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Bo3MoXXHOCTb MCTIOJIB30BAHMST aHOIOB HA OCHOBE KPEMHMUSI B IMTUM-MOHHBIX UCTOY -
HUKaX TOKa aKTUBHO MccienyeTcsl Ojarogaps TMOBBIIIEHHON €MKOCTHM KPEeMHMS
o yuTHio. B pabote coobimaercs o MOay9eHU CYyOMUKPOHHBIX BOJJOKOH KPEMHMS
Ha crekyoyriaepone B pacriase KI-KF—KCI-K SiF, npu temmneparype 720°C.
[ 3TOro METOIOM IMKJIMYECKOW BOJBTAMIIEPOMETPUM OMpEesIeHbl MapaMeTphl
3JIEKTPOOCAXKIEHUSI KPEMHUS B BUJIE BOJOKOH, B YCJIOBUSIX TaJIbBAHOCTATUYECKOTO
BJICKTPOJIM3a TIOJYYeHBI SKCIIEPUMEHTAJIbHbIC MApTUM YIOPSIOYEHHBIX BOJIOKOH
KpeMHUSI cpenHuM aruameTpoM oT 0.1 1o 0.3 MKM M ¢ UCTIOJIb30BaHUEM MOJYYSHHBIX
BOJIOKOH KPEMHUSI U3TOTOBJIEHBI aHOJAHBIE TTOJY3JI€MEHTbI JIUTUI-MOHHBIX UCTOYHU-
KOB TOKa M U3YYE€HO UX 3JIEKTPOXUMUYECKOE MOBEACHUE MPU MHOTOKPATHOM JIMTUPO-
BaHUU U AeIUTUpoBaHMU. [Ipu momolld BOJBTAMIIEPHBIX MCCAENOBAHUI OTMEUEHO,
YTO 3apsi Y pa3psi aHOIA Ha OCHOBE TTOJTYYEHHBIX BOJIOKOH KPEMHUS TTPOUCXOIUT MPU
noteHiuanax ot 0.2 1o 0.05 Bu or 0.2 1o 0.5 B, cooTBeTcTBEeHHO. BBHINOIHEHO LIMKIIN-
pOBaHNE JIEKTPOOCAXKICHHBIX BOJIOKOH KPEMHUS B COCTaBE aHOIHBIX TIOJTy3JIEeMEHTOB
JINTUM-UOHHBIX ICTOYHUKOB TOKA. B 3aBUCHMOCTH OT TOKa 3apsiia pa3psiiHasi eMKOCTh
coctaBwia ot 200 mo 500 mAu,/r ipu KynmoHoBckoii acddexktuBHOCTH 98—100%. Taxke
BBIITOJIHEHO MHOTOKPATHOE LIMKJIMPOBaHUe 00pa3lia IUTUI-MOHHOTO UCTOYHMKA TOKA
C JINTHUEBBIM TIPpOoTHBOANIEKTponoM. B xome 800 mukmmposanuii Tokom 0.5C paspsiqHast
€MKOCTh 00pasia cHU3WIach ¢ 165 mo 65 MAu4/r. I[1py MOMOILIM CKaHUPYIOLIEA 31K~
TPOHHON MHUKPOCKOIUH MOKa3aHO 00bEMHOE PaCIIMPeHNE BOJIOKOH KPEMHMUS B XOZIE
MHOTOKPAaTHOIO LIMKJIMPOBAHUS.
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JIMTUPOBAHUE, TUTUA-UOHHBIA UCTOYHUK TOKA
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BBEAEHUWE

