0 B 0oTHOCHTENBHO TUTATHHOBOTO JIEKTPOA CPAaBHEHUS
OB TOJYyYEHBbI MOPOIIKOOOPAa3HbIE WM JACHAPUTHBIE OCAIKUA TMOBEPX CIUIOMIHBIX

CJI0€B KpPEMHHUS TOJIIHHON O0K0J0 2 MKM. CmeleHue noteHnuania x -1.9 B nmpuBoauio
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K TOJYYEHUIO CIUIONIHBIX W CUJILHO CIETUICHHBIX C TOJUIOKKOW OCAJKOB KPEMHUS.
Cpennuii pazmep 3epHa cocTaBuiI 16 MKM. AHAJOTUYHBIC OCATKHA OBLIN TOTYYEHBI TIPU
IUIOTHOCTH ToKa 3.2 MA/cM?,

B paGote [68] mis ocaxkmeHus KpeMmHHS Oblja HCIOJIb30BaHA 3BTCKTUYECKAS
cmech KF-LiF ¢ nodaBnenunem 5-20 moin.% K,SiFgs. Ha cepedpe npu temnepatype 1073
K u mnotHOCTH ToKa 40 MA/CM? GBIIM TI0Ty4€HBI BBICOKOUMCTBIE XOPOIIO CLEILICHHBIE
C TIOJIJIOKKOW OCaJKM KPEMHUSI C BBIXOJIOM IO TOKY nopsijaka 95%.

N3 pacmiaBoB LiF-NaF-KF-K;SiFg Ha cepeOpsiHON MOIOXKKE HCCIEAOBATEIH
IIOJTyYEHbl KpeMHUueBbIe ocanku npu Temreparype 1018 K. 3amannas koHueHTpanus
K2SiFg cocraBmsia 4-6 Mo% Tmpu 3TOM IUIGHKH HMMEIH TOJIIMHY JO 3 MM.
[TonmukpuCTAIITUYECKUN KPEMHUN UMEET CTOI0UYATYIO CTPYKTYPY C Pa3MepoM 3€peH [0
100 mxMm [69]. B pabore [70] mpemoxeH MPOIEce IEKTPOBOCCTAHOBICHHUS KPEMHHS
Ha rpadUTOBOM DJIEKTPOJIe. ABTOPHI OMUCKHIBAIOT OCAKIECHUE KPEMHUS B OJHY CTaJHIO,
IpoIiecC JUMUTUPYETCS TIepeHOCOM 3apsiaa. B padote [71] mpemioxkeH ABYXCTaIUHHbIH
MEXaHU3M pa3psia HOHOB KPEMHUS Ha CepeOPSTHOM MOTOKKE B IBTEKTHUSCKIX CMECSX
LiF-KF u LiF-NaF-KF npu temneparypax ot 823 no 1123 K. ITonydeHsl TOHKHE CIIOH
KpeMHUs ToNHUHON 10 300 MKM.

Ocangku KpeMHUSI TOJy4YeHbl Ha TpadUTOBBIX MWJIMHIPHUYECKUX KaTodax H3
pacmiaBa LiF-KF-K;SiFs mpu remmneparype 1018 K [72]. DkcriepuMeHThI TPOBOUIN B
3aKpbITON  siueiike B arMmocdepe aproHa. Marepuanom KaTona OblT  BbIOpaH
CTEKJIOYTJIEPOJ U THUPOJUTUYECKUN TpapuT, B KayeCTBE aHOJA HCIOIb30BaIU
rpadUTOBBIN TUTEIb, KOTOPHIM BBIMOJHSAI POJb KOHTEHHEpa AJisl AJekTpoiauTa. B xome
KPaTKOBPEMEHHOTO 3JIEKTPOJIM3a MOJIYyUYEHBbI OCaJIKu ¢ pa3zmMepoMm 3epHa oT 250 mo 750
MkM. B pabote [73] Ha cepeOpsiHoi momioxke npu Temmeparype 1023 K mosydeHs
«OJTHOPOJIHBIC KOTEPEHTHBIC TUICHKU C XOpoIleil aaresueii». B padote [74] mosydeHs
CIUTOIIHbIE KpemHHMeBble ocagku B pacimmaBe LiF-KF-K,SiFs, B kauectBe aHoma
VICIOJIB30BaH TBEPABIM METHO-KPEMHHUEBBIN CILIAB.

[TonrydeHne mopomkooOpa3HOro KpeMHHMs OIMCaHO B pabdoTtax [75,76].
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B pacmaBe NaF-KF-K;SiFg-SiO; B Temneparypaom auamazone 983-1053 K npu

KaTOAHON IIOTHOCTH ToKa oT 0.3 10 2.8 A/cM? Ha TpadUTOBBIX 3JIEKTPOAAX IIOTyIEHbI
TIOPOIITKOOOpa3HbIe 0CaIKU KpeMHUs ¢ 4rctoToit 98.0-99.0 mac.% [75].

B pabGore [76] Ha rpaduroBoii momiokke B pacmiaBe KF-LiF-K;SiFg mpu
temmnepatype ot 923 10 1073 K u kaToqHOM MIOTHOCTH TOKa oT 7.75 mo 23.25-10% A/m?
MOJIYYEH IMOPOLIOK KPUCTANIMYECKOTO KpeMHHUs 4ucToTor 99.99 %. KoHueHTpauus
K2SiFg B anekTposuTe coctaBisiia ot 6 10 18 moi.%.

B pabote [77] anextpommsom pacrutaBa LiF-KF-NaySiFg B atmocdepe aprona
MOJIyYeHBbl CJIOM KpeMHHs ¢ opueHTamuedn (111). MeTtomom  IUKIUYECKON
BOJIbAMIIEPOMETPHH UCCIIEIOBAHO BBIICTICHUE KPEMHUS Ha AQ 3JIEKTPOJe.

B pa6ote [78] anektpoocaxaenrem u3 paciuiaBa LiF-KF-K,SiFs B atmochepe
aprosa mpu karogHoi maotHoctr Toka 0.010-0.15 A/cm? u Temmeparype 1023-1123 K
Ha Ag 1 Si 3JIEKTPOIE MOTYYECHBI CIUIOIIHbIE KPEMHHUEBBIE OCAIKU C MPOBOJUMOCTHIO N-
tumna. TonmuHa ocaakoB cocTaBuia oT 5 10 50 mkMm. [lonydenHsie mieHku oOaaanu
OTHOCHUTEIIFHO HU3KUM YPOBHEM MPUMECEH.

Ha rpaduroBoii moanoxke HCCIEAOBAHO 3JIEKTPOBOCCTAHOBIICEHUE KPEMHUS U3
paciiaBa LiIF-KF-K;SiFg ¢ moiy4eHrnem mopoIkoB pa3nudHoit qucrnepcHocta [79].

DNEKTPOOCAKIECHUE KPEMHUS M3  XJIOPUIHO-(OTOPUAHBIX  DJIEKTPOJMTOB
paccMoTpenbl B padoTax [80-88,19].

B pabote [80] ObL1 MiccnenoBaH KaTOAHBIN MPOIIECC BOJBTAMIICPOMETPHUYSCKUM
MeTroaoM. OmnbITel NMPOBOAWINCH B TeMmmeparypHoM auamnasonHe 973-1173 K Ha
MOJINOIEHOBOM 3JICKTpoJe B pacmiaBicHHBIX cojeBbix cucTemax NaCl-KCI-K,SiFs,
KCI-K,SiFs, NaCl-K;SiFs. B padote [81] mokaszaHo, 4To Ha MOBEPXHOCTH IJIATHHOBOT'O
anektpoaa B pacmiaBe NaCl-KCI-K,SiFs mpu Ttemmeparype 973 K o6pasyercs
CHJIMIIU/ TTATHHBI.

B pa6ote [82] monyuen kpemuuii B Buae mopoinka u3 pacmiaBa NaCl-KCl—
K,SiFs mpu temneparype 973 K Ha crekioyriepoaHor mominoxke. Ilporecc
AIIEKTPOOCAKICHHUS UCCIICIOBAH METOIOM IIUKIMYECKO BOJTbaMIIEPOMETPHUH.

B pa6ore [83] u3 pacmmaBa NaCl-NasAlFs ¢ modaskamu SiO; u K,SiFs Ha

CTEKJIOYTJIEPOJAHOM U IJIATUHOBOM 3JIEKTpOAax B MHTepBaie temneparyp 1123-1173 K
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OBLI POBEIEH TaIbBAHOCTATHIECKUH 31eKTposu3. Ilpu muotHocTsx Toka 10-80 MA/cm?
MOJy4YeHbl MEJIKOKPHUCTAJUIMYECKUE KPEMHUEBBIE TOKPBITHS Ha CTEKIOYIJepoJe,
HUKelle, Melld, MoiubieHe, Boabdpame, ctanu Mapku Ct3cn ¢ BBIXOJIOM MO TOKY 70-
80%.

B paGote [84] momyuyeHbl ocagku KpeMHUSI Ha TpauTe, MOHOKPUCTATUIMYECKOM
KpEMHHUH, TepMaHUH, BoJbdpame, Meau, HUKeIe U xkene3e u3 paciaBa LiF-KCI-CsCl-
KSiFs. Ha rpadure npu temneparype 1023-1073 K u mnotroct Toka 100-200 MA/cM?
ObLIM TOJYYEHBI CIUIONIHBIE METKOKPUCTANIMYECKUE OCAJKW KPEMHHUS C TEKCTYpou
(110). IIpu 10-50 MA/cM? TOIy4€EHBI KPYIHOKPUCTANINYECKHE MOPUCThIE ocanku. Ha
MoHokpucTtaiax kpemHust (100) u (111) npu temnepatype 1073 K Obuin mosy4deHbl
AMUTAKCUANIBHBIE CIOU KpeMHHsI TonmuHoi 10 500 mMxM. B HekoTopbhIX ciiydasx Ha
MoHokpuctaax kpemuus (100) u (111) uger poct 3epen ¢ opuenrtanueid (110). Ha
MoHOKpucTaiie TepManus (111) moiy4aroTcss MONMUKPUCTAIMYECKUE CIOU KPEMHHUS.
Ha monokpucramie Boasdpama (111) B Temneparypuom nuamnazone ot 903 go 1073 K
MOJTy4alOTCs CIUIOIIHBIE TMOJMKPUCTAITUYECKHEe ocaaku. Ha mommKpucTamimueckux
MO/IJTOXKKAX M3 MEH, HUKEJS U CTAJIM MOJIYYaJIUCh CHIIMIIUBI TAHHBIX METaJUIOB.

B pa6ote [85] Obl10 yeTranorieHo, uto anmekTpoiuthl KF-KCI-CsCI-K,SiFg, KF-
KCI-K;SiFs u LiF-KF-KCI-K;SiFs 06magaroT cTabuabHONM KOHIECHTpAIUEH KPEMHHUS B
pacijiaBe B Ipouecce dJeKTpoiu3za. B TemmneparypHom pauanasone 923-973 K
MOJTly4YeHbl KPEMHHUEBBIE OCaZKH CO C(HEepOoTUTHONW CTPYKTYypOH, MpH TOBBIIICHUU
temrepatypbl 10 1023-1073 K cronbyaTsie ocagku KpEeMHHUS C OPUEHTAIMEH 3epeH
(110) m nmupamugansHO Mopdosorueit moBepxHoctu. [Ipu remneparype Boime 1073 K
CHUHTE3UPOBAHBI KPYITHBIE ICHIPUTHBIC KPUCTAILIIBI.

Ocanku kpemuust Obutn mosdydeHbl B paciuiaBe KF-KCI-K;SiFg-SiO, [86].
DNEKTPOOCAKICHUE BEM B JABYXDJIEKTPOJHOW sueiike Ha BO3AYyXE B HMHTEpBaJC
Temmeparyp ot 973 mo 1073 K. YcraHOBI€HO, 4TO IIPHU INIOTHOCTAX ToKa 15-20 MA/cm?
TIOJIYYarOTCS OJMKPUCTAIMYECKAEC HAHOHUTH, TIPH IUIOTHOCTAX TOKA BhIIE 25 MA/cM?
— MOPOIIKOOOpa3HbIe U ACHAPUTHBIE OCAIKU, CPEAHHUNA pazmep KpuctamauTa 25-50 HM.
Kpemnuii kpucramim3yercs B BUJ€ HAHOBOJIOKOH CO cpeaHuM auameTrpoM 150-250 um.

HOJ’Iy‘IeHHBIe HUTH OBLJIM UCIBITAHBI B KAUECTBE MaTrepuajia aHoa0B JJIA JINTUN-UOHHBIX
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aKKyMYJIITOPOB U TIOKa3ajd XOPOIIYI HUKIUPYEMOCTh U €MKOCTh MO HIETIOYHOMY
MeTasy.

Kunernka snektpoBoccranoBieHns kpemuus u3 pacmiaBa KF-KCI-K,SiFs Ha
CTEKJIOYTJIEpO/ie U cepedpe B MHEepTHOM aTtMocdepe mpu temmeparypax 973 u 998 K
ob1a uccnegoana B UBTD YpO PAH [87]. DkcnieprMeHTHI IPOBOAMIM B aTMOchepe
aproHa B TpPEXdJEKTPOJIHON syeiike. 3apoxkJACHHE KPEMHUSI Ha CTEKIJIOYTJIEpOIHOU
OUIOKKE mpoBeaeHo npu noreHnuanax or —0.005 mo —0.03 B m pa3HbIX BpemeHax
npoiiecca daektponnsa ot 0.001 1o 1 ¢. ABropsl [87] moarBepanau paHee c/eIaHHbIHN
BBIBOJI O IMPOTPECCUPYIOLIEM MeXaHu3Me (Ha303apoKIeHUSI KPEMHHS B YCIOBHUSX
HKCIIEPUMEHTA. Y CTAHOBJIEHO, YTO TIPOLIECC AIIEKTPOBOCCTAHOBJIEHUS KPEMHUS
IPOTEKAET B OJJHY CTaJAMIO C IEPEHOCOM YETBIPEX JIEKTPOHOB.

MOXXHO OTMETUTh, YTO TpHU OOJBIIOM KOJUYECTBE PAOOT TO DIEKTPOIU3Y
KPEMHHUSI, TMPAKTUYECKH OTCYTCTBYIOT HCCIEJOBAaHUS IO TMOJYYCHUIO TOHKUX
KPEMHHEBBIX TUICHOK.

