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AnHoTanus. B paboTe nipefgcTaBieHbl Pe3yIbTaThl UCCIIEN0BaHUSA MOPGOJIOTUYECKHUX CBOUCTB U
coCcTaBa KPEMHUS, TIOIyYeHHOT'0 METOIOM 3JIEKTPOXUMMYECKOT'0 OCaKAEeHMUS U3 pPacIljlaBlIeHHBIX
conent KCI-K,SiF4-Si0O,, a Takke BIusHUE Iocienyolnei 06paboTKU C UCIOIb30BaHUEM
IIJIaHEeTapPHOU! MEIbHUIILI Ha IPUMECHBIU COCTaB. JJIeKTPooCcaKaeHue II03BOIseT BapbupPOBaTh
¢dopMmy u pazmep dacTull B guamnaloHe oT 160 mo 340 uM. [I71a moNydeHUsT HaUMEHbBIIEeTro auaMeTpa
YaCTUIl He0OXOOUMO MCIIOIb30BaTh paciiaB 6e3 mobaBmeHus SiO,.

Abstract. The paper presents the results of a study of the morphological properties and
composition of silicon obtained by electrochemical deposition from molten salts KCI-K,SiFg-SiO,.
The results of subsequent processing using a planetary mill on the impurity composition are
presented. Electrodeposition allows varying the shape and size of particles in the range from 160 to
340 nm. To obtain the smallest particle diameter, it is necessary to use a melt without adding SiO,.
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BBeoeHnue

Kpemuunii (Si) siBisieTcss ooHUM K3 HauboJiee IIepPCIeKTUBHBIX MaTePHUaIoB OIS IPUMEHEeHUs B
aHOIOaX TUTUHR-UOHHHBIX aKKyMysaTopoB (JIMA) 6marogapsi cBoew BBICOKOM eMKocTH (4200 MmA4/T) [2],
YTO B OECSATH Pa3 MPEBOCXOOUT EMKOCTb TPAOUIIMOHHBIX TPa¢dUTOBLIX aHogoB. OgHAKO,
KMCIIOIb30BaHNUEe KPEMHHUS B KOMMePUYeCKUX OaTapesix OrpaHN4YeHOo PsimoM ITpobieM, CBSI3aHHBIX C eT0
HU3KOU IIPOBOOMMOCTBIO, BEICOKUM KO3(pPUIIMeHTOM pacliupeHus npu sutupoanuu (mo 400%) u
BBI3BAHHBLIM STUM Pa3pylIeHUeM er0 CTPYKTYPHL B IIpollecce HUKIUPOBAHUS.

HccrmemoBaHMs ITOKA3bIBAIOT, YTO OCHOBHOM ITPOGJIEMOU SIBJISETCSI UMEHHO MeXaHuYecKas
HEYCTONYUBOCTh CTPYKTYPHI KPEMHHMEBLIX aHOIOB IPU MUKJIAaX 3apSAOKUA U Pas3psaku. [Ipu
WHTEPKAJISILUY JINTUS KPEMHUH YBeIMYUBAETCS B pa3Mepax, YTO MPUBOAUT K 00Pa30BaHUI0 TPEIINH
U TIOTepe 3JIEKTPUUYECKOT0 KOHTAKTa MEXKIYy aKTUBHEIM MaTEPHaJIOM M 3JIEKTPOIOM, UTO, B CBOIO
ouepenb, CHUXKaeT 3(P(PeKTUBHOCTh U eMKOCTHBIE XapaKTEePUCTHUKHU aKKyMynsiTopa. CoBpeMeHHEIe
MMOOXOMBI K PEIIeHUI0 MaHHBIX IPo0ieM BKII0Yal0T UCIIOIb30BaHNe HAaHOCTPYKTYPHUPOBAHHLIX (hOpM
KPEeMHUSI, KOMIIO3UTHBIX MaTepuasoB [4], a Takke goOaBieHNE TOTUMEPHBIX CBS3YIONIUX OIS
VIIy4IIIeHUSI MeXaHUYeCKO! ITPOYHOCTH aHOom0B. OOHUM U3 CIIOCOO0B ITONTYyYEeHUS KPEMHMUS
CyOMUKPOHHBIX PAa3MEPOB SIBISETCS 3JIEKTPOOCaXKOeHNe U3 PacCIlIaBJIeHHBIX comel [1].