JIJ1s1 IOBBILIEHUST IOJIM UCTIONb30BaHUSI BOZOOHOBIISIEMOI SHEPIUM B MUPOBOI 3HEP-
TeTUKe HEOOXOIMMO TIOCTOSTHHO COBEPIIIEHCTBOBATh MAaTEPUAITbl M YCTPOICTBA ST TIPE00-
pa3oBaHUs U HaKOTUIeHUs Hepruu [1]. OmHMM M3 HaIlpaBJIeHWI B paMKax TaHHOW 3a1auu
SIBJISIETCS TIOBBILIIEHUE TJIOTHOCTU SHEPTUU B JIMTUI-MOHHBIX ICTOYHUKAX TOKA. DTO MOXET
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OBITh JOCTUTHYTO MPU UCIIOJIb30BAaHUM aHOIHBIX MaTepUalOB C eMKOCThIO, MPEBBIIIAI0-
meil eMKocTh rpaduta. [IepCreKTUBHBIMM MaTepHallaMd C YBEIWYEHHONW €MKOCTBIO
BBICTYMAlOT KpeMHUi [2, 3], repmaHuii [4], oKCUIBI TIEpEeXOAHBIX METAJJIOB [5], a Takke
pasIYHBIC KOMITO3UIIMK 13 BBHIIICTIEPSINCICHHBIX MaTeprayioB ¢ Tpadpurom. HecmoTpst
Ha BBICOKYIO TEOPETUYECKYI0 EMKOCTb KPEMHMSI, paOOTOCIIOCOOHOCTD €T0 TIPY JIUTUPOBAHUN
¥ IeTUTUPOBAHUM MOXKET OBITh OOecIieueHa JUILIb IIPU UCITOJIb30BaHUM HAHOPa3MEPHBIX
¥ CYOMUKPOHHBIX YaCTHUII WJIM CTUTOLIHBIX TUTEHOK [6].

TpanuiMoHHO TIOMyYeHME KPEeMHUSI yKa3aHHBIX pa3MEpOB IpearnojaraeT psia Mpo-
IIECCOB — BOCCTAHOBJICHHME KBapIla 0 KPEMHUS METAILIYPTUIeCKOM YUCTOTHI, XJIOPHUPOBa-
HUE Y TUIPOXJIOPMPOBAaHWE METaTypIMUeCKOro KpeMHUS, BOCCTAHOBJIEHHE XJIOPCUIAHOB
JIO KpYCTAJUIOB KpeMHMUS [ 7], 30HHYIO IEPEKPUCTATUIM3ALIMIO KPEMHUS Y MOJIyY€HUE aHOIOB
Ha OCHOBE KPEMHUsI METOIaMM TIJIa3MEHHOTO WUJIU JIa3epHOTO HamblIeHUs [8]. AllbTepHaTH-
BOI1 BBICTYMAIOT METOMIbI DJICKTPOOCAXKICHUS KPEMHMS U3 pacIlIaBIeHHbIX cojiei [9—12],
TIO3BOJISIIONINE TIPY COKPAIICHNHM KOJIMYEeCTBa CTAIMil M SHEProsarpar yIpaBiIsieMo ITOIy-
yaTh KPeMHUI HEOOX0AUMOI MOPGOJIOTHU U Pa3MEPOB.

OmHnMu U3 HanboJee MEPCIEKTUBHBIX M YaCcTO HMCIIOJIB3YEMBIX 3JICKTPOJIUTOB IS
TOJTyYEeHUST KPEeMHUS SIBJISIIOTCSI pacTulaBbl HA OCHOBE BOIOpacTBOpMMOil cructeMbl KF—
KCl ¢ no6askamu K,SiF, SiO, u SiCl, [13—15] u pacriasbl Ha ocHoBe cuctembl CaCl,—
CaO [16, 17]. Ana pacrtaBoB KF—KCI—K_SiF, k HacTos1eMy BpeMEHH XOPOILO M3yYeHa
KMHETHKA KaTOIHOTO Mpoliecca B 3aBUCMMOCTH OT MaTepuasia MOIJI0XKKH U YCIOBUI MOJISI-
pU3alNK, ITOJIYIeHBI SKCIePUMEHTAIbHBIC MAapTUU OCAIKOB KPEeMHMS B 3aBHCHUMOCTH
OT MapaMeTPOB AJEKTPOIN3a U MpeyIoXeHa nuarpamMa [12], xapaktepusyrolasi BIUsTHUE
3THX ITApaMeTPOB Ha MOP(OJIOTHIO OCAnTKOB KpeMHUsI. KpeMHMit paznnaHoit Mopdooruu
nostydeH U rpu anekrponuse paciiaBoB CaCl,—CaO, XoTs KUHETHKA M MEXaHU3M CHHTE3a
KpPEMHUS 10 KOHIIA HE U3YYEeH.