B paGote [19] ormMeueHo, uTO Hauboyiee NEPCIEKTUBHBIMU pacIljlaBaMH JJise
CHHTE3a IUICHOK KpeMHHUs sBIsitoTcs cuctembl Ha ocHoBe KF-KCI, KF-KCI-KI.,

CnocoObl MoyyeHuss TOHKMX KPEMHUEBBIX TJIEHOK M3 paciuiaBoB Ha ocHoBe KF-
KCI paccmorpenst B pabote [88]. B Helt u3ydeHo BiMsHHE HOAMIA Kaaus Ha
slIeKTpoBoccTaHoBiIeHne Kpemuusi u3 pacmiaBa  KF-KCI-K;SiFs. HccnenoBano
3apOK/IEHHE W HayajlbHble CTaAUM pPOCTa KPEMHHUA Ha CTEKIOYIJepoJie Mpu
anextpoocaxaenuu u3 paciiaBa KF-KCI-K;SiFs (0.2 mo1.% Si) ¢ mo6askoii 0-4 moi1.%
KI ¢ nmnomompio MeETOAOB HUKIWYecKoW  Bosbrammepomerpuu (IIBA) wu
XPOHOAMIIEPOMETPHUH. IKCIIEPUMEHTHl MPOBOJWINCH aBTOpPAMU TPU TEMIlepaType
1023 K B TpexdieKTpOIHON 3aKPBITON sSUEHKe M3 HEp)KaBelollel cramu B atMocdepe
OUYMILICHHOI'O aproHa. bblUio OTMEYEHO, 4TO IpU yBeIWYEeHUM KOHIeHTpauuu KI B
paciiaBe BBICOTAa KAaTOAHOTO IMUKAa CHUXKAETCs. BbUIO MPOBEAECHO 3IIEKTPOOCAXKIICHUE
KPEMHHEBBIX KJIACTEPOB Ha CTEKJIOYIJIEPOJE B MOTEHIIMOCTATUUYECKOM PEXUME TPHU
-0.0/B u [IMTENTbHOCTHM UMITYJIbCA, COOTBETCTBYIOIIMA BpPEeMEHM TIMKA Ha
XpoHOoamIeporpamMmax. ABTOpbl 3aMmeTwiv, 4YTo mnpu jgobaBke KI pasmepsl

00pa3yroIIuXCcsl KJIacTepOB KpeMHHUS yBeInuuBarorcs (¢ 1 10 3 MKM), a UX KOJUYECTBO
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yMmeHnbiaercs. CrenaHo OpeanojoXeHue, 4to paciuas, coaepxkamuid Kl, naubonee
MPUTOACH TSI DIEKTPOXUMUIECKOTO CHHTE3a CIIONIHBIX OCAIKOB KPEMHUS W TOHKHX
IUICHOK, C()OPMUPOBAHHBIX CPOCIITMMHUCS 3apO/IbIIIIAMH.

Co3maHne OTHOCHUTEIBRHO TPOCTOM M pecypcocOeperaromed  TEeXHOJIOTUN
MOJyYeHUs]  TOHKOIUIGHOYHBIX  CTPYKTYp KpEeMHHUs OO0CECleuuT TMporpecc B
doTOBOJIBTANKE ¥ XWMHUYECKUX MCTOYHMKOB TOKa 3a CYET IMIOBBIMICHUS WX
3¢} (HEKTUBHOCTH U CHUKEHHS 0€3BO3BPATHBIX MOTEPb.

Matepuan TOJIOKKN SIBISETCS 3HAYUMBIM (DaKTOpPOM ISl TIOMyYEHHUS] TOHKHUX
KPEMHHUEBBIX IUICHOK, ITOCKOJIbKY OHA OKa3bIBAaeT BIUSHHUE Ha CTPYKTYpy ocajnka [46].
[lepcnieKTUBHBIMH TTOJIOKKAMH JUISI TIOJTYYEHUS KPEMHHEBBIX IUICHOK B IPOIECCE
SJIEKTPOKPUCTAIUTU3AIMK  SBIISIIOTCS  yrieponanbie [65] martepuansr u mens [22].
YrieponHble MaTepHaibl MPU HU3KUX TeMIeparypax HWHEPTHBI 10 OTHOIICHUIO K
KPEMHHUIO U TIO3BOJISIIOT YMEHBIIUTH A((PEKT Aerpaganuu MOBEPXHOCTH IIEKTPoAa MPU
UKJIUPOBAHUH B XUMHUYECKOM HCTOYHHUKE TOKa [2,89].

B pabore [90] M™eromoM  MOJEKYJSApPHOHW  AWHAMUKHA  HCCIEIOBAHO
B3aMMO/ICHCTBUE TOHKHMX TUICHOK KpeMHUS B Meau rpu Temneparypax 300, 600, 900 K.
[lokazano, 4ro BOMM3M TpaHuibl paznena Si/CU C yBETUYEHHUEM TEMIIEPATyphI
HAYMHAIOT MTpeo0aaaTh nudQy3noHHbIE MPOIIECCH U TPOUCXOIUT 00pa30BaHUE CIIIaBa
U ero ymioTHeHHe BOJIu3M moBepxHOCTH. C yBEeTMYEHHEM TeMIIepaTypbl BO3pacTaeT
noiist I'TIK-cTpyKTypsl, 0JJHAKO BHYTPEHHUE CKMUMAFOIIUE HAMPSOIKEHUS BHYTPU TUICHKH
Cu-Si ymenbinatorcs. CTOUT OTMETUTh, YTO paldOT, CBS3aHHBIX C MCCICIOBAHUEM
MEXaHUYECKUX CBOMCTB TOHKHX TIUICHOK CIUIABOB KPEMHHU-MENh Ha KaKHX-JTHOO
MO/IJTO’KKaX HaMH HaiieHo He 0buT0. OHAKO TIOKa3aHa MPUHITMITHATbHAS BO3MOKHOCTh
WCIIOJIb30BAHUSL IUICHOK KPEeMHHUI-MeAb, C(HOPMHUPOBAHHBIX METOJIOM JIA3€PHOTO
CIICKaHU, B INTUH-MOHHBIX XUMUYCCKUX NCTOUYHUKAX Toka [91].

N3BecTHO, uTO MM (Y3MOHHBIE TOKPHITUS C KOHTPOJIHPYEMBIM pacipeiesieHueM
9JIEMEHTOB B IIOBEPXHOCTHOM CJIO€ MOTYT OBITh IMOJIyYEHBI U3 PacIuIaBoB cojeit [92,93].

AHanmu3 JIMTEepaTypHBIX JAHHBIX ITOKa3bIBACT, YTO IMPOIECCHI TOTyUCHHUS
KPEMHHUEBBIX TUICHOK U (hOPMHUPOBAHUE CTPYKTYP HA MX OCHOBE SIBJISIETCS aKTyaJlbHBIM

HarpaBJICHUCM PA3BHUTHUA JJICKTPOXHUMHUUYCCKOI0O MAaTCPHUAJIOBCACHUS. HCpCHCKTI/IBHBIM
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METOJAOM  SIBJIIETCA  JJIEKTPOOCAXKACHUE W3  paciulaBoB  coner. JlanHple 0
3aKOHOMEPHOCTSX YCIIOBHMA TIOJYYCHHsS] KPEMHHEBBIX TUICHOK W (POPMHUPOBAHUU HX
CTPYKTYpP OTPbIBOUYHBI. OTCYTCTBYIOT JIaHHbIE O (PA30BOM COCTaBE TOHKHX KPEMHHUEBBIX
MJICHOK. OTCyTCTBYIOT paboTHI, 000CHOBBIBAIOIINC TEXHUYECKUE u
MaTepHalOBETYECKUE PEUICHUs, HAIIPaBJICHHbIC HAa MOBBIIICHUE XUMUYECKONW YUCTOTHI
KPEMHHEBBIX TUICHOK.

['maBa mocCBsIleHa BBIOOPY TEXHOJOTMYECKMX IapaMETpOB U PEXHMOB
bopMHUpOBaHUS TOHKUX TUIEHOK KPEMHHUS METOJOM AJIEKTPOOCAXKICHUS U3 PACILUIaBOB
Ha CTEKJIOYTIICPOTHON TIOJUIOKKE, UCCIICAOBAHUIO CTPYKTYPHI B MOP(HOJIoTHHU Si TUIEHOK

u3 pacmiaBa KF-KCI-KI-K;SiFs.

3.2 MeToabl HCCIe10BAHNSA

3.2.1 DaexTposuTHyeckoe noaydenue kpemuus u3 pacmiapoB KF-KCI-KI-K:SiFe

DNEeKTPOXUMHYECKOE BOCCTAHOBJICHUE KPEMHHUS MpoBoauiau B pacmiaBax KF-
KCI-KI-K3SiFs. B kauecTBe HCTOYHHMKA KpPEMHHS HCIOJIb30BAIU PACTBOPCHHBIN B
pacmaBe K;SiFs B koHIIeHTparimonHoM auana3one ot 0.23 1o 1.5 mo1.%. [Toarorosky
COJICH BBITIOJIHSIIN TI0 METOJIMKE, ONTMCAHHOW B 1. 1.2 HACTOSIIETO UCCIIETIOBAHMUS.

beuto moxaroroBieHo JABa TUMA YIVIEPOMHBIX MarepuanoB. llepBerii  THM
UCIIOJIb30BAIM B pabore 0€3 mpeaBapuTeNbHOM MOATOTOBKU. BTopoil Tum mnepen
HKCIIEPUMEHTOM TOMEIIAIH B CTEKJIOYTJICPOJIHBIN TUTETh U BBIICPKUBATU B TeUeHHUE 4
y B pactutae KF-KCI (2/1). 3arem 00pasibl ¥ THrelb OTMBIBAJIU B JTUCTUIMPOBAHHOM
BOJIC I YJQJICHHS OCTATKOB AJICKTPOJUTA, CYIIWIN, OTKUTAIH TIOJT BAKYYMOM IPHU
1123 K B TeueHue 4 4, oXJaXJadu 10 KOMHATHOW TeMmmepaTyphl, 00E€3KUpHUBAIU
STWJIOBBIM CIIHPTOM M TIOBTOPHO CYIIMJIM TII0J] BakKyyMoM. JlaHHBIE MpoIemypbl
MPOBOJWIN ISl YIAJICHHUS KHUCJIOPOJCOACPKANUX W METAUTMYECKUX TPUMEce ¢

MMOBCPXHOCTHU CTCKIIOYTJICpOAA.
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Cxema styeiikm uist snekrponu3a paciuiaBoB KF-KCI-KI-K;SiFs mokazana Ha

pucynke 3.1.
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Pucynok 3.1 — CxemaTudeckoe n300paxeHue SUYCHKU ISl DIIEKTPOIUTUYECKOTO
ocaxxaenus kpemuus B pacmiaBe KF-KCI-KI-K,SiFg:
1 — xBaprieBas siueiika; 2 — 9KpaH U3 HUKENS; 3 — TUTENIb U3 CTEKJIOYTIIEpPOIa;

4 — KpeMHHUEBBIC IEKTPOIBI; 5 — MaH)KeTa U3 BAKyyMHOM pe3uHbl; 6 — hTopormacToBas
KpBILIKA; 7 — IUIF030BOE YCTPOMCTBO U3 BAKYYMHOM PE3UHBL, 8 — PE3MHOBBIE
YIUIOTHUTENM; 9 — 3Kkpanbl; 10 — KBapleBbIe YE€XJIbl 1J11 TOKOIIOBO/IOB;

11 — BosibhpaMOBBIE TOKOTIOABOABI;, 12 — pabouuit anexTpon; 13 — pacmias;

14 — rpaduToBas nojcraBka
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PaGounMu 37€KTpOAAMH  CIY>KWJIM CTEKJIOYTJEpOHble MIacTUHKU 40-5-2MM
(CY-2000, 99.999 wmac.%, VYpanmeraumrpapur u Sigradur G, Tepmanus).
['eomeTpHrYecKas II0maabs pabouero SIeKTpoa BapbupoBanack ot 1.6 1o 2.1 cm?,

OKCHNEPUMEHTHI MPOBOAUIN B 3aKPBITOM TPEXIIEKTPOJHOW KBapLEBOU sUEHKe
(pucynok 3.1) B armocdepe BricokouncToro aprona npu 973 K. [[ns npenorBpamieHus
ropenusi, aepopManuu (PTOpPOIIaCTOBOM KpPBIIKA 6 HMENCS HHUKEIEBBIM SKpaH 2.
KonTelHepoM I 3IIEKTPOJIUTA CIYKWJI CTEKJIIOYTJIEPOAHBIA TUTENb 3, MOMENICHHBIN
Ha TpaduTOBYIO MOACTAaBKY 14. B KauecTBe 35ieKTpoia CpaBHEHHS M BCIIOMOTaTeIbLHOTO
anekTpoAaa 4 UCHONB30BAIM IUIACTUHBI W3 MOHOKPUCTAIIMYECKOTO  KPEMHUS
(99.9999 mac.%, ITAO CarypH). Tokomomsomamu mis PO, BD u DOC cuyxwmm
BOoJIbpamMoBbie cTepkHU 11, momemieHHbie B KBapieBblie udexibl 10. Jlms cMeHbl
paboyero 5JeKTpoAa B TEYEHUE BSKCHEPUMEHTa ObUIO MPEAYCMOTPEHO UUIF030BOE
YCTPOMCTBO 7.

[IpenBapuTelbHO IEpeIIaBIeHHYI0 cMech HeoOxomumoro cocraBa KF-KCI-KI-
K,SiFs obmeit maccoir 150 T pacronaranu B CTEKJIOYIJIEPOJHOM THIJIC, KOTOPBIH
MOMEIIATM HAa JHO PETOPTHl MPHU MOMOIIM BCHOMOTaTebHOrO Aep KaTess. 3aTeM
3aKpbIBAIM SYEUKY KPBIIKOW C Pa3MEIICHHBIMA B HEW JJIEKTpojdaMu. B 3akpeiTon
Ayeiike co3daBaiM BakyyMm. PacnaB HarpeBanu a0 Temiepatypel 573 K u
BBIJICPKMBAJIA B TEUCHHE 3 4aCOB, IOCIIE YETO 3aMOJIHUIH STYEHKY aprOHOM M HarpeBalld
0 Temmeparypbl dKcrnepuMeHTta. llepen  mpoBeneHHWEM  AIEKTPOXUMHUYECKHX
VCCIIEOBAaHUM IPOBOAWIM OYMCTHOM dJiekTponu3 B 2 craauu. llepBas cramus —
MOTEHIIMOCTATUYECKAsI C HEPACTBOPUMBIM IpadUTOBBIM aHOJIOM ILIONIA/IbIO TOpsiaka 4
cm? mipu norenimane -0.1 B. KputepueMm OKOHYaHHUS IOTEHIMOCTATUYECKONM OYHCTKH
ABIISUIOCH CHIDKEHHE AHOJHOM IUIOTHOCTH TOKAa IO BeNW4MHBEI 1 MA/cM?, mis 4ero
TpeboBasioch 2-3 wyaca 3nekTponusa. BTopas — rajabBaHOCTATUYECKHM 3JIEKTPOJSIU3 C
UCIIOJIb30BaHUEM TpaduToBoro karoaa. ITOTHOCTH KaTOAHOro TOKa cocrapisiia 20
MA/cM? M Bpems dnekTponm3a — 2 uyaca. KoHeuHbIM KputepueM 5(P(EeKTUBHOCTH
OUYMCTKH pacIulaBa CIY>XHJIO OTCYTCTBUE MHKA Ha CTEKJIOYTJIEPOJHOM B3JIEKTPOJE IpPH
pa3BepTKe TOTEHIMAJa B aHOJHYIO CTOPOHY mpu noteHimmane 1.2 B oTtHocuTensHO

KPCMHHCBOI'O KBA3UIJICKTPOAa CPABHCHH.
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Jlnsg  ompenencHus MMapamMeTpoOB  3JCKTPOJIW3a OBLIM CHATHI  IMKINYECKHE
BOJIbTaMIIeporpaMmel. Ilepe HavaaoM SKCIEPUMEHTA, ONPEACISIM CONPOTHBICHHE
U3MEPUTEIBHOM  [EMd  METOAOM  HMIIEJAHCOMETPHUM IS OLEHKH  IR.
BosbrammnepoMeTpuuecKue HU3MEPEHUs IIPOU3BOIUIIH npu ITOMOIIA
notenocrara/ranpBanoctata AUtOLAB PGSTAT 302N (Metrohm Autolab B.V.,
Huzmepnauabl) ¢ KCIOIB30BAaHMEM IIporpaMMHOro obecneuenuss Nova 2.1.5, mpwu
ckopoctu pa3Beptku 0.1 B/c (pucynok 3.2). Ilepem wu3MepeHHEM dIEKTPOJIbI
BhIIEp)KUBAIM B TeucHre 30 MHMHYT B pacivlaBe IS YCTAaHOBICHHS IOTEHI[MAJIA.
HauanpHble 3HAYeHHS MMOTEHIMAIOB OICKTPOAa KOHTPOJHMPOBAIM C IOMOIIBIO
MOTEHIIMOCTAaTa/TalbBAHOCTAaTa M OHM HE OTJIHYAIHMCh Ooibilie ueM Ha 5 MB mepen

KaX01 ceprueur U3MEpPEHU.
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PucyHok 3.2 — Pe3ynbpTarhl HUKINYECKON BOJIBTAMIIEPOMETPUH, ITOTYyUYECHHBIE B
pacmuiaBe KF-KCI (2/1)-KI (75 mo11.%)-K;SiFg (0.5 M01.%) npu 973 K (momioskka

CY), npu ckopoctu pa3peptku 0.1 B/c; a — aHOHBII TTHK; 6 — KATOIHBIN ITHK

HpOLICCC OCAXKIACHHUA IIPOBOJAWIIM IIpW ITOMOIIHU HOTCHLII/IOCTaTa/I‘aJ'IBBaHOCTaTa

AutoLAB ¢ wucnons3oBanueM mporpammaoro obtecneuenuss Nova 2.1.5 [21]. Tlo
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MOJIYYCHHBIM ITUKIMYECKUM BOJIBTAMIIEPOTPAMMAM OMPEACTUIN TMOTSHITUATBI IS
OCXJIEHUS KPEMHUEBBIX MOKPHITUH. KaTogHbIe TOTEHIMAIBI 711 TIOTYYCHHS] KPEMHUS
AIIEKTPOJIM30M OBLIH B3SATHI 10 KATOJHOTO THKA, BOJW3M MUKA, HA TIMKE U TOCTE IMHUKa
0 IIUKJINYECKOU BoJibTaMIieporpamme (pUCcyHoK 3.2).

