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N306pereHne  OTHOCHTCS K  TOJYYCHUIO
HaHOPA3MEPHBIX YHOPSAOYCHHBIX YACTHUL KPEMHUS
IIPU 3JIEKTPOJIU3E PACIUIABIIEHHBIX COJIEN, KOTOPBIA
MOKET OBITh UCTIOJIb30BaH 711 U3TOTOBJICHUS aHOIOB
Ha OCHOBE KpEMHMSI TIpU CO3/IaHMM HOBBIX
OC30ITaCHBIX JIMTHH-MOHHBIX AaKKyMYJISTOPOB C
YIYy4YIIeHHBIMU SHEPreTUUYECKUMHU
xapaktepuctukaMu. Crioco0 BKITIOYAET JIEKTPOIIH3
pacruiaBa KCl ¢ kpemHuMicoepkaiieit 100aBKkomn
K,SiFg mnpu Ttemmepatype 790-800°C. Ilpm

anektponuse B paciiaB KCI-K,SiFg mobasmsirot SiO,
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B KoJymuecTBe He Oonee 0,5 mac.%, a 3NMEKTpOIN3
BEIyT c UCIIOJIb30BAHUEM YTJIEPOTHOTO
npotuBodJiekTpoaa. Crnocod Mmo3BOJISIET MOJYYUTh
KpEeMHHMM yIpaBisieMOd MOpQOJoTMH B BUAE
HaHOPa3MEPHBIX TPYOOK WM WIJ TPH CHIKCHUU
9HEepro3arpar, COXpaHEHUU TTIOHM)KEHHOI
XVUMUYECKOW  arpecCMBHOCTH  PACIUIABICHHOTO
JJIEKTPOJIUTA, BBICOKOM YHCTOTHI TIOJIy4aeMOro
KpeMHHUs, a TaKXKe CpoKa  O3KCIUTyaTaluu
KOHCTPYKIMOHHBIX MATEpUAJIOB M peaxTopa I
OCYIIECTBJICHUS CcIIoco0a. 2 uil.
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(54) ELECTROLYTIC METHOD FOR OBTAINING NANOSCALE SILICON DEPOSITS IN MOLTEN SALTS

(57) Abstract:

FIELD: metallurgy.

SUBSTANCE: invention relates to the production
of nanosized ordered silicon particles by electrolysis of
molten salts, which can be used to produce silicon-based
anodes when creating new safe lithium-ion batteries
with improved energy characteristics. The method
includes electrolysis of a KCl melt with a silicon-
containing additive K,SiFg at a temperature of 790-

800°C. During electrolysis, SiO, is added to the KCl-

K,SiFg melt in an amount of not more than 0.5 wt.%,
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and the electrolysis is carried out using a carbon counter
electrode.

EFFECT: method allows to obtain silicon of
controlled morphology in the form of nanosized tubes
and needles while reducing energy consumption,
maintaining a reduced chemical aggressiveness of the
molten electrolyte, high purity of the silicon obtained,
as well as the service life of structural materials and the
reactor for implementing the method.
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N300peTeHne 0THOCUTCS K CITOCOOAM MOJIYyYeHUsI HAHO-Pa3MEPHBIX YO PSIOYEHHBIX
YACTULl KPEMHUS ITIPU JIEKTPOJIU3E PACILIIABICHHBIX COJIEH.