PerymmupoBanne mMopdonorneit ocamkoB KpeMHUSI MOXET OCYIIECTBIISITBCS B TOM
qycse OCPEACTBOM BBEACHUS B JEKTPOJIUT MpUMeceil Wi MOTUMUIIMPYIOIIUX 100aBOK,
OKa3bIBAOIINX BIMSHAE Ha DU3UKO-XMMHUIECKIE CBOMCTBA 3JICKTPOJIMTA U ITapaMeTPhI
3JIEKTPOXMMUYECKOTO 3apoXieHus. B mepByio ouepenb 3To KacaeTcsi UBMEHEHUST 3JIeKTPO-
MPOBOTHOCTU U ITOBEPXHOCTHOTO HaTsxKeHMs1 pacruiaBa. Panee [18] mist aToro Oblio
TPEUTOKEHO UCTIOIb30BaTh FAJIOTEHUIHBIE PACTUIaBHl HA OCHOBE MONMIOB. B pesynbrarte
HCCIeA0BaHMM Obla MTOKa3aHa BO3MOXHOCTD MOJYyYEeHUSI TOHKUX MJIEHOK KPEMHUS U UX
MUKposierupoBaHus [19].

B Hacrosmeit pabore mokazaHa BO3MOXHOCTb MCITOb3oBaHUs paciiaBa KI—KF—
KCI-K,SiF nist cyOMMKPOHHBIX BOJIOKOH KPEMHUS C LIEJIbIO UX TIPUMEHEHUS B aHOJE
JIUTU-UOHHOTO UCTOYHMKA TOKA.

BSKCITEPUMEHT

JI1s1 2JIEKTPOXUMUYECKUX M3MEPEHUI 1 JIEKTPOOCAXKICHWSI UCTIOJIb30BaJIM COJTU KBa-
mmpukauyn XY (OAO «BekToH»), KOTOpbIE ITPEABAPUTEILHO OYMILATIN OT IIpUMeECei ITyTeM
runpodropuposanus (KF, K,SiF,), ionnposanus (KI), a Takke MpeaBapUTeIbHOTO TIOTEH-
LMOCTATUYECKOTO OUMCTHOTO 3JIeKTposu3a [18]. DaekTpoocaxkaeHue KpeMHUsI TIPOBOIM-
JIV B TEPMETUYHOM PETOPTE U3 HEPXKABEIOIIel ctanu [9], 3arToTHEHHOW 2JIEKTPOXUMUIECKU
OUYMIIEHHBIM aproHoM. KoHTeliHepoM IS paciiiaBa CIIy>KWJI CTeKJIOYTJIEPOIHBIN TUTEIb,
TMOMEIIEHHBI B TpadUTOBBINM cTakaH. B KauecTBe pabodero 3JeKTpola MCIOJb30BaIU
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rpadUTOBBIN LUIUHIP, MPOTUBOSAEKTPOIOM M KBa3UJIEKTPOIOM CPaBHEHMUS CIIYXKWII
MOHOKPUCTAJTMYECKUI KpeMHUii. PeTopTy pasmeniaii B IMIaXTHOW TEYM COTPOTHUBIIE-
HUS 1 HarpeBaju A0 pabdoueii Temrieparypbl 720°C. TemmnepaTypy paciuiaBa 3aaaBajiu Mpu
TIOMOIILIM TepMoITaphbl S-Tumna u TepmorrapHoro Mmoayiist USB-TCO1 (National Instruments,
USA). ITo oKOHYaHUM 3JEKTPOJM3a OCAAKNU OTMBIBAJIA OT OCTATKOB JIEKTPOJIUTA B BOJI-
HoM pactBope HF u cymunm B BakyymHoM mkagy mpu 200°C.

Mopdonoruio u 3JIeMEHTHBIII COCTaB 3JIEKTPOOCAXKIEHHBIX O0pPa3IOB KPEMHMUS
IO W TOCje JMTUPOBAHUS HUCCIACAOBAIM C IOMOIIBIO CKAHUPYIOIIETO 3JeKTPOHHOTO
mukpockona Tescan Vega 4 (Tescan, Yexust) ¢ nerekropom Xplore 30 EDS (Oxford, Benuko-
OpuTaHUs).