Temmepatypy pacruiaBa KOHTPOJINPOBAITU TUTATHHO—TIIATHHOPOUEBOM

TepMONapoi U MOoAAEPKUBaAIM TIpHU oMol Tepmoperyisaropa BAPTA TII703.

3.2.2 MUKpOpPEeHTreHOCNIeKTPAIbHbIN aHAJIN3 U MUKPO(oTOrpadupoBanue

00pa3noB KpeMHHUA

MUKpOPEHTTeHOCTIEKTPaIbHBIN aHau3 U MUKpodoTorpadupoBaHue 00pas3loB
KPEMHHUS TPOBOAMIA HAa CKaHUPYIOIIEM AJIEKTPOHHOM MuKpockore JMS-5900 LV u
Mira 3 LMU Tescan.

[Tocne OKOHUYAHWS 3JEKTPOJIM3A TOJIOKKY C OCAIKOM KPEMHHS H3BJICKAIU W3
sueriku. Jlanee CVY mnorpyxaid B AUCTWUIMPOBAHHYIO BOJY [JIi OTMBIBKH OT
anekTpoiauTa. OTMBIBKY OcCaJka TPOBOAWIM JIO TOJHOTO VYAAJICHUS OCTaTKOB
aNeKTpoauTa. Jlamee BBICYIIMBAIM TIOJYyYCHHBIE KPEMHHEBBIE OCAIKH Ha BO3AYXE C

n00aBJICHUEM CIIUPTA.

3.2.3 CneKTpoCKONuUsi KOMOMHALIMOHHOIO PACCEesIHUSI CBETa

OcaxaeHHbIA KPEMHHUH Ha CTEKJIOYIVIEPOJHOM IUIACTHMHE HU3Yy4YaJd METOJ0M
CHEKTPOCKOIMHY KOMOMHAIIMOHHOTO pPacCesHUsI.

PamaHOBCKME CHEKTPOMETPbl HUCHOJIB3YIOTCS JJISI PErucTpallid  CHEKTPOB
KOMOMHAIIMOHHOTO PACCESHUs PA3JIMYHBIX MAaTEPUAJIOB C BHICOKUM MPOCTPAHCTBEHHBIM
M CIEKTpalbHbIM paspenrenueM (menee 1 cm?). HccnemoBaHme BhIMIEYKa3aHHBIX
o0pasnoB mpoBoauiau Ha PamanoBckoMm cnektpomerpe Renishaw U1000 (Renishaw,

BenukoOputanus), oOmumii BUJ W TPUHIUMIIMATILHAS ONTHYECKAas CXeMa KOTOPOTO
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MIPEICTABIICHBI HA pUCYHKE 3.3.
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Pucynok 3.3 — OOwmuii BUa U IpUHIMITHATBHAS onTHYeckas cxema Renishaw U1000:
1 — KOOpAMHATHBIN CTOJIUK; 2 — ONTHYECKUI MUKPOCKOM; 3 — TBEPAOTEIBHBIN Ja3ep;

4 — ronorpadudeckue QuIbTpsl; 5 — cnekTpomeTp; 6 — CCD nmerexTop

Uccnenyemsbiit oOpa3err 3aKpeTUIsLIN Ha ABTOMAaTU3UPOBAHHOM
TPEXKOOPJAMHATHOM IpPEeIMETHOM cToJiMKe (1) ¢ BOZBMOXKHOCTBIO MO3UIIMOHUPOBAHUS C
marom 0.1 mxm. Jlanee mpu momomm mnpsMoro Mukpockoma Leica DM2500 (2)
OTIpECIISIN 00JIACTH PETUCTPAIMK N300paKeHH, CUTHAJIOB PAMAaHOBCKOTO PACCesHUs
U JIIOMUHECHEHIIMM B TeoMeTpuM oOpatHoro paccesuus. Ilociae »3toro ¢
MCITIO0JIb30BAaHUEM TBEPIOTENBHOIO Jiazepa (3) ¢ BO3AYIIHBIM OXJIAXKICHUEM B 3aJJaHHYIO
o0JacTh MOJaBajy JUHEHHO-TOMSIPU30BAHHOE M3IyUYCHHE C JUIMHOM BOJHBI 532 HM C

MOIIHOCTHIO 1 MBT.

CornacHO BBIIICONMCAHHONW METOJMKE Oblia MpOBEACHA CheMKa PamaHOBCKHX
CHEKTPOB OCaXXJIEHHOTO KPEMHHUS Ha CTEKJIOYTJIEPOAHON IUIACTUHE IPU IJIMHE BOJHBI

532 HM C LEHTPaIbHOM 9acTOTOM PEruCTPUPYEMOrO ydyacTka crekrpa pasHoii 300 cm?
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B PEXKMME OJJHOKPATHOTO CKAHMPOBAHUS NPU BPEMEHH HakoIuieHus B 10 cexyHA.

3.2.4 I1o1yKOHTAKTHBI METO/I PACCOIJIACOBAHUS M METO/l 0TOOPaKeHUs

CONPOTHBJICHUS] PACTEKAHUS

Onpenenenne Ttomorpaduu ©  DIICKTPUUECKUX  XapaKTEPUCTUK  0OpasIioB
MIPOM3BOMIIA JIBYMSI METOJaMH: TIOJYKOHTAaKTHBI METOJ pacCOTJacoBaHUS U METOJ
OTOOpaKEHMsSI COTNPOTUBIICHUS pacTeKaHUs. XapaKTepUCTUKU O0Opas3loB  ObUIU

IMOJYUYCHBI IIpKM IIOMOIOM HAYYHO-TCXHHUYCCKOI'O KOMIIJICKCA, HIPCACTABICHHOI'O Ha

pucynke 3.4 NTEGRA Aura (NT-MDT, Poccus).

Pucynox 3.4 — Cxanupyromuii 30H710BbIH MUKpockot, komrieke NTEGRA Aura.
Koudurypauus nns paboThl B BaKyyMme:

1 — 6a30BEbIi OJIOK; 2 — U3MEpPHUTEIbHAS I'OJIOBKA; 3 — CHCTEMa BUOPOU3OIISIITUN; 4 —

cucTeMa BUJCOHAOIIOICHUS; 5 — BaKyyMHasi CTaHIus; 6 — BaKyyMMeTp; 7 — mkad

BJIEKTPOHUKH

Jlist onpenenenus Tornorpaduu Mo MOJTyKOHTAKTHOMY METOAY paccoriiacOBaHUs
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UCITOJIB30BAJICS 30HJA ¢ pe3oHaHcHOM yactotor 235 kI'n. Ilocnme mosydenuss maccuBa
JaHHBIX TPHU TMOMOIIM TMporpammHoro obecredenuss Nova PX, Obuta mpoBeneHa
nmocToOpadoTKa TaHHBIX B Mporpamme Image Analysis P9.

Meton 0TOOpaXkeHHsI CONMPOTHUBIICHUS pACTEKaHUs] OCHOBAaH Ha METOJE
NOCTOSTHHOW cuilbl. JIJ1 mccienoBaHus MEKTPUYECKUX XapaKTepUCTHK oOpasia, Obul

MCTOJIB30BaJIM TPOBOAIINM 30H] ¢ Pt mokpeITHEM U pe3oHaHCHOM yacToToi 230 KI 1.

3.3 DaekTpoaurnyeckoe noaydenue kpemuns B pacmiaBax KF-KCI-KI-K:SiFs

3.3.1 Boi0op 1 000CHOBaHHE COCTaBA PACILIABA

OU3MKO-XUMUYECKUE CBOMCTBA TEXHOJOTUYECKUX CPEJ HMMEIOT OTPOMHOE
3HaUYE€HHE B Pa3pabdOTKE HOBBIX MPOIECCOB MOJYYEHHs] BBICOKOYMCTBIX MaTEpHAJIOB.
3HaHME TaKUX CBOMCTB Kak  3JEKTPOINPOBOAHOCTh, IUIOTHOCTh,  BS3KOCTb
PaCIUIaBJIICHHBIX COJIEM COCTaBJIAIOT OCHOBBI MEPCIEKTUBHON 3IEKTPOXUMUYECKON
TEXHOJOTMM CHHTE3a KPEMHHUEBBIX MaTepuaynoB. lI3MeHeHHe CBONCTB TO3BOJISET
OCO3HAaHO TMOAXOAMTHh K BBIOOPY TEXHOJIOTUYECKUX PEXKUMOB M KOHTPOJIHMPOBATH
MIPOLIECC OCAXKICHHUS.

DNEKTPOIUTUYECKOE MOJyYeHHE KPEMHHMEBBIX IJICHOK MPOBOIMIN B paciuiaBax
KF-KCI-KI-K;SiFg, couetaronux TeXHOJIOTHYECKHAE MPEUMYIIECTBA TaKHE KaK HU3KHE
TEMIEPATypbl MJIABJICHUS, MaJC€HbKOE MOBEPXHOCTHOE HATSDKEHHE, HU3Kasl BSI3KOCTh
cucteM KF-KCI-K;SiFs u KF-KCI-KI.

Ananmu3 muTepaTypHbIX HaHHbBIX [27] mokaszai, yto pacmiaBbl KF-KCI-K;SiFs ¢
moJbHbIM cooTHomenneM KF-KCI (2/1) no cpaBuenuio ¢ pacriaBamu KF-KCI (0.8)
ABJIAIOTCSL 00JIee TEPMUUECKH yCTOMUUBBIMU. M30bITOUHOE coaepkanne pTopuaa Kaaus
CIIOCOOCTBYET YBEIMYEHHUIO TEMIIEpaTypbl Hauaja pas3liokKeHUs TrekcadTopcuiivikara
kanust B paciutaBe cucteMbl KF-KCI-K;SiFs. Onnako mampHeiinas gobaska (ropuaa
KaJlug TPUBOJUT K YBEJIWYEHUIO TEMIlepaTyp JIMKBUAYyca CMEHasich B MOJe

kpuctamusanun K3SiF; [41] st pacmutaBoB KF-KCI-K,SiFs.
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JlanHple TIO TemIeparypaMm JMKBHUAYCA, 3apErHCTPUPOBAHHBIE B HACTOSILEM
UCCJIEIOBAaHUH, TTO3BOJIMJIN BBISIBUTH pabouyro o0nacTh kBazubuHapHoi cuctemsl (KF-
KCI-KI)-K;SiFs mpu KF-KCI (2/1) n konuentpauuu Kl oxosno 75 mon. %. B nannoit
CUCTEME TEMIIepaTypbl JUKBHIYCA SIBIIAIOTCS JOCTATOYHO HU3KUMHU (TaKUMH K€ Kak
s KF/KCI1=0.8). BeiOpanublii cocTaB paciiiaBa It SJIEKTPOJIUTHYESCKOTO TOJyUCHHUS
KPEMHHUEBBIX OCAJKOB UMeEeT pabounii TemmepaTypHblid auamna3on ot 933 K no 973 K,
BIUTOTH J10 Temreparypsl 973 K ne Habmonaercs (o curaany JICK-TI') ynanenue SiF,
B razoByro (azy. PaGouue temmeparypbl OblUIM BHIOpaHBI U3 MOJYYEHHBIX JAHHBIX IO
TeMrneparypam JukBuayca u u3 kpusbix JJCK-TT.

[Tpu sTtoM cootHomenne KF-KCI (2/1) no3Bosnser yaepKuBaTh KOHIIEHTPAIIHIO
K,SiFs Ha ypoBHE JTOCTaTOYHOM JUIs MPOBEJACHHS JJCKTPOJIN3a, a 3HAYUTEIIbHAS OIS
KI (75 w™on. %) pnenmaer pacmiiaB MEHEE arpecCMBHBIM IO OTHOIICHHIO K
KOHCTPYKIIMOHHBIM ~ MarepuaiaMm. Kpome TOro, BBIABICHO, UTO YBEIUYECHUE
koHueHtpauu Kl mpuBoAMT K  CHWXKEHHUIO  YJEIBHOM  3JIEKTPONPOBOJAHOCTH
AIIEKTPOJINTA, YTO COTIacHO [46] OmarompusTHO CKa3bIBaeTCs Ha (popMe MOBEPXHOCTH
ocaJIKa.

HccnegyeMblii 3AEKTPOJUT MO CPAaBHEHUIO € XJIOPUAHO-(PTOPUAHBIM HMEET
HU3KOE TIOBEPXHOCTHOE HATsDKEHHE, YTO 3HAUUTENbHO obsierdaer oOpa3oBaHUE
3apoJIbIIIIel C YMEHBIICHHEM UX KpUTHdeckux paauycoB [60]. Ocaaku, moiyuyeHHbIC B
ANEKTPOJUTE C OOJIBIIMM COJIEpKAaHUEM HOJUJA, Jy4dlle MOJBEPraroTCsd OYHUCTKE OT
pacruiaBa Mo CpaBHEHHUIO C OCAJKaMH, MOJYYCHHBIMH B YHUCTOM XJIOPHUA-(DTOPUIHOM
SJIEKTPOJIUTE. DTO CBA3AHO C BBICOKOM paCTBOPUMOCTBIO MoK 1A Kamus [9].

JleBuaruii, CBS3aHHBIX C HW3MEHEHHEM MEXaHU3MOB peau3aluud 00bEMHO-
TPAHCIIOPTHBIX CBOWCTB, HE BBIABJICHO, CieI0BaTeIbHO, BoIOpaHHbIi paciias KF-KCI-
KI-K;SiFs OyneT sBIATBCS peNpe3eHTaTUBHBIM M KAaTOAHBIA IPOIECC B HEM Oyner
umeTh cxoxuid xapaktep ¢ cuctemoit KF-KCI-K;SiFs.