B HacTosmee BpeMst KpeMHUN HAXOAUT Bee O0JIbIIee MPUMEHEHHUE B MUKPOIJIEKTPOHHUKE,
COJIHEYHOM U PACIIPEAECIICHHON S3HEPTeTUKE. TaK, KpEMHHUI U MaTEPUAIIBI HA €TO OCHOBE MOTYT
OBITh UCIIOJIL30BAHBI B KAUECTBE AHOJHOTO MaTepralia B HOBBIX 0€30MaCHBIX U SHEPTOEMKHUX
JIMTUN-UOHHBIX AKKYMYJIITOPOB, [IOCKOJIbKY TEOPETUYECKAS EMKOCTb KPEMHUS 110 JIMTUIO HA
MOPSIOK MPEBBIIIAET EMKOCTh UCIIOJIB3YEMOT0 B HACTOSIIIIEe BpeMs TpaduTa u
rpaguTU3MPOBAHHBIX MaTepuanoB. [Ipu 3TOM 3KCIEpUMEHTATIBHO U TEOPETUUECKU OBLIO
IIOKA3aHO, YTO IS IPAKTUYECKOTO MOBBIIICHNUS] EMKOCTH JIMTUA-UOHHOTO aKKyMYJIITOpa
TpeOyeTcst HAHOPa3MEepPHbIA KPEMHMI TPEUMYILIECTBEHHO YIOPSAA0YEHHON MOPGOI0TUH
(TUTEHKH, UTJIBI, TPYOKHU U 1Ip.). B TpOoTUBHOM clly4ae, Mpu UCTIOJIb30BAHUN
MHUKPOKPHUCTAINIMYECKOTO KPEMHUS, OYAET MPOUCXOAUTH OBICTPOE pa3pylIEHHE KPEMHUEBOTO
aHOJA, a TAKXKE HAPYUIEHHUE JIEKTPUUECKOTO KOHTAKTA MEXIAY aHOAOM U TOKOIIOIBOJOM.

B npOoMBIIIIIEHHOCTH peaiu30BaH CIIOCOO MOTYyUYEHUsT KPEMHUS, BKIIFOYAOIIHI
METAJUIOTEPMUUECKOE BOCCTAHOBJIEHUE KBapla, paMHUPOBAHUE ITyTEM THUAPUPOBAHUS
KPEMHMS METAJUTY PrUYECKON YUCTOTHI M ITOCIEAYIOLIErO TEPMUUECKOTO PA3IIOKEHUS CUIIAHA
U xjopcuianoB mpu temmepatype 900-1050°C. TTonmyyaemsblit TaKUM CIIOCOOOM KpEeMHUM
[IPEUMYILECTBEHHO NIPEACTABIEH MUKPOPA3MEPHBIMU ICHAPUTAMH, OJJHAKO IIpU
WCIOJIb30BAHUH JIOTIOJIHUTENIBHOTO OOOPYA0BAHUS U MATEPUATIOB MOTYT ObITh MOJIYYEHbI
HaHO-pa3MepHbIe MJIEHKU U TpyOku. Takum ob6pa3om, criocod xapakTepu3yeTcsi BLICOKUMU
yISIBHBIMU 3aTPATAMM, CIIOKHBIM alNapaTypHbIM 0(hopMIIEHHEM, HEOOXOIUMOCTHIO
MOJAeP>KaHUs TIIyOOKOTO BaKyyMa IpU BBICOKOM TeMrepaType. bosiee Toro xumuuecku
arpecCMBHbIE KPEMHUNCOIEPIKAIIIME Ta3bl MOPA3YMEBAIOT MOBBIIIEHHbBIE TPEOOBAHMS K
KOHCTPYKIMOHHBIM MaTepUaliaM, uTo elle O0JIbIIe MOBBIIIAET Ce0eCTOMMOCTb MOJIy4aeMOTro
KPEMHHUSL.

Haunnasg ¢ 1970-X roJ1oB aKTUBHO ITPEJIAratOTCs OTHOCUTEIBHO JEUIEBBIE U TPOCTHIE B
UCIIOJTHEHUU CIIOCOOBI MOJTyUYEeHUs KPEMHUS TIPU 3JIEKTPOJIM3E PACIUIABIIEHHBIX COJIEH,
coaep)kalmx KpeMHui. K HacTosileMy BpeMEHH BBIIIOJIHEHO MHOKECTBO MCCIIEI0BAHNUH,
HAITPABIIEHHBIX HA 3JIEKTPOJIMTUYECKOE MTOJTyUEHUE KPEMHUS M YCTAHOBIICHUE
3aKOHOMEPHOCTEN €ro IEKTPOOCAKICHUS U3 PA3IIMYHBIX PACIIIIABIECHHBIX JJIEKTPOJIUTOB C
nobaskamu K,SiFg, Na,SiFg, SiO, u SiCly B obnactu remnepatyp ot 550 no 1500°C. B