DIEKTPOXUMHUUYECKIE XapaKTEPUCTUKU TIOJYYCHHBIX KPEMHHEBBIX BOJIOKOH
UCcCAeaoBalu B 3-3JIeKTpoaHOM mojiyayneMeHTe [20], roe B KauecTBe paboyero ajaek-
TpoJia BHICTyIIaJla aHOJHAsI Macca ¢ BOJIOKHAMU KPEeMHUsS Ha MOMJIOXKE M3 HepXaBe-
JOIIei CTaliM, a B Ka4eCTBE IIPOTUBORJICKTPOIA M DIIEKTPOIa CPaBHCHUS — ILIACTHH-
KM U3 JUTUeBOU dosbru. g U3roToBJIEHUS aHOMHOW Macchl Ha OCHOBE BOJIOKOH
KPEMHHUS UCIIOJb30BAIM JIEKTPOIIPOBOAsIIYI0 1o6aBKy 10 mac. % rpadura u 10 mac.
% cBs3yoniero (pacTBop KapOOKCHMMETUILETIONO3bl B AUCTUNIMPOBAHHOM BOJeE).
ITocne cMenieHUsT KOMIIOHEHTOB aHOAHYIO MacCy CYLIMIM B CYIIMJIbHOM BaKyyMHOM
mkady. M3roroBineHue anogHbiX nonyaieMeHToB JIMUT ocyniecTBasiv B repMeTAY -
HOM TIepYaTOYHOM GoKce ¢ atMocdepoii BricokouucToro aprona (O,, H,O < 0.1 ppm).
Bce smexTpomsl ObUIM pasmeiieHBl ABYMSI CIOSMHU TOJIUIIPOIMICHOBOTO CeIlapaTo-
pa ¥ IUIOTHO TIOMEIEeHBl B s4Yeiiky. Slueiika Obuta 3amoiHeHa 1 MJT 3JIeKTposuTa-1
M LiPF, B cmecu kap6onaro EC/DMC/DEC (1:1:1 mo o6bemy). DieKTpoxumMnye-
CcKMe M3MEepeHUs U LIUKINYECKHE IKCIIEPUMEHTHl TTPOBOAUINCH C MCIOJIb30BaHUEM
noteHuuoctata Zive-SP2 (WonATech, HOxHasa Kopes) u moreHumocTara-rajJbBaHO-
crata P-20X8 (Electrochemical Instruments, Poccus).

PE3VJIBTATBI 1 ObCYKIEHUE

Boasramnepomerpusi B pacniase KI-KF—KCI-K,SiF,. [lna onpenenenus napame-
TpOB (ITOTEHIIMAJ, TOK) 3JEKTPOOCAXKACHUSI KPEMHHUSI Ha CTEKJIOYIJepoJe B paclliaBe
KI-KF-KCI-K,SiF, MeTo10M LUKIMYECKON BOJIBTAMIIEPOMETPUU OblIa MOJIyYeHa
BOJIbTaMIIEpHas 3aBUCUMOCTb, KOTOpas npuBeaeHa Ha Puc. 1. Mccaeayemslit mpoliece
HayMHAaeTCs MpH MOoTeHIInanax orpunareabHee 0 B oTHOcuTEIbHO KPEMHHUEBOTO KBa-
3U2JIEKTPO/Ia CpaBHEHUs ¢ (OPMUPOBAHMEM E€IMHCTBEHHOTO KAaTOJHOTO MHUKa 3JIeK-
TPOBOCCTAHOBJIEHUSI MOHOB KpeMHMUs NMpu moTeHumane okoiao —0.17 B u kaTomHoit
miotHocty Toka 0.08 A/cm?. JlanpHeiilee cMelleHME MOTEHLMaNa CTEKJIOYyrjaepona
MPUBOIMT K BbIACIEHUIO KaJlusl U pa3pylleHuo ajekTpoaa. [1pu pa3BepTke moTeHIana
paboyero 3JeKTpoaa B aHOIHYIO 00JIaCTh TaKXKe (OPpMUPYETCS eAMHCTBEHHBIN ITUK pac-
TBOPEHUS JIEKTPOOCAXKACHHOTO KpeMHuUs Tipu ntoteHimane 0.08 B u aHogHO 110THO-
ctu Toka 0.08 A/cm?. Dopma BOJIbTAMIIEPHOI 3aBUCMMOCTH YKa3bIBaeT Ha MMPOTEKaHUe
HCCIIEAYeMOTO TIpoliecca B OMHY 4-X 3JIEKTPOHHYIO CTaIWIO B YCIIOBUSIX 9KCIICPUMEHTA.
ITogoOHBIe 3aBUCUMOCTU OB MOJYYEHBI B raJJOTeHUAHBIX pacrijiaBax APYTrUX COCTa-
BOB [6,9, 11, 18]. Ha ocHOBaHMM 3/1EKTPOXUMHUYECKNX U3MEPEHUI IUIST 3JIEKTPOOCAK-
JIeHUsT KpEMHUS B BUIE OCAIKOB C Pa3BUTOI MTOBEPXHOCTHIO ObLIa BRIOpaHa KaTOmHas
II0THOCTh ToKa 0.05 A/cMm?.
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Puc. 1. TunmuHas BoabTaMIIeporpaMMa, IOJyIeHHas Ha CTEKJIoyIepone B paciuiaBe (Mo, %) 75KI—16KF—
8KCI-1K,SiF, npu Temneparype 720°C u ckopocTy passepTku noteHuuania 0.02 B/c.