Kpome mepeuncieHHBIX TEXHOJOTHYECKUX IMPEUMYINECTB, paciiaB, Ojarojaps
CBOEMY JIMANa30HY TOMOIE€HHOCTH, MO3BOJIUT MPOBOJAUTH COIMOCTABJICHUE AAHHBIX MO

3apoasimeodpasoBanuio B cucremax KF-KCI-K;SiFgs u KF-KCI-KI-K;SiFs.
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3.3.2 DyeKTpoOocakKaeHHe KPeMHUSI HA CTEKJIOYTJIEPOTHOM MOAJI0KKe U3

pacmiaBoB KF-KCI-KI-K2SiFs

SHCKTPOJ'II/IBOM paciijiaBa ObLIH IMOJIYUCHBI KPCMHHUCBLIC OCaJIKH Ha

CTEKJIOYTJIEPOIHBIX MOAJIOKKAX MEPBOTO THUIA, MPEACTaBIEHHBIE HA pucyHke 3.5, 3.6,
3.7. Ocagku TMONy4eHbl B JBYX PAa3HbIX pPEXKHUMax: IOTEHIUOCTaTUYECKOM U
raJbBaHOCTATUYECKOM. XMMHUYECKHI COCTaB CTEKJIOYTJIEPOAHOM MOAIOKKHY MTPUBE/ICH B

tabmure 3.1.

Tabmuma 3.1 — XuMu4eckni COCTaB CTEKIIOYTIICPOTHON TTOITOKKH, Mac.%

C Mg Al Si Ca Ti
ocHoBa | 1.5-10% | 1-10* 3-10* | 2.5:10° | 7-107
Cd Na Mn Co Ni Cu
1-10° 1-10° 6:1073 1-10° 3-10° | 2-107
Cr Fe Pb Sn As K
3-10° | 1.5-10% | 42:10° | 1-10° | 3.7-107 | 1-10°
Mo Sb Zn wW B Cr
810° | 3-107 | 2:10* | 1.4-10° | 3:10° | 1-10°
Ocagok mnpencraBisieT co0OiMl  cpocuiudecss 3apoAbllld  KPYriaod  (HOpMBI.

[Tosry4deHHBIE CIIOMIHBIE KPEMHUEBBIE IUVIEHKU TUIOTHBIE U UMEIOT CBETJIO-CEPBIN LIBET,
o0JaaroT XOpouel aare3ueil K MOBEPXHOCTU CTEKJIOYIJIEpOAHOW IuiacTHHbL. [lpu
OTMBIBaHUM OOPA3I0B OT OCTATKOB 3JIEKTPOJIUTA B AUCTUIUIMPOBAHHON BOJE IJIEHKU HE
MEHSIOT CBOM IIBET U (HOpMY, a TakkKe HE OTCIAUBAIOTCSA U HE pa3pyliatoTcs. MoxKHO
OTMETHUTb, YTO IJIEHKA TOYHO MOBTOPSIET (hOpMY A€PEKTOB MOJIOKKH, YTO XapaKTepHO
JUISL TOHKUX TUIEHOK. OOIIMIT XMMHYECKH COCTaB MOJyYEHHBIX OCAJKOB NMPHUBEICH B

tabmurie 3.2.
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Pucynox 3.5 — KpemaueBbie ocaaku Ha CTEKIIOYTIAEPOTHON IMOTOKKE, TTOTYyICHHBIC
anekrposinzoM paciiaBa KF-KCI (2/1)-KI (75 mo1.%)-K;SiFs (1.5 Mom.%), Bpemst
ocaxkneHus 1ig 0, B, T — 120 ¢, mis a, 1, € — 600 ¢, E=0.2 B, T=973 K,

a — BHEIITHUW BHJI JTUIIEBON CTOPOHBI 00pasma Ne 2; 6 — BHENTHUHN BU/I JIUIIEBOW CTOPOHBI
oOpasia Nel; B, r — BHENTHUI BU TOPIEBOI CTOPOHBI 0Opasma Nel; 1, € — BHEITHUHN BUJT

TOPIIEBOM CTOPOHBI 00Opasia Ne 2
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Pucynok 3.6 — KpemH#eBbIC 0Caaku Ha CTEKIOYTIEPOTHOM MOTOKKE IOJYUCHHBIC
anektpoau3oM paciutaBa KF-KCI (2/1)-K1 (75 m0:1.%)-K;SiFs (0.23 Mo11.%),

Bpems ocaxkaenus 60 c, morenuuain 0.2 B, T=973 K, ysenuuenue B 50 pa3

Pucynok 3.7 — KpemHueBbIit ocanok moyueHHbIi anekrpoian3zom KF-KCI (2/1)-KI (75

M0J1.%)-K3SiFs (0.23 Mo11.%), Bpemst ocaxkaenus 60 cek, moreniuan 0.2 B, T=973 K

Tabmuma 3.2 — XuMu4ecKkuid cocTaB 00pasIioB CILIONIHBIX IIEHOK KpeMHHUs, Mac.%0

Si

)

As

Sb

Zn

Ti

Sn

Ta

Fe

Cu

Ni

B

Cd

OCHOBa

2:10

41073

21073

2:10

41073

2:10°

4-10°°

2:1072

4103

1-1072

11072

2:10

mieHokK. [TomydenHsle ocanku coneprkanu nmpuMecu B koamyectse 0.12 mac.%.

N3 Tabnuiel 3.2 MOXKHO clieiaTh BbIBOJ O HEIOCTATOYHON YUCTOTE KPEMHHEBBIX




92

B cBs3u ¢ HanuuueM nOpuMecedl B IIICHKAax, CIEAYIOIIME 3KCIEPUMEHTHI
MIPOBOJIIIN C TPYMIION CTEKJIOYTIEPOIHBIX MAaTEPHAIOB, CITOCOO MOATOTOBKUA KOTOPHIX
onucad B 1. 3.2.1. ['paduroByto noxacraBky (pucyHok 3.1, mo3uiust 14) 3aMeHUIN Ha
IIUPKOHUEBYIO CTPYXKYy, yOpanmu HUKENeBbId 3kpaH (pucyHok 3.1, mosumusa 2),
3aMEHWJIM NUIaHrd g noxaun raza Ha [IBX. Ortkazamuch OT HCHOJb30BaHUSA
rpaduUTOBOIO ANEKTPOJA B KaUeCTBE KATOJa JIJIi OYUCTHOTO 3JIEKTPOJIN3a, BMECTO HETO
UCIIOJB30BAIM  CTEKJIOYIVIEPOAHYIO  MOMJIOKKY, YBEIUYUIUM BpEMSI OYUCTHOIO
ANEKTPONIHN3a 0 4-X 4aCOB U C NEPUOJAUYHOCTHIO B yac MeHsu CY kaTton.

MukpodoTorpadun MoTyIeHHBIX 0CaaKOB U pe3ynbratel MPCA mpeacTaBicHb

Ha pucynkax 3.8, 3.9. B tabnure 3.3 npeacTaBieH KOMIOHEHTHBIA COCTAaB OCAJIKa.

Pucynox 3.8 — MukpodoTorpadus ocagka KpeMHHs, TOJIYICHHOTO U3 paciijiaBa
KF-KCI (2/1)-KI (75 m01.%)-K3SiFs (1 M01.%) nipu Temmeparype 993 K npu pasHbix

YBEIIMYECHUSX, TNIOTHOCTH TOKA 0.1 Alem?, Bpems ocaxaeHus — 60 ¢

Sum Spectrum

7]

\ - A

0 2 4 6 8 10 12 14 16 18 20
Full Scale 6608 cts Cursor: 10.240 (5 cis) keV

Pucynok 3.9 — Pesynsratel MPCA ocanka, moJiydeHHOTO U3 paciiiaBa
KF-KCI (2/1)-KI (75 mo11.%)-K3SiFs (1 M01.%) nipu Temmneparype 993 K,

moTHOCTH ToKa 0.1 A/cm?, Bpems ocaxnenus — 60 ¢
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Tabnuna 3.3 KoMmoHeHTHBIN cocTaB ocajka, noiaydeHnoro u3 pacruiaa KF-KCI (2/1)-
KI (75 mon.%)-K,SiFg (1 mon.%) npu Temnepatype 993 K, miotaocts Toka 0.1 A/cm?,

BpeMs ocaxaeHus — 60 c.

DIeMeHT Maccosas gons, % AToMHBIN cocTaB, %
@) 5.46 9.33
Si 90.66 87.99
K 3.88 2.71

[lo pesymbraTaM pPEHTTEHOCIEKTPAIBHOTO aHAJIM3a BHIHO, YTO MOJIYYEHHBIH
OCaJOK YUCTBHIH U TMOKPBHIBAET BCIO NMOBEPXHOCTh CTEKJIOYIJIEpOa, TaK KaK JaHHBIE
MPCA mnoka3bIBatoT IOJIHOE OTCYTCTBHE YIJIepojia B cocTaBe ocaaka. Hanuuue cnenos
Kamusi OOBSACHSAETCS OCTaTKaMH DJIJIEKTPOJIMTAa Ha MOBEPXHOCTH IUICHKH, a CIEI0B
KHUCJIOpOJla — OKCHJICHHEM IOBEPXHOCTH OCajka Ha Bo3ayxe. Takum oOpasom, mpH
mwioTHOCTAX Toka 0.1 A/cm? ObUI IONYYEH TOHKHMM, CIUIOIIHOM OC4J0K KPEMHHS,
KOTOPBIN MOJHOCTBIO MOKPBIBAJ BCIO MOBEPXHOCTH padOUEro 3eKkrpoaa 3a 60 cexyH.

B cnenyromell cepun 3KCHEPUMEHTOB OBLIM IMOJIy4E€HbI 00paslibl ¢ BPEMEHEM
ocaxkaeHus 1 munyta (00pasusl 1, 2), 5 MunyT (oOpaszen 3) u 10 munyt (oOpazen 4). Ha
pucynke 3.10, 3.11 mpexacraBieH oOmuMi BUA KPEMHHUEBBIX OCAJIKOB JUISI BPEMEHU
ocaxaenus 60 u 300 cexyna. Jlanapie COM-MPCA muieHok npuBeneHs! B Tadnuie 3.4,
3.5 u na pucynke 3.12, 3.13 u 3.14. Pe3ynbTaThl CBUAETEIBCTBYIOT 00 OTCYTCTBUU B

ocaakax HexenarenpHbix npumeceit (Fe, Cr, Mo, Co, W).
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Pucynok 3.10 — KpemHUeBbIC OCaIKi Ha CTEKJIOYTIICPOTHOMN TOIOXKKE, TTOTYICHHBIS
anektposinzoM pacimiaBa KF-KCI (2/1)-KI (75 mo11.%)-K;SiFs (0.23 m011.%),

BpeMs ocaxaenus 60 ¢, morentman 0.2 B, T=973 K, 6e3 yBenudeHus

Pucynox 3.11 — OGmuii Bug KpeMHUEBBIX OCAJKOB Ha CTEKJIOYTJIEPOIHOM TOJIJIOKKE,

MOJYYCHHBIX DJIEKTPOJIM30M PACIlIaBa
KF-KCI (2/1)-KI (75 m01.%)-K,SiFg (0.23 M0:1.%), motentan 0.2 B, T=973 K,

a — Bpems ocaxaenus 60 c; 6 — Bpemst ocaxaenus 300 ¢
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Pucynox 3.12 — COM uzobpakenus moBepxHocTr 00pasios 1 (a, 06) u 3 (B, T), pacruias

KF-KCI (2/1)-75 mon.% KI-1.5 momn.% K;SiFs, katoansiit motenimain 0.2 B, Bpems

ocaxxknenus 1 muH (o6pazer 1) u 5 mun (oOpa3zer 3)

Tabnuna 3.4 — lanusie COM-MPCA nns pucyska 3.12

OnemeHTt, mac.%
O6pazen Pucynok Crnektp
C 0] Si K
1 0.62 14.36 85.01 -
3.12a
2 - 20.08 76.37 3.55
1
3 - 24.24 73.61 2.16
3.126
4 - 18.38 78.69 2.93
5 - 12.72 86.01 1.27
3.128
6 - 9.19 89.84 0.97
3
7 - - 100.00 -
3.12r
8 - 15.39 83.10 151
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Pucynox 3.13 — COM u3o0pakeHus moBepxHOCTH 0Opasia 2

INEKTPOHHOE W INEeKTPOHHOE u3o6paxeHune 9

6paxeHne 5
AL E g

Pucynox 3.14 — COM u3o0pakeHus MOBEPXHOCTH 0Opasma 4

Tabnuma 3.5 — Jlanasie COM-MPCA noBepxHocTr 00pa3ios 2 u 4

OnemeHT, Mac.%
O6pazen | Pucynok | Crnektp
C 0] Si K
20 - 9.81 88.70 1.49
21 - 15.57 83.12 1.32
2 313a 22 - 9.32 89.06 1.62
23 - 6.70 91.70 1.59
24 - 8.09 90.39 1.52
31 - 14.53 84.15 1.32
9 3136 32 - 12.26 86.09 1.64
33 - 9.77 88.92 1.31
34 - 8.39 88.57 3.04
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IIpooonsicenue mabauyvt 3.5

OnemeHT, Mac.%
O6pazen | Pucynok | Cnektp
C 0] Si K
c 3.136 35 - 8.32 88.33 3.35
10 - 6.27 92.27 1.47
11 - 6.23 92.46 1.31
4 3.14a 12 - 6.45 92.01 1.54
13 - 6.09 92.37 1.54
14 - 6.43 91.99 1.57
17 - 9.45 88.64 191
18 - 7.45 90.85 1.70
4 3.146
19 - 3.85 94.29 1.86
20 - 5.60 92.74 1.66

[lo pesympraram COM MOXHO OTMETHTh, 4YTO IOJYYCHHBIC OCAJKH
HPE/ICTABIIAIOT COOOHM CIUIONIHBIC IUICHKHM. Hanmuuue HapoCTOB KPEMHHUS Ha 3THX
TUICHKaX OOYCIIOBJICHO YBEJIMUYCHHEM BpEeMEHH diiekTposu3a. Ocaaku ObLIM CBETIO-
cepbIMH 03 IBETHBIX BKPAIUICHHI, HE UMEJIH TPCIIHH, HE OTCIAUBAIUCH OT MOJIOKKH
¥ HE MCHSUTH I[BET MOCJIC MPOMbBIBAHHS B TUCTUILTMPOBAHHON Bojie. Takum oOpa3om, Ha
JAHHOM 3Tarle WCCICIOBAHUI TMOKa3aHA MPHHIUIHAIBHAS BO3MOXHOCTH MOJIYyYCHHUSI
TOHKHX KPEMHHEBBIX IUICHOK, B TOM 4Hcie 0€3 COJAepKaHUS HEeXKeIaTeIbHbIX
npumeceit, u3 pacmiaBop KF-KCI (2/1)-75 mon.% KI-K;SiFs Ha cTekioyriepoaHoit
TIOJIJIOMKKE.

Hanabeie COM-MPCA 1151 KpeMHUEBBIX OCAJKOB, MOJYYEHHBIX B AJEKTPOIUTAX
KF-KCI (2/1)- KI (75 mo1.%)-K;SiFs mpu pa3HbIX KOHICHTpAIHUAX HOAWIA Kalus B
rajJbBaHOCTATHYECKOM pEXHME C BapbHUPOBAHHEM KAaTOMHOW IUIOTHOCTH TOKAa |

BPECMCHEM OCAKACHUS IMPCACTABIICHBI B IIPUTOKCHUH b.
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3.3.3 UcciienoBanne KpeMHHEBBIX MOKPBITHIA, MOJYy4YeHHBIX HA CTEKJI0YIJIEPOIHOI

noaJioxke u3 pacmiaBoB KF-KCI-KI-K:SiFs

Jisi u3ydeHHuss KPEMHHEBBIX IOKPBITUH HCITOJIB30BAIM METOJIbI, OIUCAHHBIC B
n.3.2.4, 3.2.5. CnexkTpockonuei KOMOMHAIIMOHHOTO pAacCEesHHUs CBETa TOTyYEHBI
JTaHHBIC TIOATBEPIKAAIOIINE HAIMYNE KpeMHUs B ocaake (pucyHok 3.15, 3.16). Tak kak
JUTSL CTEKITOKJIOYTJIEpO/ia B TIEPBOI CEPUU OIBITOB IO MOJYYSHUIO KPEMHUS, ONMCAaHHOMN
B 1 3.3.2, ObUIM HEYIOBICTBOPHUTEIBHBIE PE3YyIbTaThl, CBA3aHHBIC C HEIOCTATOYHOMN
yuctotoi CY  minacTuHBl IS JAJbHEHWINErO  HMCCIIEAOBAHUS  KCIIOJB30BaId

oATroTOBIIEHHBIM CY U3 BTOPON CEPUU ONBITOB.