pe3yJbTaTe ObUIa MOKa3aHa MPUHIUITHATIBHAS BO3MOXKHOCTb UCIIOJIb30BAHUS OTHOCUTEIBHO
MIPOCTHIX U JIEHIEBBIX CIOCOOOB JEKTPOIUTUUECKOTO MOTYyUEHUSI OCAIKOB KPEMHHS Pa3TUUHbIX
MOP(}OIJIOTHH: CIUTONIHBIX MTOKPBITUN TOIIIUHOMN 10 1 MM, CyOMUKPOHHBIX TUIeHOK (0.5-1
MKM ), MUKPOPA3MEPHBIX IEHIPUTOB, HAHO- U MUKPOPa3MEPHBIX BOJIOKOH. HecMoTps Ha 31O,
B HAYYHO-TEXHUYECKOM JINTEPATYPE B OTPAHUICHHOM 00beMe MPEACTABIICHBI PE3YIHTATHI O
BO3MOKHOCTH IMOJIYYEHHSI HAHO-PA3MEPHBIX OCAAKOB KPEMHHUS C YIIPABIIIEMON YIIOPSI0UEHHON
Mopdoioruei.

M3BecTeH a1eKTPOIMTUYECKUI CIIOCOO MOTYyUYeHUs] HAHO-PA3MEPHBIX OCAKOB KPEMHUS B
pACILIABIIEHHBIX COJISIX, BKIIIOUArOLMi 31eKTposu3 paciuiaBa CaCl,-MgCl,-NaCl ¢

KpeMmHuiicoaepxkarteit ro6askoit CaSiO5 nmpu Temiepatype 650°C [Low temperature molten
salt production of silicon nanowires by electrochemical reduction of CaSiO3 /Y. Dong, T. Slade,

M.J. Stolt, L. Li [et al.]. - DOI: 10.1002/anie.201707064 // Angewandte Chemie International
Edition. - 2017. - Vol. 56. - p. 14453-14457]. B xoz€ 3JIEKTPOIM3a MPOUCXOIUT BOCCTAHOBJICHHE
KPEMHMICOIEPKAIIMX MOHOB 10 3JIEMEHTAPHOI'O KPEMHHS B BUJI€ HAHO-PA3MEPHBIX BOJIOKOH,
OTJIMYAIOIIMXCS OT HEKOTOPBIX IPYTrUX OOJIbILEH CriIakeHHOCThI0. biiaronaps BeIcokoi
pactBopuMocTy CaSiO3 B yKa3aHHOM PacCIUIaBE CIIOCOO XapaKTepU3yeTCsl BLICOKOM CKOPOCTBIO
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BOCCTAHOBJIEHUS cCUIMKaTa Kajabius. Henocratkamu criocoba sBIISIFOTCSI TUTPOCKOIMYHOCTD
KoMNoHeHTOB pacmuasa (CaCl, u MgCl,), Beicokoe HanpsikeHue pasnoxenus CaSiOs,

HECTAOUIBHOCTh COCTaBA KPEMHUUCOAEPKAIIIUX AHUOHOB U, KaK CJIEJICTBUE, MTOJTyYCHUE
0CaJKOB KPEMHHUS ITPOU3BOJIbHON Mopdoioruu. JIJist ocyliecTBiIeHus crioco0a TpedyeTcs
MpeaBapUTeNIbHAS TIIATEIbHAS OYMCTKA KOMIIOHEHTOB PACIUIABA OT BJIATM U OTHOCUTEIIBHO
BBICOKHE IHEPIEeTUYECKHE 3aTPaThl 1714 pasnoxeHus CaSiOs.