Mopdosorusg moxydeHHOro KpeMHHsS. DJIeKTpOOCaxkIcHUE KPEeMHMS U3 pacIuiaBa
KI-KF-KCI-K_ SiF, na crexnoyriepoae Bev Npu KaToaHO# moTHOCTH Toka 0.05 A/cm?.
IMotenuuan katoga mpu 3ToM coctabiisiyi oT —0.1 1o —0.2 B oTHOcuUTeNIbHO TTOTeHIIMaNAa
KPEMHMEBOTO KBa3MAJIEKTpoaa cpaBHEHUA. MUKpodoTorpadu IOIyYeHHOTO KPEMHHUS
nocjie otMbiBKU B pacTBope HF npuBeaensl Ha Puc. 2. [ToaydyeHHbIe ocaaku NpeacTaB-
JIEHBI BOJIOKHAMU yIOpsiAoYeHHO ¢opMbl co cpenHuM auameTpoM ot 0.1 go 0.3 MxMm

D1=0.57 pmy

D1=0.33 um

&N

D7=0.19 pm

Puc. 2. Muxpodortorpadun ocankos KpeMHUs, NOJTy4eHHBIX pK di1ekTponuse paciiasa KI-KF-KCI-K,SiF,
Ha CTEKJIOYIJIepoJie MPK KaToaHou riotHocty Toka 0.05 A/cm? u temnieparype 720°C B TeueHue 60 MUH.
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n gauHoil ot 5 mo 20 mxkmMm. Takast Mopdoiorusi o6ecneuynBaeT BHICOKYIO YIEIbHYIO
TMOBEPXHOCTD TSI MHTE PKAISIIAN JINTHUS.

DekTpoxuMHUYECKoe NoBeneHue BookoH Kpemuus. Ha Puc. 3a npuBeneHbsl HUKIM-
YeCKNe BOJIbTAMIICPHBIC 3aBMCHMOCTH IUISI TEPBBIX IIECTH ILIMKJIOB 3apsima-paspsiaa.
K tpeTpbeMy LUKy Habat0AaeTcss BOCHPOU3BOAMMOCTb MOJyYyaeMbIX 3aBUCUMOCTEM.
Ha Hux B KaTogHO# 00JaCTH MOXHO OTMETUTh UKW B 00JIACTU MOTEHIIMAIOB OTPU-
matenbHee 0.2 B, cBsI3aHHBIE C pa3psiioM MOHOB JIUTHUS U 00pa30BaHUEM COEIUHEHUN
TUMa LixSiy nepeMeHHoro coctasa [6]. Jist mpeaoTBpallleHUsT BbIACIEHUS dJIEMEHTap-
HOTO JINTHSI pa3BepTKy OCYIIeCTBIUIN H0 moTeHnana 0.05 B oTHOCHTETbHO TTOTEH-
1Maja JUTHEBOro 3JeKTpona. B aHomHo# oGnacTt hhopMUpyeTcs ABa YeTKU KA TIPU
noreHuuanax okono 0.3 u 0.48 B, cBsI3aHHBIE ¢ OKHUCIEHUEM JUTUST U3 MOJTYIEeHHBIX
COENUHEHU N LiXSiy. Ha Puc. 36 mpuBeneHbl COOTBETCTBYIOIIME MEPBBIM 6 LMKJIAM
3apsAHO-pa3psAHbE 3aBUCMMOCTU B KOODAMHATAX IMOTEHLMal-eMKocTb. CoriacHo
MpUBEICHHBIM JaHHBIM, 3aps IIpoTeKaeT B obdiractu nmoteHImanos oT 0.2 mo 0.05 B,
B TO BpeMsI KaK pa3psin — npu noteHuane ot 0.2 no 0.5 B. DTo yka3biBaeT Ha eMKOCT-
HOM XapaKTep peaKIIUM BOCCTAHOBIICHMS JUTHUS C €0 MOCIeayIomeil MHTepKAISIIUCH
B 00bEM KPEMHMUSI.