- WIRE 2.0 - [Single scan measurement 1]
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Pucynok 3.15 — Mecto cbema KP cniektpockonuu ajis 06pasiia nmoayueHHoro Ha
CTEKJIOYTJIEPOAHOM MOJIJIOKKE B MOTEHIIMOCcTaTHYeckoM pexume nipu 0.3 B, T=973 K,
Bpems ocaxaenus 300 ¢, sanekrponunsoM paciviaBa KF-KCI (2/1)-KI (75 mo1.%)-K,SiFs
(0.23 mom.%)
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Pucynok 3.16 — Pe3ynbTaThl CIEKTPOCKONMHY KOMOMHAIIMOHHOTO PacCesTHUS TSI
o0pa3la MoJy4eHHOro Ha CTEKJIOYTIIEPOTHOM MOI0KKE B MOTEHIUOCTATUIECKOM

pexxume nipu 0.2 B, T=973 K, Bpems ocaxxnenus 1800 c, anexrponuzom pacrmiaBa KF-

KCI (2/1)-KI (75 mo1.%)-K2SiFs (0.23 Mon.%)

Ha cnextpe KP BheigBaeHa KoneOarenbpHas mnonoca okono 512-515 cmt
XapakTepHas i1 KojeOaHud cBsa3m  Si-Si, BTOpuuHas KojieOaTelbHAs IOJ0ca
cootsercTByeT 925 cml. JIpyrux koneGaTenbHBIX IOJIOC OTMEYEHO HE OBLIO, YTO
TOBOPUT 00 OTCYTCTBUU Ha MTOBEPXHOCTHU OCAJIKA TUOKCH]Ia KPEMHHUS.

Jlamee  wcciaenoBaHWE ~— KaTOMHOTO — OcCajaKka  MPOBOAWIIA  METOJAMH
MOJIYKOHTAKTHOTO PACCOTJIaCOBAaHUS M OTOOpPaXEHUs COMPOTUBIICHUS PACTEKaHUS.
Hcrnonb3yss MeTod BBIACICHUS JIOKATBbHBIX O0BEKTOB Ha 2D-m300paxenHuu Obuia
noyiydeHa Tabiuia pasMepoB dactuil. Ha momydeHHoM 2D-m300paxkeHuu (pUCYHOK
3.17) MOXHO OTMETHTB YacTHUIIbI cheprueckoit GOpMbI CO CpeAHUM THaMeTpoM 296 HM
u cpennerr o6mnacteio 0.0769 MkM?. Tlo maHHBIM noiyyeHHbIM ¢ 3D uzo0pakeHus
(pucyHok 3.18) ompepaeneHo, YTO BBICOTA YACTHI[ B CpeAHEM cocTamisger 114 HM.

Cpenanii 066eM 0HOTO chepHIecKOoro KiaacTepa cocTaBui 5.924-10721 m3,
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Pucynox 3.17 — Pe3ynbTaThl aTOMHO-CHJIOBOM MUKPOCKOIIUY /I 00pasiia

noxydeHHoro npu miotoctu Toka 0.1 A/em?, T=973 K, Bpems ocaxnenus — 60 ¢, B

pacmiaBe KF-KCI (2/1)-KI (75 mo11.%)-K3SiFg (0.5 Mo11.%)

3

Pucynok 3.18 — Pe3ynbrathl aTOMHO-CHUIIOBOM MHUKPOCKOIIUH JIJIs1 00pasiia
noJyueHHoro 1pu miotHocty Toka 0.1 A/em?, T=973 K, Bpems ocaxaenus — 60 ¢, B
pacmiaBe KF-KCI (2/1)-KI (75 mom.%)-K;SiFg (0.5 M011.%). cpenuuii nuamerp

Kjactepa 296 HM, cpeqiHss BbicoTa kiactepa 114 um
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B rtabmuue 3.6 mpeacTaBieHbl JAaHHbIE C ATOMHO-CHUJIOBOTO MHUKPOCKONA IS

KPECMHHCBLIX OCAAKOB ITOJIYYCHHBIX Ha CTGKHOYFHGPOHHOﬁ IIJTaCTHUHC.

Tab6muma 3.6 — J[aHHBIE TIOTyYEHHBIE TTPU ITOMOIIH aTOMHO-CHJIOBOTO MUKPOCKOIIA

Cpennuit Cpennsis Cpennuit
JTaMeTp BBICOTA 00beM Vcnosus
No Cocras, M01.% ITomtoxka
KJIactepa, KJlacTepa, | Kiacrepa, OCaXKJICHUS
HM HM M
E=0.05B
KF-KCI (2/1)-KI (75
1 _ 882 782 0.277-1018 T=973 K cy
M011.%)-K2SiFs (1 Mo1.%)
t=1800 c
KF-KCI (2/1)-KI (75 E=0.170 B
2 moi.%)-K2SiFs (0.23 594 493 25.4-10% T=973 K Ccy
Mo11.%) t=30c
E=0.2B
KF-KCI (2/1)-KI (75
3 _ 442 627 17.4-102 T=973 K cy
Moi1.%)-K2SiFs (1 M011.%)
t=60 c
KF-KCI (2/1)-KI (75 E=03B
4 M011.%)-K2SiFs (1.5 1368 941 0.545-10% T=973 K cy
Mo11.%) t=60 c
KF-KCI (2/1)-KI (75 E=0.3 B
5 M011.%)-K2SiFs (0.5 1488 791 0.871-10'8 T=973 K cy
Mo11.%) t=60 c
KF-KCI (2/1)-KI (75 E=0.2B
6 Moi1.%)-K2SiFs (0.23 419 557 35.86-10%* T=973 K cy
M0J1.%) t=1800 c
KF-KCI (2/1)-KI (75 E=0.4B
7 Moi1.%)-K2SiFs (0.5 521 434 37.74-10% T=973 K cy
M011.%) t=300 c
i=0.1 A/cm?
KF-KCI (2/1)-KI1 (90
8 309 161 3.898-102% T=973 K Cy

M011.%)-K2SiFe (1 M01.%)

t=60 c
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Cpennuit Cpennsis Cpennuit
JTaMeTp BBICOTA 00beM Vcnosus
Ne Cocrasn, M01.% ITonnoxxka
KJIactepa, KJlactepa, | Kiacrepa, OCaXKJICHUS
HM HM M
i=0.1 A/cm?
KF-KCI (2/1)-KI (75
9 _ 296 114 5.924-10% T=973 K cy
Mou1.%)-K2SiFe (1 M011.%)
t=60 c
i=0.1 A/cm?
KF-KCI (2/1)-KI (75
10 ) 3219 1015 10.5-1018 T=973 K cy
M011.%)-K2SiFs (1 Mo1.%)
t=300 c
i=0.07 A/cm?
KF-KCI (2/1)-KI (75
11 _ 847 315 67.16-10% | T=973 K cy
M011.%)-K2SiFs (1 M0.1.%) =60
= C

N3 Ttabaunel

MOXHO OLCHUTDH

mepoxoBaTOCThL OCaliKa.

Camass OoubIas

MCPOXOBATOCTh OCaJKa ObLIa IIOJIyuCHA IIpH INNIOTHOCTH TOKa 0.1 1Ax/CM2 H BPCMCHH

anektponu3a 300 ¢, a camyr0 HU3KYIO LIEPOXOBATOCTh UMEKT OCAAKU MPU TEX KE

YCIIOBHUSIX, HO TP MEHBIIEM BpeMeHu ocaxiaenus — 60 c. Ha panHOM starme

HCCICAOBAHUA MOXHO 3adKJIIOYUTb, YTO CIUIOHIHBIC KPCMHHCBBIC IINICHKHM MOKHO

NOJIYYUTh TIPU MIOTHOCTAX Toka oT 0.07 A/ecm? no 0.1 A/cM? M BpeMeHH OCaXIeHHUS

60 c. B moTeHIMOCTATHIIECKOM PEXHME MOXKHO TIOJy4aTh TOHKHE KPEMHHUEBBIC TICHKU

npu noteHuuanax ot 0.170 B no 0.2 B u Bpemenu ocaxaenus 30 — 60 c.

C nomouipro MeTo/1a 0TOOpaXKEHUsI COMTPOTUBIICHUS pACTEKaHUsl ObUIH TOJTyYEHbI

JTaHHBIE MO PACIPENCIICHUIO TOKA M0 MOBEPXHOCTH KPEMHHUEBOW IUICHKH. Pe3ynbraTs

U3MEpEeHUs MpeCTaBIeHbl HAa pucyHkax 3.19-3.22.
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Pucynok 3.19 — ACM-u3o00paxeHne moBepXHOCTH KPEMHHUEBOM IIJICHKH, MTOTYYCHHON
Ha CTEKJIOYTJIEPOIHOM MOJIOKKE B ralbBaHOCTaTHIECKOM peskume rpu 0.07 A/cm?,

T=973 K, Bpems ocaxaenus 60 c, 3JIEKTPOIU30M pacIliaBa

KF-KCI (2/1)-KI (75 mo1.%)-K2SiFs (0.5 Mo.%)

12

10

nA

Pucynok 3.20 — ACM-u300paxeHue NOBEPXHOCTH KPEMHUEBOH TUICHKH, TIOJTyYeHHOU
Ha CTEKJIOYTIIEPOIHOMN MOJJIOKKE B raJbBaHOCTATHUECKOM pexume rpu 0.1 A/em?,

T=973 K, Bpems ocaxaenus 60 c, 3JIEKTpOIU30M paciijiaBa

KF-KCI (2/1)-KI (75 mo11.%)-K2SiFs (0.5 M011.%)
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Pucynok 3.21 — ACM-u300paxeHue NOBEpXHOCTH KPEMHUEBOM TUIEHKH, TTOJTyYeHHOU
Ha CTEKJIOYTJIEPOIHOM MOJIOKKE B MOTEHIIMOCTaTHUYEeCKOM pexkume tipu 0.2 B,

T=973 K, Bpems ocaxxzienus 60 ¢, 3IEKTPOIU30M paciljiaBa

KF-KCI (2/1)-KI (75 Mo11.%)-K,SiFs (1 Mmon.%)

30

20

X,um

Pucynok 3.22 — ACM-u300paxeHue NOBEpXHOCTH KPEMHUEBOM TUICHKH, MTOTy4YEeHHON
Ha CTEKJIOYIJIEPOJHOMN MOMJIOKKE B TOTEHIIMOCTaTuuecKoM pexxkume nipu 0.4 B, T=973

K, Bpems ocaxaenus 300 ¢, 35IeKTpOIM30M pacIjiaBa

KF-KCI (2/1)-KI (75 mo1.%)-K2SiFs (0.5 Mom.%)

[To n300pa>keHusIM, MOTYYEHHBIM MPU MOMOIIM aTOMHO-CHJIOBOTO MHKPOCKOIA
MO>XHO OLICHUTh IPOBOJMMOCTh CHHTE3MPOBAaHHBIX KpPEMHHEBBIX ocaakoB. Ha
pucynkax 3.19-3.22 cBernasi o0jacTh OTpa)kaeT MPOBOJSIIMNA CIIOH, COOTBETCTBEHHO
TEMHasi — Majo NpoBOAAIIMKA. TOK pacTeKkaHus MO MOBEPXHOCTH HCCIEAYEMBIX NEHOK
coctaBuia oT 10 1o 20 HA, caMOe paBHOMEPHOE M CIUIOIIHOE PACTEKAHUE TOKAa UMEIOT
OCajJKH, IIOJydE€HHbIE B TalbBaHOCTarMdeckoM pexume mpu 0.1 A/em®> u B

noteHuuocraruueckom mnpu 0.2 B, Bpemsa ocaxnenuss 60 c. YBeaudeHUE BpEMEHU



105

OCXJIEHUS MTPUBOIUT K O0Jiee HEPABHOMEPHOMY PaCIpeIeSICHUI0 pacTeKaHUsI TOKa 0
MTOBEPXHOCTH OCAKIECHHOTO KPEMHHSI.

[lepen n3MepeHreM TOJIIUHBI TICHKH 00pasilbl 3AJIMBAIN B STIOKCHIHYIO CMOIY
Y U3MEPSUIA Ha MOMEPEUYHOM Cpe3e IIacTuHbl. B Tabnuiie 3.7 mpeacTaBieHbl TOIIIUHBI
MOJyYEHHBIX KPEMHHEBBIX OCaJKOB B 3aBHUCHMOCTH OT YCIOBHH JJIEKTPOJIH3A.
V3MepeHust TONIIMHBI TUIEHKHA IIPOBOJMIN Ha ONTHYCCKOM MuKpockomne Leica DM/LM
("Leica GmbH",

Wetzlar

Microsystems I'epmanusi) u Ha  1UPPOBOM

Mmetasuiorpaduueckom mukpockorne Ansramu MET 1M (OOO «Anstamuy, Poccus).

Tabnuua 3.7 — JlaHHbIE TONIIKMH KPEMHHEBBIX OCaJKOB HA CTEKJIOYIJIEPOAHON MJIACTUHE

B 3aBUCHUMOCTH OT YCJIOBI/Iﬁ QJICKTPOJIN3a U COCTaBa JJICKTPOJIHUTA

1Cpe,Z[H}I}I ZCpeI[H}I}I Pacuernasn
TOJNIMHA | TOJIIMHA | TOJIIKHA YcaoBus
Ne Cocrasn, M01.%
IUICHKH, IUICHKH, IIEHKH, OCaXKIECHUSA
HM HM HM
) E=0.2 B
KF-KCI (2/1)-KI (75 m01.%)-K2SiFs
1 1000 <1000 492 T=973 K
(1 mo1.%)
t=60 c
_ i=0.1 A/cm?
KF-KCI (2/1)-KI (90 m011.%)-K2SiFs
2 2000 <1000 1867 T=973 K
(1 mo1.%)
t=60 c
_ i=0.07 A/cm?
KF-KCI (2/1)-KI1 (75 m01.%)-K2SiFs
3 1000 1000 1308 T=973 K
(1 mo11.%)
t=60 c
_ i=0.1 A/em?
KF-KCI (2/1)-KI (75 m01.%)-K2SiFs
4 1000 1000 1868 T=973 K
(1 M01.%)
t=60c
. E=0.3 B
KF-KCI (2/1)-KI (75 m01.%)-K2SiFs
5 2000 1000 934 T=973 K
(0.5 m01.%)
t=60c
. E=0.170 B
KF-KCI (2/1)-K1 (75 m01.%)-K2SiFs
6 1000 <1000 311 T=973 K
(0.23 m011.%)
t=30c¢c
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1Cpez[H5{5{ ZCpeI[HﬂSI Pacuernasn
TOJIIIMHA | TOJIIMHA | TOJILMHA Ycenosus
Ne Cocras, M01.%
IJIEHKH, IJIEHKH, IUIEHKH, OCaXICHUS
HM HM HM
) E=0.3 B
KF-KCI (2/1)-KI (75 mo1.%)-K2SiFs
7 2000 2000-4000 1827 T=973 K
(1.5 mon.%)
t=60c
_ i=0.1 A/cm?
KF-KCI (2/1)-KI (75 mo1.%)-K2SiFs
8 7000 2000-5000 3736 T=973 K
(0.23 m011.%)
t=120c
. E=0.4 B
KF-KCI (2/1)-KI (75 mo1.%)-K2SiFs
9 2000 2000-6000 3820 T=973 K
(0.5 mon.%)
t=300 c
. E=0.05 B
KF-KCI (2/1)-KI (75 m01.%)-K2SiFs
10 6000 3000-6000 4332 T=973 K
(1 mon.%)
t=1800 c
. E=0.05 B
KF-KCI (2/1)-KI (75 m01.%)-K2SiFs 10000-
11 16000 10896 T=973 K
(1 mon.%) 16000
t=3600 c
_ i=0.1 A/cm?
KF-KCI (2/1)-KI (75 m01.%)-K2SiFs 6000-
12 7000 9340 T=973 K
(1 mon.%) 15000
t=300 c
. E=0.2B
KF-KCI (2/1)-KI (75 mo1.%)-K2SiFs 10000-
13 16000 29755 T=973 K
(0.23 M011.%) 30000
t=1800 c
_ i=0.1 A/cm?
KF-KCI (2/1)-KI (75 m01.%)-K2SiFs 20000-
14 35000 37360 T=973 K
(0.23 m011.%) 60000
t=1200 c
L. nammple ¢ onTuyeckoro mukpockomna Leica DM/LM;
2- nanmbIe ¢ U(POBOro MeTaIorpadudeckoro Mukpockona Ansramu MET 1M.