N3BecTeH Takke IeKTPOTUTUUECKUI CITOCOO MOTyYeHHUs] HAHO-PA3MEPHBIX OCAIKOB
KPEMHHUS B PACIUIABIIEHHBIX COJISIX, BKIIIOYAIOLIUI 3JIEKTPOIUTUUECKOE pahMHUPOBAHHUE
kpeMHus B paciuiaBe KF-KCI-CsCl ¢ kpemuuiiconepsxkartei nodaskoi K,SiFg nmpu Temnepartype

oT 550 o 750°C [RU 2399698, omny6u1. 20.09.2010 r]. CooOl1iaercs, 4TO B 3aBUCUMOCTU OT
YCIIOBUIA JIEKTPOJIM3a MOTYT ObIThH ITOJIYUYEHBI IEKTPOIUTUUECKHUE OCAJIKM KPEMHHUS B BUJIE
BOJIOKOH Y ITPSIMOJIMHENHBIX UIWJIMHAPOB AuaMeTpoM oT 50 1o 1500 M u jymmHo# 10 100 MKM.
B gactHOCTH, B X0/1€ 37IEKTPOJIUTHUECKOT0 paGUHUPOBAHUS KPEMHMS B paciiiaBe (Mac. %)

42KCl1-53K,SiFg-5SKF npu kaToaH0# TutoTHOCTH ToKa 0.05 Alem?® n temriepatype 700°C ObLT

MOJIYYEH OCAJIOK KPEMHHUS B KOTOPOM J0JISI HAHO-PA3MEPHBIX NPSIMOJIMHERHBIX IWJIUHAPOB
coctaBwia 10 %. HecMoTpst Ha HaJIM4YMe SIBHBIX MPEUMYIIECTB CIIOCO0a, TAKUX KaK HU3KAs
TEeMIIepaTypa U HEBBICOKAsI YITPYT'OCTh IMAPOB KPEMHUMCOIEPIKAILIEH TO0OABKH, YITOPSIOUECHHBIS
OCaJIK KPEMHHUS B BUJIE MPSIMOJIMHENHBIX HUIMHAPOB ObLIIM MOJYUYEHBI ITPU TOCTATOYHO
BbIcOKOM Temnepatype (700°C) B paciuiase, 6osiee ueM Ha 50 Mac. % COCTOSIIIEM U3
TpyaHopacTBOpUMOii B Boje cou K,SiFg. 9T0 03Hauaer, 4To 1axe npy noayyeHUuu

YHOPSAOYEHHBIX OCAAKOB KPEMHHMS 11 UX MOCIEAYIOIEro OTACIEHUE OT OCTATKOB
3JIEKTPOJIMTA MOTPEOYETCS IPOU3BECTU PSAJT JOTIOTTHUTENIBHBIX SHEPTOEMKHUX OIEpaLUii.
Hawubomnee 0M3KUM K 3aBIISIEMOMY SIBJISIETCS 3JICKTPOIMTUYECKHI CIIOCOO TOJTYYEHHST
HaHO-Pa3MEPHBIX OCATKOB KPEMHHUS B PACIUIABICHHBIX COJISIX, BKJIIFOYAOIIMI JIEKTPOJIU3
pacruiaBa KCI ¢ kpemuuiiconepxarieii nodaskoii K,SiFg B pa3zmepe He 60iee 5 mac. % npu

temmnepatype 790-800°C [RU 2751201 C1, omy6:1. 12.07.2021]. DiekTpom3 paciiaBa BeAyT
C MICTIOJTb30BaHUEM PACTBOPUMOTO KPEMHUEBOTO ITPOTHBO3IEKTPO/IA ITPH KATOAHOM TUIOTHOCTH