B maHHOI cTaThe IIPECTaBIEHO UCCIemoBaHue MOP(OIOTUYECKHUX CBOMCTB U XUMHUYECKOTO COCTaBa
KPEeMHUS, IOJIYYEeHHOTO METOAOM 3JIeKTPOXUMUYECKOTO OCaXKIEHUS U3 PaCIJIaBJIEHHBIX COJIEH, a
TaK’Ke BIUSHUE IOCIenyoIel 00paboTKu C UCIIOIb30BaHUEM IIJIaHETAPHONW MEIbLHUITH Ha
XUMHUYECKHUM COCTaB.

3KCHepHMeHTaJ’ILHaH 9aCThb

[I71s1 aMeKTpoocakaeHus: KpeMHus ncronb3oBanu paciiaB KCI-K,SiFg (5% mac.) ¢ u 6e3 mo6aBieHUs
Si0, (0.5% mac.). 15 cuHETe3a UCHOJIb30Bald TePMETUYHYI0 CTaJIbHYIO S4EeUKY 3all0JIHEHHYIO
BBICOKOYHUCTHIM aproHoM. OcaxkeHre KPEeMHUSA IIPOBOUIIN Ha CTEKJIOYTJIEPOOHOM 3JIEKTPOME C
ucmonb3oBaHueM nmotenmnuoctata Autolab PGSTAT 302N npu nmocTosiHHOM mmoTteHimane -0.05, -0.15,
-0.25 B oTHOCUTENBHO KPEMHUEBOT O 3JIEKTPOOa CPaBHEHUS, IPOTUBO3JIEKTPON - KDEMHUU.
HOTeHI_II/IaJ'[bI OJIsi OCaXKOeHUusda BBIﬁI/IpaJ'II/I Ha OCHOBE LII/IKJ'II/I‘-IGCKOI;I BOJIBTaMII€POTPaMMEI.

Mopdonoruio 06pas3iioB KPEMHUSA U3ydall C IOMOIIIBI0 CKAHUPYIOIIETro 3JIEKTPOHHOT O
Mukpockona Tescan Vega 4. [ aHanu3a XUMHUYECKOI'O COCTAB IIOJIyYE€HHEIX MaTepUaioB
KCIIO/Ib30BaJIM IIPHUCTABKY [JIs 9HeprogucunepcuoHHoro ananusa Xplore 30 EDS B coctase
39JIEKTPOHHOT0 MHUKPOCKOTIa ¥ METOJl aTOMHO-9MHUCCUOHHOMN CIIEKTPOCKONUN C UHOYKTHUBHO-
cBsizaHHOM nnma3moi NCS Plasma 300.

[t moMoJia MaTepHasa KCI0Ib30Balu IJIaHeTapHyio MenbHuIy Powteq BM6 Pro, pa3mospHas
dbypHUTYpa U MIaphl U3TOTOBJIEHHl U3 AUOKCHUIA IUPKOHUS.

Pe3ynbTaThI B 00CyKaeHHE

Ha Puc. 1 npepncraBiensl ¢oTorpaduu CHHTE3UPOBAHHBIX METOMIOM 3JIEKTPOOCAXKIEHUSI YaCTUI]
KpeMHus. [lobaBmeHue B cocTaB paciuiaBa SiO, B Hebombinux KoHNeHTpanusax (0.5 % mac.)
ITPUBOMUT K U3MEHEHUI0 B MOP(OIOTHY 1 KPEMHUM OCaXKIaeTCs IIPEeUMYIIIECTBEHHO B BUE UTOJIOK,
a 6e3 gobaBku SiO, 06pa3yTCs CIIyTaHHBIE BOJIOKHA.