3aBucuMocT Ha Puc. 4 xapakTepusyloT 3JEKTpPOXMMMYECKOE ITOBeleHHe aHoia
Ha OCHOBE ITOJYYEHHBIX BOJIOKOH KpeMHUs Tipu JutupoBaHnu TokoMm 0.1C u pasHbI-
MU ToKaMM. B TeyeHue mepBbix 50-U LMKIOB pa3psaHas eMKOCTb cHu3uiaach ¢ 520 mo
200 MAu/T, ocie yero cradmiminpoBanach Ha 3HadeHUHn 200—220 mMA4/r. Ha Puc. 46
MpUBEACHBI 3HAUCHUS pa3psIHON eMKOCTU aHoja Tipu ero 3apsae TokaMu ot 0.1C o 2C,
KOTOPBIC YKa3bIBAaIOT Ha BO3MOXKHOCTD 3apsiaa NCCIeAYEMBIX 00pa3II0B ITPHU BHICOKOM TOKE.
Takke HECMOTpPST Ha OTHOCUTEJIbHO HM3KWE 3HAUYEHUST pa3psiTHONM eMKOCTH OTMEdYaeTcst
pPaboTOCTIOCOOHOCTh M3TOTOBJIEHHOIO aHOTHOIO IOJy3JeMEHTa B XOA¢ MHOTOKPaTHOIO
LUKIMPOBAHUSI.
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Puc. 3. Lukinueckue BoJibTaMIieporpaMmsbl (a) 1 3apsiiHO-pa3psiIHbIe 3aBUCUMOCTHU (6), XapaKTepu3ylolue
MOBE/IEHNE aHO]a HA OCHOBE KPEMHUEBBIX BOJIOKOH B MEPBBIC 6 IUKJIOB TUTUPOBAHUS/IETUTUPOBAHMSI.
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Puc. 4. IameHeHue pa3psaHoit eMkocTu U KynoHOBcKo# a(heKTUBHOCTH pabOThl aHO/Ia HA OCHOBE KPEMHM-
€BBIX BOJIOKOH TpU JUTUpOoBaHUM/neautupoBaHuu TokoM 0.1C (a); pa3HBIMU TOKaMu 3apsifa (6); TPy MHOTO-
KpaTHOM JiutupoBaHuu TokoM 0.5C (8).

151 ompeneieHsT BOCIIPOU3BOAMMOCTH PE3yJIBTaTOB OBLIa IIPOBeIcHa Cepysl IIOBTOP-
HBIX U3MEPEeHUI pa3psiiHONM eMKOCTH aHogHoro mnosyanemeHTa JIMWT ¢ HoBoit map-
THEH 3JIEKTPOOCAXKICHHBIX BOJOKOH KPEeMHUS IIPHU JIMTUPOBaHMU ogHUM TokoM 0.5C.
Ha Puc. 46 mpuBeneHbl 3aBUCMMOCTA W3MEHEHUST paspsiiHoil emKocth M KynoHOB-
CcKOi1 3(p(EeKTUBHOCTU B XOI€ MHOTOKPATHOTO LIMKJIMpoBaHus. Bcero ObIO BHITTOJTHEHO
800 LuUKIIOB 3apsiga/pa3psiia, B X0[e KOTOPhIX EMKOCTh CHU3WIACH ¢ 165 10 65 MAY/T 1ipn
Kynonockoii adpdekrrBHOCTH 98—100%. CHMXEHME EMKOCTU BO BpeMsI LIMKJIMPOBAHUS
OOBSICHSIETCS pacIIMpeHrEeM 00beMa KpeMHUsSI, 00pa30BaHMEM Ha ITOBEPXHOCTU JJICK-
Tpona MexXha3HOTO CJI0ST M HapylIeHWEM 3JIEKTPUIECKOTO KOHTaKTa MEXIY COCETHUMM
yacTuIaMu KpeMuus [21].