ToKa He BbIwe 0.050 A/cM” M KATOAHOM nepeHanpspkeHun He 6ortee -0.25 B. Crioco0 rmo3BosisieT
MOJIy4aTh BBICOKOYUCTBINM KPEMHHUM B BUJE CIUIOMIHBIX OCAKOB, 4 TAKKE MUKPOPA3MEPHBIX
Y CYOMUKPOHHBIX BOJIOKOH KpeMHHUs. [1pu yrporieHnn coctaBa 3JeKTPOJIMTa U COKpAIICHUN
TPYJOEMKOCTH ITPEABAPUTEIIBHOMN IIOATOTOBKU 3JIEKTPOJIMTA CLIOCOO MTO3BOJISAET UCIIOIb30BATh
LIMPOKKUH CIIEKTP KOHCTPYKLUMOHHBIX MATEPUAIIOB 3a CUET CHUKEHUS XUMUYECKON AKTUBHOCTH
pACILIaBIIEHHOTO JIEKTPOJIUTA.

OnHaKO BBUAY HECTAOMIBHOCTH KOHIIEHTPALMU KPEMHHUNCOAePIKAIIMX 3JIEKTPOAKTUBHBIX
VMIOHOB B PACIUIABE [1OJIy4aeMbIE OCAIKU KPEMHMSI ITPEICTABIIEHBI YACTULAMU HEYTIOPSAIOUYEHHON
MOp(hOIOTHH.

3aaua HACTOSIIETO U300 PETEHUS 3aKITI0OUAETCS B pa3pab0TKe 3JIEKTPOIUTUUECKOTO
croco0a ToJTyueHus HAHO-Pa3MEPHBIX OCAIKOB KPEMHHUSI YIIOPSI0YEHHON MOPGHOTIOTHU B
pACIUIABIEHHBIX COJISIX.

[TocraBneHHas 3a1a4a peieHa TeM, 4TO 3asBJIEHHBIN IEKTPOIUTUUECKUHN CITOCO0
MOJIy4YE€HUSI HAHO-PA3MEPHBIX OCAJKOB KPEMHUS U3 PACIUIABIICHHBIX COJIEH, KaK U IPOTOTHII,
BKJTIOUaeT 3j1eKTposiu3 pacruiaBa KCl ¢ kpemHuuiicoaepxaieit nodaskoit K,SiFg mpu

temriepatype 790-800°C. 3asiBieHHbIN CIIOCOO OTIUYAETCS TEM, UTO HAPSITY C
KpemHuiicoaepxkaueit 1odaBkoit K,SiFg B paciiiaB 1o0aBiI0T KpEMHUICOAEPKALLY IO

nobasky SiO, B konuuecTBe He Ooiee 0.5 Mac. %, a AIEKTPOJIU3 BEAYT C UCTIOIH30BAHUEM

HEPACTBOPUMOTO YITIEPOJHOTO IPOTUBOIIEKTPOA.
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CymHOoCTb croco0a 3aKI04YaeTcst B TOM, UTO B X0/1€ 3j1eKTpoiiu3a paciiaBa KCI ¢
KpeMmHuiicoaepxkamumu nodaBskamu K,SiFg u SiO, npu Temnepatype 790-800°C Ha kaToae

MTPOUCXOJTUT IJIEKTPOBOCCTAHOBIIEHUE KPEMHHUNCO IEPIKAIINX 3JIEKTPOAKTUBHBIX HOHOB 10
3JIEMEHTAPHOTO KPEMHHUS, a Ha YTIIIEPOJTHOM MPOTHUBOAIEKTPO/IC - AIIEKTPOOKHUCIICHUE
KUCIIOpOoAcoAep)alluX 3J1eKTpoakTUBHBIX 10 CO u CO,. B 3asBieHHOM crioco0e rpu