JlaHHBIE OTKJIOHEHHSI MOTYT OBITh CBSI3aHHBI C YAaCTUYHOM TOTEpel ocajka Mpu

B HekoTOphIX Cilyyasx pacueTHas TOJIIMHA OCaJKa HE COBMAIAET C U3MEPEHHOM.
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OTMBIBKE, HEPAaBHOMEPHBIM POCTOM OCaJKa MO MOBEPXHOCTU 3JIEKTPOJa, HATEKAHUEM
3JIEKTPOJIUTA HA KATOJl, IIEPOXOBATOCTHbIO KATOAHOTO MaTepuaia.

Pacnpenenenue ocajgka MO TMOBEPXHOCTU M TOJIIMHBI KPEMHHEBOW IUICHKU B
3aBHCHUMOCTH OT YCJOBHMM OCa&XIEHHUS NpEJCTaBiIeHbl Ha pucyHkax 3.23. [lanHble
HoJy4eHbl Ha MmertautorpaduyeckoMm mukpockorne Anstamu MET 1M B momepeunom

cpese.

T OTpesok T OTpesok T
_L OnuHa: 30.2344 um NnuHa: 30.2344 um

= =
Anvna: 30.2344 um AnwvHa: 30.2344 pm

r pi | c

Pucynox 3.23 — U3o0pakenns ¢ metayorpadudeckoro Mukpockona Anpramu MET
IM, TonumHa KpeMHUEBOro NOKPHITUS HA CY MOAI0KKE B 3aBUCUMOCTH OT YCIIOBUMA
nonyuenus: a —i=0.1 A/em?, T=973 K, t=120 ¢; 6 — i=0.1 A/em?, T=973 K, t=300 ¢; B —
E=0.3 B, T=973 K, t=60 c¢; r — E=0.4 B, T=973 K, t=300 c; n — E=0.05 B, T=973 K,
t=1800 c; e — i=0.1 A/em?, T=973 K, t=1200 ¢

Ha ckanupyroniem snekTpoHHOM Mukpockorie Mira 3 LMU npoBenu uzmepenue
TOJIIIMHBI M COCTaBa ITUICHKH, PE3yJbTaThl MPEJCTaBICHBI Ha pHCyHKe 3.24, 3.25,

tabnuma 3.8. B Tabmune 3.7 maHHbBIN 00pa3el Hax0IUTCs MO HOMEpPOM 4.
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N
SEM HV: 15.0 kV WD: 15,00 mm MIRA3 TESCAN
SEM MAG: 16.0 kx Det: SE, BSE
View field: 13.0 pm UKN «Cocras sewecTsas

Pucynok 3.24 — Pe3ynbrathl ©3MEpeHUs TOJIIHMHBI KPEMHUEBON KJICHKH TOTYyYEHHOW B
ranpBaHocTaTudeckoM pexume npu 0.1 A/em?, T=973 K, Bpems ocaxnenus 60 c,

anektposmr3oM paciutaBa KF-KCI (2/1)-KI (75 m0:1.%)-K3SiFs (0.5 M0:1.%)

6MKmM

Pucynox 3.25 — COM mnonepeunoro cpe3a obpasma, | — KpeMHHEBas TUICHKA; 2 —
KpeMHHUEeBas TJICHKA Ha TPaHUIIe KPEMHUM/CTEKIIOYTIEPO; 3 — CTeKIOyIiepo; 4 —

SIOKCHAHAaA CMOJIa
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Tab6muma 3.8 — Jlanasie COM-MPCA mis pucynka 3.25

OnemeHT, Mac.%
Crnekrtp
C O Si Cl K
1 12.04 86.23 - 1.73
2 16.79 79.97 - 3.24
3 89.99 8.43 0.76 - 0.82
4 78.11 | 21.11 0.39 0.39

Crnenyetr OTMETHUTH, YTO Ha MOMEPEYHOM Cpe3€ MPUCYTCTBYET aJCOPOUPOBAHHBIN
KHCIIOpOA. JlaHHBIM METOJIOM, MpUMeECEN KpoMe Kalus U KUCIOpOoJa, OOHAPYKEHO He
obu10. Kuciaopon Ha NMOBEPXHOCTHM KPEMHHMEBOIO OCa/iKa MOSBISETCA B PE3yNbTaTe
OYHCTKH oOpaslia oT »JeKTponuTa. M3-3a HEMOMHOro yHajaeHUs 3JIEKTPOJIUTA C

IMOBCPXHOCTHU IINICHKHN Ha6J'IIOI[a€TCSI HE3HAYUTCIIbHOC KOJITMYCCTBO KaJIud.

3.4 BeIBOBI 11O rJ1aBe 3

CrnomrHple  TUIGHKHM ~ KPEMHHS — TIOJIYYCHBI  IOTEHIIMOCTATHYECCKHM U
ragpbBaHocTaTndeckuM tekTpoim3oM paciuiaBoB KF-KCI-KI-K;SiFg (0.23-1.5 moi.%)
B aTMOc(epe aproHa MapKH «0C.4.» Ha JABYX PA3JIMYHBIX TPYIIAX CTCKJIOYTJIEPOIHBIX
noioxek npu noteHnuane ot 0.1 B mo 0.4 B (otHOocuTensHO Si-MOHOKpHUCTAILIA) U
mnotHoct Toka 0.07 A/em?, 0.1 A/em?. Bpems ocaxnenus cocrasuio ot 30 mo 3600 c,
npu Temneparypax 973, 993 K. OGpasiibl, moJydeHHbIE Ha cTekinoyriepoae Mmapku CY-
2000 6e3 mpeaBapUTeIbHON MOATOTOBKU UMENTH OOJIBIIIOE KOJUYECTBO HEXEIATCIbHBIX
npuMmeceit. KpemHuil, mnonydeHHbI Ha crekioyriaepoae Mapku Sigradur G ¢

MpeABapUTEIbHON TOATOTOBKOM, omucaHHOW B 1. 3.2.1 oTiauyaercs XOpoOLIUM
Ka4ueCTBOM, TJICHKH UMETH XOPOIIIYIO aJre3uio ¢ MOBEPXHOCTHIO.

ITo cnektpam KP BeIsBIeHa KoneOaTenbHas nosoca okosno 512-515 cmt
XapakTepHasi Js kojeOaHuit cBsi3u Si-Si. JJaHHBIM METOJOM He OOHApY)KEHO MUKOB

COOTBETCTBYIOIIUX OKCHJAAM U JUOKCHAAM KpeMmHHs. Takum o0pa3oMm, MOXKHO
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MIPEANOJIOKUTh, YTO OCAJIOK MPECTABISAET COO0N KPEMHUN 1 HA TTIOBEPXHOCTH HE UMEET
OKCHIHOM MJICHKH.

N3Mepena oTHOCUTENbHAST IIEPOXOBATOCTh MOBEPXHOCTH KPEMHHUEBBIX OCAIKOB.
CaMyl0 HM3KYI0O MMEIOT OCA[KM, IOJyd4eHHbIE npu ImoTHocTd Toka 0.1 A/cm? u
BpemMeHH ocaxjaeHus 60 c. TOHKHME KPEMHUEBBIC IUJIEHKM MOXHO IOJIYYHTh MpPHU

2 no 0.1 A/ecm®> m Bpemenu ocaxaenus 60 c. B

IIOTHOCTAX Toka oT 0.07 Alcm
MOTEHIIUOCTATUYECKOM PEKUME MOXKHO TOJy4aTh TOHKHE KPEMHUEBBIC IJICHKU MPU
notenuanax ot 0.170 B 1o 0.2 B u Bpemenu ocaxaenus 30 — 60 c.

N3MmepeH Tok pacTekaHusi O MOBEPXHOCTU KPEMHHUEBBIX 0CaJKOB. PaBHOMEpHOE
pacTekaHue TOKa IO  TOBEPXHOCTM  HMMEIOT  OCaJgKH, TIOJy4YCHHBIE B
rajbBaHOCTAaTMYECKOM  peXumMe  nOpu  IoTHoctu  Toka 0.1 AleM® n
noreHuuocratnaeckom pexkume npu 0.2 B u cocrasnser ot 10 go 20 HA.

TommmHaa mireHok coctaBmia oT <1000 M go 60000 HM B 3aBHCUMOCTH OT
YCIOBUM M BpeMEHM ocaxacHHusi. CaMblii TOHKHA KPEMHHEBBIM OCAJOK IMOJY4YEH IPHU

BpemeHn ocaxiaeHun 30-60 ¢ u nmorenuuane 0.170-0.2 B, mpu Bpemenu 60 ¢ u

miotHocTH Toka 0.07—0.1 A/cm?.
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3AK/IIOYEHUE

1. Ha ocHOBaHMY 3KCIIEPUMEHTANBHBIX JAHHBIX MMOCTPOCHBI (ha30BbIC JUATPAMMBI
kBasuOuHapHbIx cuctreM KF-KCI-KI ¢ monbubiMu otHOmeHusMu KF/KCl 0.8 u 2 u
YCTAHOBJICHO HAJIMYKME B HUX IBTEKTHUECKUX TOYEK ¢ KoopauHatamu 44 mon.% Kl u
761 K, 54 mon1.% KI u 775 K ana cocraoB ¢ KF-KCI (0.8) u KF-KCI (2/1)
COOTBETCTBEHHO.

2. IToka3zaHo, uto mocieaoBarenbHoe BBeneHue B paciiaB KF-KCI (2/1)- Kl (75
MOJI.%) MaKCUMaJIbHO BO3MOKHOTO KOJMYECTBA KPEMHUNCOAEPKAIIMX coeauHEeHHH (1
Moi.% K3SiFs 1 1 Moi.% SiO2) BBI3BIBaCT MOBBIMICHHE TEMIEPATYPhl JTUKBUAYCA OT
912 no 925 wu 3arem go 934 K. Ilpm temmneparype Beime 993 K pacTtBOpeHHBIN
rekca@ToOpcHIIMKaT KaJusl pasjlaraeTcsi ¢ BbIACICHUEM TeTpapTopuia KpPEeMHHUS.
JloGaBKa qUOKCHIA KPEMHUS MTPUBOANT K YBEIIMUEHUIO TIOTEPH MACChI paciijiaBa 3a cueT
JIOTIOJTHUTEIBHOTO BhIJeIeHUss SiF, B pe3yibrare 0o0Opa3oBaHUs (PTOPCHUIMKATHBIX
CTPYKTYPHBIX €IMHHI], YTO TOJTBEPKIAACTCS TEPMOJMHAMUYECKUMU pacyeTaMu.
Kakux-mubo coenrHennit noaa B ra3oBoit ¢aze He 0OHAPYKEHO.

3. U3mepena yzaenbHasi 3J€KTPONPOBOAHOCTh paciuiaBieHHbIX cMmecerr KF-KCI-
KI-K;SiFs-SiO; pasubix cocraBoB B auamna3zoHe temreparyp 860-1043 K. BrisBicHo,
YTO YBEJIMYCHHE KOHIEHTPAIMH HOJUIA Kajdusi CYIIECTBEHHO CHUXKACT YJEIbHYIO
AJIEKTPOIIPOBOIHOCTE: B ciiydae pacmiaBoB ¢ KF-KCI (2/1), nanpumep, Ha 2.4% Ha
kaxapie 10 mon.% KIl. Beenenue B 3Ty cucremy KpeMHHUKCOAEPKALIUX COCAUHEHUMN
MPUBOAUT K JAJIbHEHUINIEMY TOHIKEHHMIO JJIEKTporpoBoaHoCcTH. JlobGaBka 1 Mom.%
K,SiFs ymenbmaer sty Benmuuuny ot 1.4 mo 1.1 Cmreml, mocnenyromee BBenenue B
51eKTpOauT 1 MOI.% AMOKCUIA KPEMHUS MPUBOIUT K MOHMKeHuIo eme Ha 0.3 Cm-cm™,

4. OnpefeneHbl TEMIIEPaTypHbIe 3aBUCUMOCTH TUT0THOCTH paciutaBoB KF-KCI-KI
¢ monbHBIM oTHomeHueM KF-KCI (2/1) Bo Bcem konieHTparmonHoM uHTepBaie Kl.
Paccuntannbie Ha OCHOBAaHUU MOJYYCHHBIX JAHHBIX MOJbHBIE 00bEMBI PACIUIABICHHBIX
cMecell B 3aBHCHUMOCTH OT KOHIICHTPAllUU HOJUAA Kallusg HM3MEHSIOTCS aJITUTUBHO.
Beenenue B pacmiaB KF-KCI (2/1)-KI (75 mo11.%) rekcadTopcuiinkara B MaKCUMaJIbHO

BO3MOXHOM KOJHUYCCTBC IMPHUBOANT K HC3HAYUTCIIBHOMY YBCIMYCHHUIO IINIOTHOCTHU (OT
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2.32 1o 2.36 r/cm® mpu 973 K), Tak ke Kak U IOCIELyIomee N00aBICHUE TUOKCUIA
KpEMHUSI.

5. BriepBbie u3mepeHo noBepxHocTHoe HaTsokeHue paciuiaBoB KF-KCI (2/1)-K1 B
uaTepBaie koHreHTpamuii 0—100 mon.% Kl. B mmamazone temmeparyp 948-1073 K
MOJIyYeHHbIE JTAHHbIE alllTPOKCUMUPOBAHbI TUHEHHBIMU ypaBHeHUsIMU. [loka3aHo, 4TO B
M30TEPMHUYECKUX YCIIOBUSIX 3T BEJIUYMHA YMEHBIIACTCS C YBEJIMUYCHUEM COJIEP KaHUS
nonuna Kamms. JloOGaBkm rekcapTopcMIMKaTa KauMs M JMOKCHAA KPEMHUS
HE3HAUUTEIHHO YBEJIMYUBAIOT MIOBEPXHOCTHOE HATSKEHUE.

6. Ha ocHoBe aHamm3a (PU3MKO-XMMHUYECKHMX CBOWCTB HW3YYCHHBIX DPAacIlIaBOB
BBIOpAaH COCTaB, NEPCHEKTUBHBINA JISl JIEKTPOOCAKIEHUS KPEMHHUEBBIX IUIEHOK. DTO
KF-KCI-KI-K;SiFs ¢ monbabiM oTHOIIeHHeM KF-KCI (2/1), conepsxkammuii 75 mo:1.% KI
u 1 mon.% KoSiFs. Ilpu temmneparype Boime 930 K oH mnpeacraBuser co0oif
TOMOTE€HHYIO >KHAKOCTb, TEPMUUYECKU ycTOWMUMBYIO 10 993 K. OTHOCHUTENBHO HU3Kas
JIEKTPOIPOBOIHOCTh, IOBEPXHOCTHOE HATSDKEHHME M BA3KOCTh  3JIEKTPOJIMTA
CIIOCOOCTBYET Cra)KMBAaHUIO MIOBEPXHOCTH OCAXKIAEMOMN IIJICHKH.