Mopdosorus kpemuus nociue autupoBanuss. Ha Puc. 5 mpueneHbl MmukpodoTo-
rpaduy KpeMHUEBOIO MaTepualia Mocje MHOTOKPAaTHOrO IUKJIMpoBaHUSA. KpeMHM
Ha HHUX TIpeICTaBJICH arjlOMEPUPOBAHHBIMU IOEHIAPUTAMHU CO CPEIHUM IHAMETPOM
ot 0.3 1o 0.5 MKM, 4TO TTOATBEPXKAACT BhIIIEIPUBEAESHHOE MPEAIOJOoXEeHUE 00 00bEM-
HOM pacCHIMPEHUH BOJJOKOH KPEMHMUSI.

IMonydyeHHBIE pe3yabTaThl CPABHUMBI C pe3yIbTaTaMU UCCIIEIOBAaHUIA 10 UCCIIENO-
BaHUIO BJIEKTPOXUMHUYECKOTO IMMOBEACHMS JEKTPOOCAKICHHBIX KPEMHUEBBIX BOJIOKOH
M3 APYIUX paciuiaBoB [2, 6], Ipu 3TOM OTHOCHUTEJILHO HU3Kas €eMKOCTh U €€ CHUXE-
HHE B XOlle¢ IMKJIMPOBAHUS MOIYT yKa3biBaTh Ha Jerpaialluio XXUIKOTO 3JeKTPOJIUTA
YUTY TPAHUIIBI TOKOIIOABOI-aHOA. B CBSI3M ¢ 3TUM MoOBemeHME IMOJIYIYSHHBIX BOJOKOH
KPEMHUS JOJKHO OBITh M3YYECHO C IPYTMMM 3JIEKTPOJIUTAMU W KOHCTPYKIIMOHHBIMU
MaTepHajJaMu.
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Puc. 5. Mukpodororpacdun aHOTHOTO MaTepyraia KpeMHUS TTOCIIe TUTUPUPOBAHMS.

SAKITIOYEHUME

B paboTre MeToIOM IMKINYECKOU BOJBTAMITEPOMETPUY U3YyUEH KATOTHBIN TTPOIIECC
Ha creknoyriaepone B pacmiase (Mon. %) 75KI-16KF—-8KCI-1K SiF, npu Temnepa-
Type 720°C. IToka3aHO, 4TO UCCAEAYEMbIil IIPOLIECC MPOTEKAET B OJHY CTAAUIO: BhIIE-
JIeHWe KpeMHHUSI UMeeT MecTo B obyiactu nmoteHranos ot 0 no —0.3 B oTHocuTenbHO
MOTeHIIMaja KPEeMHUEBOTO KBa3udJeKTpoaa cpaBHeHMUsI. Ha oCHOBaHMUM 3JIEKTPOXU-
MUWYECKUX W3MEPEHUI BBIOpAHBI MapaMeTphbl JIEKTPOOCAXKICHUS KPEeMHUsS B BUIE
0CaJKOB C Pa3BUTOI MOBEPXHOCTHIO: KATOAHAS IJIOTHOCTH ToKa 0.05 A/cM? ¢ KOHTpPO-
JIeM TIOTeHIIMajla KaToaa.

B xome rampBaHocTaTHyeckoro snekrposmsa paciiaBa KI-KF—KCI-K,SiF, 6bun
MOJIy4€Hbl OCaaKi KPEMHUSI B BUIE BOJOKOH YIIOPSAOYEHHON (POPMBI CO CPPUCKETHUM
auametpoMm ot 0.1 1o 0.3 MKM U JUTUHO¥ OT 5 10 20 MKM.