nob6asnenuu SiO, B pacmiaB KCI-K,SiFg mpoucxonuT, Bo-1epBbIX, CHUKEHHUE

3JIEKTPOIIPOBOJIHOCTH PACILIIaBA U IEPEPACIIPEAEIIEHUE TOKOBBIX JIMHUI B IPUKATOLHOM
MPOCTPAHCTBE, CIIOCOOCTBYIOIIEE JIEKTPOBOCCTAHOBIIEHHIO KPEMHHUICOIEPKAIIIMX
3JIEKTPOAKTHUBHBIX HOHOB Ha TOPLEBBIX I'PAHAX AKTUBHBIX LEHTPOB 3aPOXKIECHUS, U, BO-BTOPBIX,
VU3MEHEHNE COCTaBa KPEMHMICOIEPKAIMX 3IEKTPOAKTUBHBIX HOHOB € S-CI-F Ha Si-O-CI-F,
CrocoOCTBYIOIIEE CHUKEHUIO SHEPT UM CBSI3U ATOMOB KPEMHHUS B KPEMHUMCOIEPIKAIIMX MOHAX
Y CHWKEHUIO SHEPro3arpat Ha UX 3JIeKTpoBoccTaHoBIIeHUE. [IpakThuecku npu 1o6aBieHnn
Si0, B pacmiaB KCI-K,SiFg mporncxoaut BBIpaBHUBAHUE KPEMHUEBOT'O OCAIKA 34 CUET

CHWKEHMS BEPOSITHOCTH POCTA KPEMHMSI HA OOKOBBIX I'PaHSX U YCKOPEHHUE poCTa
YIOPSIIOYEHHOT O 0CA/IKa KPEMHHUS B BUJIE HAHO-PA3MEPHBIX TPYOOK U UIJL.
DOMIIMPUYECKUM IMyTeM ObLIO MOKa3aHo, uTo JobaBka yxke 0.01 mac. % SiO, B pacruiaB

OKa3bIBACT BJIIMAHUC HA MOp(l)OJ'IOFI/IIO KPECMHHEBLIX OCAAKOB, ITPU 3TOM MAKCUMAJIbHOC
KOJINYECTBO ,Z[O6EIBJ'I$I€MOFO 8102 OI'paHHUYHBACTCS €TI0 PAaCTBOPHUMOCTLIO B pACIlIIaBEC

KCI-K,SiFg u cocrasinsier He 6omee 0.5 mac. %.

Hcnonb3oBanue yriepogHOro NpOTUBO3JIEKTPO 1A TTO3BOJISIET COXPAHITh COOTHOILIEHUE
KPEMHUS ¥ KUCITOPO/Ia B pacIulaBe, YTO B YCIOBUSX 3aMeIJIEHHBIX cTaaui 1uddy3un u
MPEILIECTBYIOLIEH TUCCOUMALMA KPEMHUICOIEPKAIIMX AIEKTPOAKTUBHBIX HOHOB
CITOCOOCTBYET CTAOMIU3AIMYA KUHETUYECKUX ITapaMETPOB JIEKTPOOCAKICHUS KPEMHHUS U
YIIOPSIOUYEHUIO KPEMHHUEBOTO OCAJIKA.

TexHuueckuii pe3yabTaT 3aKJII0YAETCS B AJIEKTPOIUTUYECKOM MOJTYUEHUH KPEMHMUS
yrIpaBIisieMoit MOPQOJIOTUM B BUJIE HAHO-PAa3MEPHBIX TPYOOK U UTJT TIPU CHIKEHUM
3HEpPro3aTpar, COXPAHEHUU TOHWKEHHON XMMUYECKON arpeCCUBHOCTH PACIIABIEHHOT O
3JIEKTPOJIMTA, BBICOKON YMCTOTHI OJIYYAEMOTO KPEMHHS, 4 TAKKE CPOKA IKCIUTyaTaALWU
KOHCTPYKIMOHHBIX MAaTEPUAJIOB U PEAKTOPA I OCYIIIECTBIIEHHUS CIIOCO0A.