7. OnpenaeneHbl yciaoBus dyekTposm3a BeiopanHoro paciiaBa KF-KCI-KI-K;SiFg
JUI TIOYYEHHs] CIUIOIIHBIX KPEMHHMEBBIX IUICHOK: Temmeparypa 973 K, Bpems
ocaxxaeHuss 60 c, miaotHocts Toka or 0.07-0.1 A/cm?, mortenmman 0.17-0.2 B
(OTHOCHUTENTFHO Si-MOHOKPHUCTAILIA).

8. TlomydeHsl CIJIOMIHBIE KPEMHHEBBIE MOKPBITUS CEPOrO IIBETa, HMEIOIINE
XOpolIee CUEIUIEHHE CO CTEKIJIOYIJIEPOJIHOM MOoI0KKo. Mx Tommuua cocraBuna 0.5—
1.5 MKM, a MOBEpXHOCTh OOpa3oBaHa yYacTULAMM cheprudeckoil (opMbl CO CpeaHUM
nuaMmeTpoM 296 HM u cpenHeit BoicoToM 114 HM. ConepxkaHue KpEeMHHS B COCTaBe
NOJIYYEHHBIX IIEHOK Bapbupyercs oT 89 no 100 mac.%, B kadecTBe mnpumeceit
npucyrctByeT kanui (0-3 mac.%) u kuciaopoa, aacopOMpOBaHHBIA HAa MOBEPXHOCTH.
MeTooM CKaHHpYOLIEH 30HIOBOM MHUKPOCKONMHU OIPEAEIEH TOK pPACTEKaHUs,
KOTOPBI UMEJT MaKCUMaJIbHOE 3HaUEHHUE JJIs TUICHOK, OCAKJICHHBIX B TeueHue 60 ¢ mpu

IOCTOSHHOM TI0THOCTH ToKa 0.1 A/cM? unm pu moctosHHoM notennuane 0.2 B.
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CIIMCOK COKPAIIIEHUHM U YCJOBHBIX OBO3HAYEHUI

DFT — meToabl, OCHOBaHHbBIE Ha TeOpUHU (PYHKIIMOHATIA TNIOTHOCTH
ACM — aTOMHO-CUJIOBO MUKPOCKOM

B3O — BcrioMoraTenbHbIN AIEKTPOa
['IK-cTpykTypa-rpaHelieHTprUpOBaHHas KyOudyeckas
JCK — nuddepeHnnanbHO-CKaHUPYOIIas KaJOpUMETpHs
NBT3 YPO PAH — MHCTUTYT BBICOKOTEMIIEPATYPHOM JIEKTPOXUMHUH Y pajIbCKOIO
oTAeneHus PoccHiicKol akaieMuu HayK

Mac.% — MacCOBBIA MPOLIEHT

MOJ1.% — MOJIbHBIM MPOIIEHT

MPCA — MUKPOpPEHTTE€HOCIIEKTPAIbHBIN aHAIN3

[IAB — noBEpXHOCTHO-AaKTUBHOE BELIECTBO

[IBX — mMOIMBUHUIXJIOPUL

P®A — pentrenodazoBblii aHAIHN3

P3O — paboumii snekrpoa

CTA — cUHXpOHHBII TEPMUYECKUI aHATIU3

CVY — creknoyrnepon

COM — ckanupyromas 3MeKTPOHHAS MUKPOCKOIIUS

TI" — TepmorpaBumeTpus

tepmo-3/IC — TepmMuUeckas 2IeKTpOABMKYIIas cuiia, MB
OTHU — dusuka. Texnonorud. Munosamuu

[BA — nukinyeckas BOJIbTAMIEPOMETPUS

OJIC — sanekTpoaBmxyiasa cuia, MB

OC — 371eKTpOJ CPaBHEHUS

SIMP — ciekTpocKonus sIEpHOTO0 MAarHUTHOI'O PE30HAHCa
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Ilpunooscenue A

Metoanka usmepenus miorHoctu pacmiaBoB KF-KCI-KI-K:SiFs meTomom
THAPOCTATHYECKOT0 B3BEIIMBAHUS

BoJIbIIIMHCTBO UCCAENOBAHMN TIJIOTHOCTH PACIUIABICHHBIX COJIEM, B YACTHOCTH
pacIuiaBoB KF-KCI-KI-K;SiFe, BBITIOJIHEHO METOJIOM TUAPOCTATHUECKOTO
B3BCIIMBAHUS, OCHOBAaHHOM Ha 3akoHe ApXuMeJa, COrjacHO KOTOPOMY IpHU
MOTPY)KCHHH B JKUIKOCTh TeJla €ro Macca YMEHBIIACTCS Ha BEIWYMHY MAaCChl
BBITECHEHHOM 3TUM TEJIOM >KUJIKOCTH.

I'py3 (momiaBok) U3BECTHOTO 00bEMA MOCIENOBATENBHO B3BEIIMBAIOT B ra30BOM
atMocdepe, a 3aTeM B HCCIEIyeMOM paciiiaBe. Pa3HOCTh Macc MoOIUIaBKa B Ta30BOM
aTMocepe W B paciUlaBe, OTHECEHHas K OObeMy IIOIUIaBKa, IIO3BOJISIET HAUTH
MJIOTHOCTH SKUAKOM coJii o ypaBHEeHHIO (1):

p= (my; —my)
|4 A1)

rae p — INIOTHOCTh paciuiaBa, I/cM®; M; — Macca He IOTPYKEHHOTO IIOILIABKA, T;

M, — Macca MOTPYKEHHOTO TOIUIaBKa, I'; V — 00beM BBITECHEHHOTO paciuiaBa (00beM

IUTATHHOBOTO TPy3a), CM>,

[TonyiaBok U3roTaBIMBAIOT U3 OJIATOPOJHBIX METAIJIOB (IJIATHHA, 30JI0TO) WA UX
cruiaBoB. Ero moaBemmBarOT € MOMOIIBKD TOHKOM  KOPPO3MOHHO-YCTOWYHMBOU
IIPOBOJIOKH (TUIATHHA, IUIATUHA-POAMI) K KOPOMBICITY 3JIEKTPOHHBIX BECOB.

[Ipeumy1ecTBa METOA 3aKJIFOYAOTC:

— B BO3MOKHOCTH HCIHOJIb30BAHUSI KOPPO3HMOHHO-YCTOMYUBBIX MATEPHANIOB IS
WU3TOTOBJICHUS TYEMKA U KOHCTPYKLMOHHBIX MaTEPUAJIOB;

—B BBICOKOW TOYHOCTH HW3MEPEHUsA IIPU MCIHOJIB30BAHUM COBPEMEHHBIX

QJICKTPOHHBIX BCCOB BBICOKON TOYHOCTH.

CxeMa yCTaHOBKH I U3MEPEHUS TUIOTHOCTH MpeJCTaBiIeHa Ha pucyHke A.l.



Pucynok A.1 — Cxema yCTaHOBKH JUIsl ©3MEPEHUS TUIOTHOCTH paciiaBoB KF-
KCI-KI-K;SiFg MeTo10M THAPOCTATHUECKOTO B3BCIIMBAHHUS
1 — neys conpoTUBIICHUS; 2 — KBApIIEBbII KOHTEWHEP; 3 —TUTENb (CTEKIOYTIEPO) C
pacruiaBom; 4 — TepMornapa; S — 1uio3; 6 — Bechl; / — nojsec (IiatuHa); 8§ — rpys

(rutatuHa); 9 — MOBEMHUK

OOuuit BUJT YCTAaHOBKHU JIJISI U3MEPEHUs TUIOTHOCTU M YCTAHOBKU C COOpaHHOM

AKCIICPUMEHTAIILHOM SYCHKOM MOKa3aH Ha PUCYHKE A.2.



B
Pucynoxk A.2 — @otorpaduu o611ero Buja YCTaHOBKH JIJIsl U3MEPEHUS IIIOTHOCTH (A),

YCTaHOBKH € COOpaHHOM 3KcniepuMeHTanbHOU ssueiikon (b),

BecoB «Mettler AT20» ¢ moasecom (B)

[InatuHOBBIM cdepudecKkuil TPy3 MOABEIIMBAIN Ha TUIATUHOBYIO IPOBOJIOKY
nuHON okoso 0.6 M m nuametpoM 0.5 MM, COEIMHEHHYIO C AJIEKTPOHHBIMU BECaMHU
«Mettler AT20». N3meputenbHbIii 0JIOK BECOB IMOMEIIAIN B TePMETUIHBIA KOHTECHHED.
KoHnTeitHep 11 BECOB COEAUHSIICA C U3MEPUTEIbHON YEUKOM C TOMOIIBIO BAKYYMHOTO
nuda, Yepe3 KOTOPBI MPOIyCKadach CBOOOJHO BHCSINIAS HUTH TIOJIBECA, YTO
MO3BOJISUIO CO3[1aBaTh OAMHAKOBYIO aTMOc(epy BO BCEX YacTSAX YCTAaHOBKU. UTOOBI
MpEAOTBPAaTUTh KOHJEHCALMIO MapoB COJM HA HUTH MOABECA, €€ MOMEIAIM BHYTPb
KBaplEeBOM TpyOKH, Yepe3 KOTOPYI MNpPOAYBAJIM YHUCTBIA WHEPTHBIA Ta3 (aproH) c
MUHHAMAJIBHOM CKOpocThlo. llorpykeHne B pacmiaB W H3BJICUYEHHE M3 paclulaBa
IUIATUHOBOTO IPy3a MPOU3BOAMIN IPU TOMOIIH NOAbEMHUKA. Ha 3TOM e mogbeMHHKE
Obl1a ycTaHOBJIEHA Meub. [TaTUHOBBIN Tpy3 MOCIEAO0BATEILHO B3BEUIMBAIM B Ta30BOM
aTMocdepe, a 3aTeM B UCCIeayeMol paciiaBieHHou conu. [1o pasHocTH Mace rpy3a B
razoBoil arMocdepe U B pacijiaBe, OTHECEHHOM K 00BEMYy Tpy3a, pacCUMTHIBAIIU

IUIOTHOCTh paciuiaBa 1o ypaBHeHHto (A.l). IlepeueHb cCpeACTB H3MEpeHHH |
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HUCIIBITATCIIBHOT'O 060py,Z[OBaHI/I$I, H€O6XOI[I/IMBIX IJist IIPOBCACHUA  U3MCPCHHA

IUIOTHOCTH PacIlIaBOB, IpUBeAeH B Tabmuue A.1l.

Tabmuma A.1 — [lepedyeHr CpeacTB W3MEPEHMA, WCIBITATEILHOTO OOOPYIOBaHHS U

MaTCpUuaJIOB AJIAA U3MCPCHUS IINIOTHOCTH PACIIIIaBOB

Ne Haunmenosanue, H/I OcHOBHBIE XapaKTEPUCTUKHI

oowem: 30 u; macca: 30 kr; MakcHMManbHash TemIepaTypa:
1150 °C;  mommHocts: 2,0 kBt; Hanpsbkenue: 360 B;
rabapuTHBIE pa3Mepsl paboueii kamepsl: 37%37x60 MM;
rabaputHbie pazmepsl eun: 105x80x110 mm;

JlaboparopHas neub
1 | compoTuBICHHS.
I'OCT 12.2.007.9

Tepmoperymsarop —
U3MEPUTEIIb
nporpammupyemsiii TI1403.
I'OCT P 52931

rabaputHbie pazmepsl: 93x96x48 mm; macca: 0,4 kr;
gactora nuraomero Ttoka: 50 I'm; wuaTepdeiic RS-232;
nurtanue: 220 B

nmuana3on u3Mepenus: 600-1800 °C; mpexnensr momyckaeMon
OCHOBHOI NpPUBEIECHHOW MOTPEIIHOCTH, % OT [AuarazoHa
M3MepeHuil (C yueToM MOTrPEHIHOCTH CXEMbI ABTOMAaTH4ECKON
KOMIIEHCAINH TEeMIEPaTyphl CBOOOIHBIX KOHIIOB
Tepmomapsl): + 0,25;

Tepmonapa miatuna — 10 % | mpenensl  qomyckaeMoil  AOMOJIHUTENBHON — MPHUBEACHHOMN
3 | ponwmii/matuna (Tum B). MOTpeurHocTy, % OT JAuama3oHa U3MEPEeHUM  Tpu
I'OCT P 8.585-2001 TeMIeparype okpyxatoiiero Bosayxa (10-15 °C),

(25-40 °C): £ 0,25; cocras: Pt — cra 90 % Pt + 10 Rh u Pt
— cmiaB 87 % Pt + 13% Rh. 3nauenue Ttepmo-3JIC
tepmonapbl mipu 1000 °C st TuTaTHHA/TUIATUHOPOIUEBOM
(10 %) TEpPMOIIaphbl 9,57 MB, a JUISL
raTuHa/matTuHopoaueBoit (13 %) repmonapsr 10,47 mB.

U3MEpPEHUE TIOCTOSIHHOTO HAIPsDKEHHs B IMpeAenax oT
400 MB no 1000 B; n3mepenune nepeMeHHOTO HANPSHKEHUS B
npeaenax oT 400 mB o 750 B; U3MEpPEHUE
MTOCTOSTHHOTO/TIEPEMEHHOT0 TOKa B mpenenax ot 40 MA 1o
10 A; usmepenue conpotusieHus B npeaenax ot 400 Om 1o
40 MOwm; wum3MepeHHe dYacTOTBHl B mpenenax oT 4 k[ a0
MynbTuMeTp HUppOBOH 40 MI'; u3mepenue €MkocTH B mpenenax ot 4 HO 1o
APPA-109N. TOCT 22261 40 m®; ucnibitanue P-N; n3amMepeHue 4acToThl BpaIeHS;
cea3b ¢ IIK 4epe3 mnocnepoBarensHbli mopt RS-232 ¢
ONTUYECKON pa3BsA3KOM; aBTOBBIKIOYeHHE depe3 30 MuH. C
BO3MOKHOCTBIO OJIOKMPOBKH aBTOBBIKIIIOUEHUS; PETHCTPATOP
Ha 1600 3nauenuii; Min-max nmokasanus; True RMS;
U3MEpPEHUE  CKBO)XHOCTH;  WM3MEPEHUE  TEMIIEpaTyphl;
MOJICBETKA JTUCILIES
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5

IlepcoHaANIBHBINA KOMIIBIOTED
IntelCore i5 4210M 2600

MHz/17.3"/1920x1080/4.0Gb/500Gb/DVD-RW

AHaUTHYECKHE BECHI
«MettlerAT20y.
T'OCT 29329-92

JIHana3oH B3pemuBanus: 0-22 r;
BocnpousBogumocts (¢ 0 1o 20 r): 4 pg (MKr);
JIMHEWHOCTh: = 8 ug (MKT);;

MIePHOJ] CTAOMITH3AIIHH:

(cranmaptHas yctaHoBka): 10-14 c;
KanmOpoBKa BHEIIHUMHU rpy3amu: 20 T;
YYBCTBUTEIHHOCTD:

(remnepatypusblil npetid 1.2): = 1.5 num/°C;
pasmepsl (111 x B x B): 43 x 24 x 29 cm;
uerro: 20.5 ¢pynToB (9,3 kr)

MpeJIesbl 10MyCKaeMou norpemHocty Becon: = 0.01 1mr.