Pucynok 1. Mukpogomozpaguu o6 pa3uoe KpemMHUsl 3/1eKMPOCcCadcleHH020 0CAHCOeHHO20
u3 pacnaaea KCI, K,SiFgz (5 % mac.) npu a) -0,05B 6) -0,15B e) -0,25B; u3
pacniaaesa KCI, K,SiF; (5 % mac.) ¢ do6asaenuem 0.5% mac. SiO, npu 2) -0,05B 0) -0,15B e)
-0,25B

Omnpepenenue OIWHB BOJIOKOH B BUAY UX CIIYTAaHHOCTY HEBO3MOXKHO, B KaUeCTBEe
XapaKTepUCTUYECKOT0 pa3Mepa BrIOpaH guaMeTp YacCTHll, IpeacTaBIeHHble B TaOmuIls! 1
pe3ynbTaThl npuBemeHbl Ha ocHoBaHuU 500-800 u3MepeHu mis Kaxagoro oopasiia.

Tabauua 1.
CpenHue xapaKTepuCTUYeCKHe pa3MepPhl YaCTHUIl KPEeMHUSI
Oopa3zeIn YcioBusi nojrydyeHust E otH. Si, B Pazmep, HM
1 KCI-K,SiFg (5% mac.) -0,05 335+174
2 -0,15 266+103
3 -0,25 164+67
4 KCI-K,SiFg - SiO, (0.5% -0,05 286+132
5 Mac.) -0,15 263+99
6 -0,25 219+102

W3 maHHBIX TAOMUIE 1 BUOHO, YTO CMEIleHWe ITIOTeHI[Mala CTEKIOYTIIEPOAHOTO 3neKTpoaa ot -0,05
mo -0,25 B IpuBOOUT K 0KUAAaEMOMY CHUKEHUIO pa3MepoB GOPMUPYEMBIX YaCTUIl KPEMHHUS.
HauMenbimii cpegHui pasMep GOPMUPYEMBIX YaCTHUI] JOCTUTAETCS [IJIsI BOJIOKOH KPEMHUS,
nmony4yeHHbIX U3 paciiaBa KCI-K,SiFg 6e3 mobasnenus SiO, npu noteHiuane -0,25B , u cocTtaBnset
164+67 M.

C 1enbio aHamu3a MPUMECHBIX KOMIIOHEHTOB B COCTABE MOJTyYEeHHOTO MOPOIIIKa UCIIOTb30BaId METO]I
ATOMHO-3MHCCHUOHHOH CIIEKTPOCKOINU. Pe3ybTaThl aHaIN3a IPEeICTaBIeHH B TabIuIe 2.

Tabauua 2.

Pe3yabTaThl aHA/IH3a METOIOM aTOMHO-9MHUCCHOHHOM CIEKTPOCKOMHHU IMPHMECHBIX
KOMIIOHEHTOB 3JIEKTPOOCaXIeHHOr 0 KpeMHHs 00 (cToaxoen 2 u 3) u mociie (croaodern 4)



H3MeEJIbYeHHnsI C UCIIOJIBb30BaHHUEM l'IJ'IaHeTapHOfI MeJIbHHIIbBI

JeMeHT CopepKaHue MpUMecer, ppm
Si Si S
KCl, K,SiFg KCl, K,SiFg, SiO, KCl,
Al 348 271
B 16 14
Cr 351 329
Co 27 51
Ni 1627 1247
Fe 1674 1517
Mn 1284 879
K 1497 1792
Mo 425 411
Ca 18 27
Hf - -
Zr - -