3asBIsIEeMBbIi CIIOCO0 WILTIOCTpUPYETCS GUrypamu, rjae Ha gurype | mpuBeneHbl
MUKpodoTOorpadusi HAHO-pa3MEPHBIX BOJIOKOH KPEMHHUS, TTOJTYUEHHBIX ITPU JIEKTPOJIH3E
pacruiaBa KCI-K,SiFg, a Ha ¢urype 2 - MukpodoTtorpaduu HaHO-pa3MEpPHBIX UIJT U TPyOOK

KPEMHHs, IIOJIyYEHHBIX IIpu asieKkTponuse paciuiaBa KCI-K,SiFg-Si0;.

J1J1s1 SKCTIepUMEHTAIbHOM arpoOanyy ObL1a BBITIOIHEHA CEPHUsl STICKTPOIU3HBIX UCTIBITAHUIA,
B KOTOPBIX 15l aHau3a s dexra modaBku SiO, B KaUecTBE 3JEKTPOIUTA UCITOTH30BAH

pactuiaB KCI-K,SiFg 6e3 1o6aBku (ITpoToTun) U ¢ 1o6askoi SiO,. MccrnenyemMbleaneKTpOIUThI
KCI-K,SiF¢ roToBMIIM yTeM CMEIIeHUs] HHAMBUIYATbHBIX cosie kBamudukamu XY (Peaxum,

Poccust) v ux mocieyromero miaBjieHus B CTEKJIOYTIICPOIHOM TUTIIE HETTOCPEACTBEHHO Nepe/T
skcniepuMenTaMu. Conb K,SiFg moaBepranu npeaBapuTeIbHON OUUCTKE OT KUCIIOPOIHBIX

npuMmeceit nyteMm HF-pTopupoBanus. B kucnopoacoaepsxkaiiue pacriaBbl 100aBisiu SiO,
kBamMpuxanuu XY (Peaxum, Poccust) B komuuectse 10 0.5 mac. %. PaciuiaBst KCI-K,SiFg u
KCI-K,SiFg-SiO, nocie noctuxkeHus: pabodeit TeMIepaTypbl BbIIECPKUBATIM B TEUSHUE Yaca

JUISl yCTAHOBJICHHUS] PABHOBECHUH, ITOCIE Uero oTOMpasu o0pasipl paciijiaBa U BEJIU AJIEKTPOJIU3.
DK TPOJIU3HBIEC UCTIBITAHUS TIPOBOJIAIIA B TEPMETUYHOM KBAaPIEBOM pETOPTE C aTMOChEPOI
BBICOKOUMCTOTO aproHa mpu temmnepatype 790-800°C. CTekI0yriepoIHbIi TUTEIb C
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UCCIIEIyEMBIM PACIJIAaBOM pa3MeElA/Id Ha THE PETOPThI, KOTOPYIO FT€PMETUUHO 3aKPbIBAIU
dbroportacToBoi KpbIKoi. CTEHKH peTOPTHI U3HYTPH IKPAHUPOBAIIA HUKETIEBBIMU
IJTACTUHAMMU JIJTS 3a1IUTHI OT PTOPCOACPKAIIUX BOSTOHOB. B KpblIiiie ObLIIN BBITTOTHEHBI
OTBEPCTUS C BBIXOJIHBIMU LITYLIEPAMU, B KOTOPBIX KPEIMUIIM SKPAHUPOBAHHBIE KBAPLUEBBIMU
TpyOKamMu KaTo/1 (CTEKJIOYTJIEPO/T), YIJIEPOAHBIA TPOTUBOIIEKTPO U KPEeMHUEBbI
KBa3UAJIEKTPOJI CpaBHEHUSI. JJOTIOTHUTETBHO B KPBIIIKE OBLIN MPETyCMOTPEHBI OTBEPCTHS
JUTS. TEPMOIIAphl, MOJAuY ra3a Uik 3arpy3Ku KpeMHUNCcoAepKaIlUX 100aBOK, a TAKXKe IS
JTIOTIOJTHUTEILHOTO pabouero anekTpoaa. [ epMeTrusanuio oCyiecTBIIsIN PY TOMOIIM TPOOOK
U3 BAKYYMHOW PE3UHBI, & TAK)KE CTAIbHBIX U IJIACTUKOBBIX XOMYTOB. DJIEKTPOOCAKICHUE
KPEMHUS TPOU3BOJWIIM B TEUEHUE OJTHOTO yaca. [{i1st atoro ucnosbzoBaiu PGSTAT AutoLLAB
302N ¢ I1O Nova 1.11 (The MetrOhm, Hunepnanasr). [Tociie okoHYaHUS 3JIEKTPOJIM3a KATO
C OCAIKOM MOJHUMAIIA HAJl pacIUIaBOM U 3aTEM M3BJIEKAJIM U3 KBAPLEBOW PETOPTHI.