M3 noay4eHHBIX BOJIOKOH KPEMHUsI ObUIM U3TOTOBJIEH 00pa3ell aHOIHOTO IOJIy3JIe-
MEHTa JIMTUI-MOHHOTO UCTOYHUKA C IIEJIbI0 U3YYEHUS BJIEKTPOXUMHUIECKOTO TTOBEIE -
HUS MOJIy4eHHOT0 KPEMHUSI IIPU IMTUPOBaHUM/NenuTrpoBaHuu. [Toka3zaHo, 4To 3apsin
aHO/a HAa OCHOBE MOJIyYE€HHBIX BOJIOKOH KPEMHMSI UMEET MECTO IIpU IoTeHIuanax ot 0.2
1o 0.05 B oTHOCUTENIBHO MTOTEHIIMAa JIUTUS, YTO 0OYCIOBIEHO 0Opa3oBaHUEM COEIIM -
HeHMI nuTtus ¢ KpeMHueM. COOTBETCTBEHHO, pa3psil aHOoAa MPOUCXOIUT IIPU IMOTEH-
mmanax ot 0.2 no 0.5 B. [TokazaHo nuameHeHue paspsigHoit emkocTu ¢ 520 mo 200 MA4/T
B TeueHMe NepBhIX S0 MUKIIOB 3apsaa/pa3psana npu Toke 3apsaa 0.1C 1 KyJIOHOBCKOM
abdextuBHoctr 98—100%. Takke oTMeueHa BO3MOXHOCTh 3apsiia oOpa3loB aHOIOB
Ha OCHOBE KPeMHMSI IIpU ToKax 3apsina o 2C; pa3psaHast eMKOCTb IIPY 3TOM COCTaBMIIA
ot 25 mo 250 MAu4/T.

CnenaH BBIBOI O HEOOXOIWMOCTHM TIPOBENEHMS HAJBHEUIIMX WCCIeIOBAaHUI TIpU
KCIIOJIb30BaHUU aJIbTEPHATUBHBIX MAaTePUAJIOB JICKTPOJIUTA M TOKOIIOABOAA K aHOLIY.

Pabora BwImonmHeHa B pamkax cormameHust Ne 075-03-2024-009/1 ot 15.02.2024
(Homep Temel B ETUICY HUOKTP — FEUZ-2020-0037).
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ELECTRODEPOSITION OF ORDERED SILICON FIBERS

A. M. Leonova', N. M. Leonova', L. M. Minchenko!, A. V. Suzdaltsev" 2

!Ural Federal University, Yekaterinburg, Russia
2Institute of High-Temperature Electrochemistry UB RAS, Yekaterinburg, Russia
*E-mail: a.v.suzdaltsev@urfu.ru

The possibility of using silicon-based anodes in lithium-ion power sources is active-
ly investigated due to the increased lithium capacitance of silicon. This work reports
the preparation of submicron silicon fibers on glassy carbon in KI-KF-KCI-K,SiF,
melt at 720°C. For this purpose, the parameters of silicon electrodeposition in the form
of fibers were determined by cyclic voltammetry, experimental batches of ordered sil-
icon fibers with an average diameter from 0.1 to 0.3 um were obtained under galva-
nostatic electrolysis conditions, and using the obtained silicon fibers, anode half-cells
of lithium-ion current sources were fabricated and their electrochemical behavior and
behavior under multiple lithiation and delithiation were studied. By means of voltam-
metric studies, it is observed that charging and discharging of the anode based on the
obtained silicon fibers occurs at potentials from 0.2 to 0.05 V and from 0.2 to 0.5V,
respectively. Cycling of electrodeposited silicon fibers in anode half-cells of lithium-ion
power source was carried out. Depending on the charge current, the discharge capacity
ranged from 200 to 500 mAh/g at Coulomb efficiency of 98—100 %. Also, multiple
cycling of the sample of lithium-ion power source with a lithium counter electrode was
performed. In the course of 800 cycling with current 0.5C, the discharge capacity of the
sample decreased from 165 to 65 mAh/g. Scanning electron microscopy shows the vol-
umetric expansion of the of silicon fibers during cycling.

Keywords: silicon, molten salts, electrodeposition, fibers, lithiation, lithium-ion power supply
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