Turenb CTEKIOYTIICPOAHBIN
mapku CY-2000.
TY 48-20-117-92

BMeCTUMOCThE: 40 MiI;

pasmepsl: D =60 MM, d = 37 MM, H =49 mm;
macca: 20 1

WIoTHOCTE: 1460-1510 kr/mS:

nopuctocth: 1.0-2.0 %;

KOA(DPUITUEHT TEPMUYECKOTO PACIIUPEHUS

npu 20-15000 ¢: 3.5-4.0-10° 1/rpax;

ylenapHoe aneKkTpocornpotuBieHue: 45-50 MkOm-Mm;
KO3 (QUIIUEHT TETLIONMPOBOTHOCTH

mipu 200 °C: 4.5-5.5 Bt/m-°C;

MaKkcHMaJbHas paboyas TemMrepaTypa B HHEPpTHOM,
BOCCTaHOBUTENBHOM cpenie u Bakyyme: 2000 °C,

B Bo3aymiHoM cpene: 500 °C (npu quTenbHoN paboTe)

KonTeitHep KBapLEBBIi.
I'OCT 19908

pasmepsl: D = 68 mm, H =350 mm

Bakyymmerp Mepanart-
BUT16T3 c repmo-
npeoOpazoBareiem

[IMT 6-3M-1.

TY 4212-012-12058217-2008

pabouwnii Tuana3oH JaBieHH OT 2,7 101 Ma mo 1-10° Ta (ot
2:10"° 10 750 MM. PT. CT.) B peXKHMe TIOCTOSHHOTO
COTIPOTUBIICHUS;

conpotuBiieHue HarpeBaress: 75.0 Om npu T =25 °C

(72 +£ 4.5 Om);

MIPEAEIIBI JOITYCKaeMOH OCHOBHOM OTHOCUTEIBHOU
MOTPEIIHOCTH U3MepeHut naBneHus (0, %) OT u3MepseMoit
BenmmunHbl: + 30 st auanasona nasiernit 1,33-1-10% ITa
(1-102-75 Mm. pT. cT.) 1 = 50 — B OCTaTBHOM JHAMA30HE
JTABJICHU I

10

JIByxcTyneHuaTsie
BakyyMHbII Hacoc (Kutaif)
VE 225 N

MIPOU3BOIUTENHHOCTD: 70 JI/MUH;

rry6MHa BaKyyMa: ocTaTtounoe gasienue 2-107 ITa,
OCTaTOYHOE JaBjieHue 15 MUKPOH;

MOIIHOCTH/ HanpshkeHue: 245 Bt/ 220 Bt npu 50 I'ix;
npucoeIMHUTENbHAs pe3roa: 1/4"SAE;

00bem Macia: 250 mu;

rabaputHbie pazmepsl: 315 x 124 x 240 mm;

macca: 8,5 kr

11

Apron

99.999 % VYpankpuoras
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[TorpemHocTh M3MEpPEHUS MJIOTHOCTU PACIUIABOB METOJOM THAPOCTATAYECKOIO
B3BEIIMBAHUS CKJIAJBIBACTCS U3 CYMMbl HEUCKIIFOUCHHBIX OCTaTKOB CHCTEMATUYECKOUN U
CIIy4alHOM TMOTPEIIHOCTEM.

CrnydaiiHasi TOTPENTHOCTh  OOYCITaBIMBAETCS  TOTPEIIHOCTSIMHU,  CIyYailHO
M3MEHSIOIIMMHUCS TIPY MOBTOPHBIX U3MEPEHUSIX OJTHOM U TOM 7K€ BEIIMUMHBI.

HewuckitouenHas cucreMaTudeckasi HOrpelrHOCTh 00yCIaBIMBACTCS:

-TIOTPEITHOCTRIO B3BEITMBAHUSI TPYy3a B Ta30BOM aTMocdepe;

-IIOTPEIIHOCTHIO B3BEIIMBAHUS I'Py3a, MOTPY>KEHHOTO B PaCIlIaB;

-TIOTPEIIHOCTBbI0O U3MEpPEHHsT o00beMa BBITECHEHHOTO paciuiaBa (00bema
IJIATUHOBOTO T'Py3a).

JI7d OLEHKM CIy4yahHOM COCTABIIAIONMIEH ITOTPEIIHOCTA H3MEPEHHM ITPOBEIHU

pacueT cpeaHekBaaparudeckoro otkioHeHus (CKO):

N
z(pl _pcpedn)
i=1

N-1

s - (A.2)

rne 0 — IUIOTHOCTh paciuilaBa B I-TOM OINBITE MPH COOTBETCTBYIOIICH
temneparype pactaa T, °C , 1/cM>, Pepeon — CpPEIHEAPUPMETUYECKOE 3HAYECHHE
IUIOTHOCTU paciiaBa Juisi N ONbITOB MpU COOTBETCTBYIOIIEH TeMIlepaType paciuiaBa
T, °C , r/em®; N — 4MCIIO IPOBENEHHBIX OMNBITOB U3MEPEHHS IIOTHOCTH PACILIaBa MpPH

COOTBETCTBYIOIIEH TemnepaType pacmiasa T, °C, N =2.

OtnocutenpHoe 3HadeHne CKO (Som, %) paccunranu:

S
p cpeoH

S -_—

OMH

100% (A.3)

MakcuMalIbHOE 3HAYEHUE Sory U151 IBYX OIBITOB COCTABUIIO:
Sorn = 0.286% = 0.3%.
B3BemmBanue rpysa mpoBOAMIIHN ¢ UCTIOIb30BaHneM BecoB «MettlerAT20».

OTHOCHUTEIbHYIO MMOTPENIHOCTh B3BEHIMBAHHUS TPy3a (Omi-m2) PACCUMTAIH TIO
bopmyie:

JAZ A?
Sy = N A, .100% = As_\/z .100% (A.4)
rnl_mZ rnl_mz
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MakcumanbHOE 3HAYEHUE M3 JIBYX OIIBITOB M3MEPEHHs IJIOTHOCTU paciljaBa
COCTaBHJIO:

Omi-m2 = 0.0012%.

OO0beM IJIATMHOBOIO I'py3a PAaCCUMTHIBAIM 10 YCTAHOBJIEHHOM TemmepaTypHOU
3aBHCHUMOCTH U3MEHEHMS 00beMa IUIaTUHOBOI'O IPy3a OT TEMIIEpaTyphl paciljiaBa:

Vpr=0.648196 + 7.77-10°>T (A.5)
e Vet — 00beM IIIATHHOBOIO TPpy3a (BBITECHEHHOTO paciuiasa), cm®; T — Temmeparypa
pacmuasa, °C. Benmnunna 1ocToBepHOCTH anmpokcuManun R? = 0.97.

VYpaBHeHUE TeMIlepaTypHON 3aBUCMMOCTH OBLUIO YCTAHOBJIEHO O pe3yJjbTaTaM
OTJEJIBHOTO AKCIIEPUMEHTA: YCTaHABJIMBAJIU M3MEHEHHE 00beMa IUIaTMHOBOTO Ipy3a B
paciuiaBe C XOpOILIO HM3BECTHOM IIOTHOCTBIO M MPOBOAMIM BepUPHUKALUIO 3TOU
3aBUCUMOCTH TPH M3MEPEHUU IUIOTHOCTH APYIOM COJM TaKXKe C XOpOIIO M3BECTHOMN
IJIOTHOCTBIO.

Temmeparypy paciiaBa KOHTPOJIMPOBAIA TEPMOIIAPOM € MPEIEITOM JOITYyCKaeMOU
OCHOBHOU ITPUBEJEHHON ITOIPEITHOCTH, KOTOPAsi COCTABIISET:

or ==+ 0.25%.

Hcxonss W3 yCTaHOBJICHHOW TeMIIEpaTypHOM 3aBUCUMOCTUA i Vpi, MOXHO

NPUHSATH:
Ovpt = O = £ 0.25%.
CyMmMapHass OTHOCHUTEJIbHAs CHUCTEMAaTW4yecKas IOTPEIIHOCTh  HM3MEpPEHUs

MJIOTHOCTH PACIIaBa O CKIIAJbIBACTCS U3 CYMMBI Omi-m2 U Ovpt:

5 =1157

ml-m2

162 =0.28%.

Jlist pacdera TOTpPENIHOCTH U3MEPEHHUs IUIOTHOCTH paciuiaBa Op OLEHWIH

ooy o o 0
COOTHOHMICHUEC CIIYYaHnHOHU U CUCTEMATUYCCKOM COCTABIAIOMICH ITOTPEITHOCTH ——.

OMmH

0
B nHamem ciyuae o _028% 0,96, T.c. BBIMOJHsIETCS ycioBue (A.6):
S, 0,29%
0.
0,8<——<8 (A.6)

OmH

Toraa rpanuily MOTpeNIHOCTH Pe3yabTaTOB U3MEPEHUN HAXOIAT 10 (hopMyIie:



5 =K-S (A.7)

rae S = /%+Somu =0.332%

K> — xoadunnent, 3aBucsAmi OT 3HaYCHUM CIIydaliHON U HE UCKIIFOUECHHON

CHUCTEMATHUICCKOM TOTPEIIHOCTH, KOTOPBIM pacCUYMTHIBACTCS IO (hopmyIe:

K =L+52c=1,9 (A.8)
S+,/-=
3

5, =K-5.=1.90,332=0.63%. (A.9)

BI)IBOIIZ OTHOCHTCIIbHAA ITOTPCITHOCTD U3MCPCHUA IINIOTHOCTH PACIlJIaBOB

MCTOAOM I'PAaBUMCTPHUYICCKOI'O B3BCINMBAHUA HC IIPCBBIIIACT 1%.
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Ipunoscenue b

Pucynok b.1 — Mukpodororpadust ocagka KpeMHUs, TOJTYICHHOTO U3 paciijaBa
KF-KCI (2/1)-KI (25 M01.%)-K3SiFs (1 Mm01.%) nipu Temmeparype 993 K npu pasHbix
yBeJIUYEHHAX, II0THOCTE Toka 0.1 A/cm?, Bpems ocaxaenus — 600 ¢, 110 JTaHHBIM

MPCA ocanok coctoutT u3: Si=92.59 mac.%; O=4.64 mac.%; K=2.77 mac.%
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Pucynox b.2 — MukpodoTorpadus ocagaka KpeMHUS, TOJTYYSHHOTO U3 paciljiaBa
KF-KCI (2/1)-KI (28 m011.%)-K3SiFs (1 M01.%) nipu Temmeparype 993 K npu pasHbix
yBenMYeHMsX, IoTHOCcTh Toka 0.002 A/cm?, Bpems ocasknenus — 1800 ¢, mo 1aHHBIM

MPCA ocasiok COAEp>KUT:
Si=6.2 mac.%; 0=25.14 mac.%; K=2.83 mac.%; C=65.83 mac.%
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ZE. B868 1 rrm ;B Zaku x18.8848

1. 888 18k

Pucynox b.3 — Mukpodororpadus ocagaka KpeMHUS, TOJTYYSHHOTO U3 pacijiaBa
KF-KCI (2/1)-KI (46 m011.%)-K3SiFs (1 M01.%) nipu Temmieparype 993 K npu pa3Hbix
yBEIMYEHHSX, IIOTHOCTL Toka 0.0025 A/cm?, BpeMst ocaxaerus — 1800 ¢, Mo 1aHHBIM

MPCA ocasiok COAEPIKUT:
Si=12.52 mac.%; 0=22.18 mac.%; K=2.75 mac.%; C=62.55 mac.%
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ZEkL 5, BOE gigi=s SE 1 ZEKL 1. BEE 1B rirn

Pucynoxk b.4 — Mukpodororpadus ocagka KpeMHHUs, TOITYYEHHOT0O U3 paciiaBa
KF-KCI (2/1)-KI (50 M0:1.%)-K,SiFg (1 Mm01.%) ipu Temmieparype 993 K npu pa3HbIix
yBEJIMYEHUSAX, TNOTHOCTE Toka 0.1 A/cm?, Bpems ocaxknenus — 180 ¢, 1Mo JaHHBIM

MPCA ocanok coctout u3: Si=93.43 mac.%; O=1.23 mac.%; K=5.35 mac.%
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ZEKL X138, O0E A9 28kl €OX1. 888  18km

Pucynox b.5 — Mukpodororpadus ocagaka KpeMHUS, TOJTYYEHHOTO U3 paciljiaBa
KF-KCI (2/1)-KI (56 M01.%)-K3SiFs (1 Mm0on.%) npu Temmneparype 993 K npu pa3Hbix
yBeJIMYEHHAX, II0THOCTH Toka 0.1 A/cm?, Bpems ocaxaenus — 60 ¢, o ganaeiM MPCA

ocazok coctouT u3: Si=89.41 mac.%; O=7.71 mac.%; K=2.88 mac.%
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2k AEE 3N25 'S £kl XZE, 688 o1 um 13 25 SET

Zaku

Pucynox b.6 — MukpodoTorpadus ocagaka KpeMHUS, TOJTYYSHHOTO U3 paciljiaBa
KF-KCI (2/1)-KI (75 m01.%)-K2SiFs (1 Mmon.%) npu remmnieparype 993 K npu pazHbix
yBEJIMYEHUAX, TIOTHOCTE Toka 0.1 A/cm?, Bpems ocaxknenus — 30 ¢, no ganaeiM MPCA

ocanok coctouT u3: Si=42.11 mac.%; 0=10.28 mac.%; K=5.05 mac.%; C=42.56 mac.%
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X288 38km

Pucynox b.7 — Mukpodororpadus ocagaka KpeMHHUsI, TOTYYEHHOTO U3 paciiaBa
KF-KCI (2/1)-KI (75 m01.%)-K3SiFs (1 Mmon.%) npu remmneparype 993 K npu paszHbix
yBEJINYEHHAX, II0THOCTE Toka 0.1 A/cm?, Bpems ocaxaenus — 120 ¢, 110 JaHHBIM

MPCA ocanok coctout u3: Si=94.54 mac.%; O=4.35 mac.%; K=1.12 mac.%
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Z8ku

——
S8k B3 25,85 18 188mm

Pucynox b.8 — Mukpodororpadus ocagaka KpeMHUS, TOJTYYEHHOTO U3 paciljiaBa
KF-KCI (2/1)-KI (75 m01.%)-K3SiFs (1 Mmon.%) npu Temmneparype 993 K npu paszHbix
yBEeIMYEHHMsIX, IIOTHOCTL Toka 0.1 A/cm?, Bpems ocaxaenus — 180 ¢, o JaHHBIM

MPCA ocanok coctout u3: Si=88.96 mac.%; 0=8.39 mac.%; K=2.66 mac.%
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Pucynox b.9 — Mukpodororpadus ocagaka KpeMHUS, TOJTYYSHHOTO U3 pacijiaBa

KF-KCI (2/1)-K1 (85 mM0:1.%)-K,SiFg (1 Mm01.%) ipu Temmieparype 993 K npu pa3HbIix

yBeIHUYeHUAX, mI1oTHOCTh Toka 0.05 A/cm?, Bpems ocaxaenus — 300 ¢, 10 JaHHEIM

MPCA ocanok coctout u3: Si=92.11 mac.%; O=5.64 mac.%; K=2.25 mac.%



Pucynoxk b.10 — MukpodoTorpadus ocagka KpeMHHUS, TTOJTYISHHOTO U3 paciljiaBa

KF-KCI (2/1)-KI (85 mM0:11.%)-K,SiFg (1 Mm01.%) ipu Temmieparype 993 K npu pa3Hbix

eIIMUYCHUSX, TUIOTHOCTH ToKa 0.1 A/cm?, BpeMs ocaxneHus — 60 ¢, mo qanasiM MPCA
9 2

ocazok cocTouT u3: Si=96.47 mac.%; 0O=2.25 mac.%; K=1.18 mac.%