[TonyuenHble ocagku OTMBIBAJIM B KUCIIOM BOJHOM pacTBope ¢ pH oT 2-x 110 4-x, mocie
YEero CylWIM U aHAJIM3UPOBAIM ATOMHO-3MUCCUOHHBIM METOJOM C MHIYKTUBHO-CBSI3AHHOMN
m1a3moit mpu oMot criektrpomeTpa iCAP 6300 Duo (Thermo Scientific, CIIIA) u
CKaHUPYIOLIEN DJIEKTPOHHOM MUKPOCKOIIMEN C UCIIOJIb30BaHMEM MUKpOcKomna Tescan Vega
4 (Tescan, Uexus).

Ha ¢urypax 1 u 2 npuBeaeHsl MUKpodoToTrpadvu MoIydeHHBIX OCAIKOB KPEMHHUS, U3
KOTOPBIX BUJTHO, YTO IpH 3eKkTpoin3e paciiaBa KCI-K,SiFg kpeMHuit ocaxxgaercs B BUAe

BOJIOKOH TTPOU3BOILHOM (hOPMBI cO cpeaHuM pazmepoM 300-400 HM, B TO BpeMs KaK U3
pacmiaBa KCI-K,SiFg ¢ no6askoii 0.3 mac. % SiO, kpeMuuit mpaktudecku Ha 100%

OCaXXIA€TCs B BUJIE HAHO-Pa3MEPHBIX TPYOOK U UIJI, JUTMHA KOTOPBIX BAPBUPYETCS B IMATIa30HE
30-60 MM, a quametp B quanasose ot 200 1o 400 HM. [1py 3TOM B TOJIy4eHHOM KPEMHUH
coZIepKaHUe IIpUMeCceH (32 UCKITIOUEHUEM KUCIIOPO/Ia) COXpaHseTcs Ha ypoBHe He Bbiie (.01
Mmac. %.

Takum 00pazom, BbILIETPUBEAECHHBIE PE3YIbTAThI TO3BOJISIIOT CAENIATh BBIBOM, UTO
COBOKYITHOCTb 3asIBJICHHBIX IIPU3HAKOB CII0CO0a MO3BOJISAET MOJIY4aTh OCAAKU KPEMHUS
yIpaBiasieMoit MOP(HOIOTHUH B BUJIE HAHO-PAa3MEPHBIX U1 U TPYOOK MPH COXPAHEHUN
IIPEUMYIIECTB IPOTOTHUIIA.

(57) ®opmyna nuzoopeTeHus
DJEKTPOIUTUUECKHH CTIOCOO MOJTyUEHUsI KPEMHUS U3 PACTIIIABJIICHHBIX COJIEH, BKITIOUAIOIINN
anexTpoiu3 paciiaBa KCl ¢ kpemuuiiconepxaiueit no6askoii K,SiFg mpu temnepatype 790-

800°C, oTMyaromummcst TeM, 4To Mpu atekTposuse B paciiaB KCI-K,SiFg no6assitor SiO,

B KOJIMYECTBE He OoJiee 0,5 mac.%, a QJICKTPOJIM3 BEAYT C UCITOJIb30BAHUEM YITICPOAHOI'O
IIPOTHUBOJJICKTPOAA.
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