Kak BUOHO M3 IpeaCcTaBIeHHBIX JaHHBIX, COCTaAB pacIljlaBa He OKal3bIiBaeT 3HAUUTEIbHOTO BIUSIHUS
Ha copepikKaHue nmpuMecel. [ TaBHBIM HCTOYHUKOM IIPUMeCHEIX 311eMmeHTOoB Fe, Ni, Cr, Mn saBnseTcs

Hep2KaBellllasd IIPOBOJIOKA, IIPUMEeHsAeMasd OJid KPEeIlJIEeHU A 3JIEKTPOOO0B K TOKOIIOOABOOaM K3
MOHI/I6HeHa. CormacHO JIUTEPATYPHBIM MCTOYHHWKAM HaJIYUe HaHHBIX Hpnmeceﬂ He sABJISIETCA

IIPpEerndaTCTBUEM [OJIAd MCIIOJIb30OBAHHE MATEPHUAJIOB B KAYE€CTBE€ aHOJHBIX MaTE€PHaAJIOB TTUTUN-UOHHBIX
MCTOYHUKOB TOKa [5], 0mHaKO BEICOKOE UX comepKaHue MO2KET SHAYUTEJIbHO CHU2KAThb €MKOCTHBIE

XapaKTepUuCTUKHU MaTepuana [6].

B cBs13u co cnaboy IIUKINPYEMOCTbIO CHHTE3UPYEMBIX MaTepuasioB B UCXOOHOM Bufe [3] u nmanaMu
10 JajbHeunNeMy CUHTe3y KOMIO3UTOB Si-C ¢ UCIIOIb30BaHUEM IIJIaHETAPHOU MEIbHUIL IPOBEIEH
TIOMOJI TTIOJTyYEeHHOT0 KPeMHUS B TedeHUe 1 yaca B cpefie M30IPOomnusioBoro cnupra npu 400 06/MuH.

[ToMmos oKa3blBaeT HETATUBHOE BIMSHUE Ha COOAeprKaHUe IPpUMecel B COCTaBe MOJIy4YeHHOT0
[IOPOIIIKa - KOMIIOHEHTHI pa3MoJIbHOU GypHUTYPH! (Zr, Hf) BKII04al0TCs B COCTaB Ocalka U UxX

copepKaHMe MOXKeT OocTturaTth 1% mac.

BbeIBOOBI

BaprupoBaHue pa3MmepoB dactull B paciiaBe KCI-K,SiFg npu naMeHeHUU IOTEHITHAa

3JIEKTPOOCAXKIOEHNA BO3MO2KHO TOJIBKO B JOBOJIBHO Y3KHX ONHAIIA30HAX U HE IIO3BOJIAET JIOGI/ITBCH
IIOJIY4€eHHsI HaHOPA3MEePHBIX YaCTHUI] 0e3 UCIoIb30BaHUMN IOMOJTHUTETLHOU OﬁpaGOTKI/I, HanMEeHBIITUN

CpefgHUU OuaMeTp IIOJIyYeHHBIX YaCTHUIl cocTaBnsaeT 164 HM. AHanM3 IpUMeCce B COCTaBe
MMOJIy4YeHHBIX 0CaJKOB CBUAETENHbCTBYET O BKIIIOUEHUU B COCTaB OCafKa 3JIEMEHTOB MaTepuaioB

TOKOIOIBOMOB - CYMMapHO mo 1% Mac., 4To nIpu He0OXOOUMOCTH MOIyYeHUsT KPEMHUS YUCTOTOU

BhIIIIe 99% BemeT K He0OXOOMMOCTHY OOMNOTHUTEJIbHOM KHUCJIOTHOM 00paboTKH. [IOMOTHUTEThHOE

n3MeibYeHUe C UCII0Ib30BaHNEeM IJIaHEeTapHOU MEJIbHUIILL U Pa3MOJIbHOU GypHUTYpH U3 ZrO, BemeT

K BKIIIOUeHHUI0 Zr 1 Hf B cocTaB ocajgka B 3HAUUTEIILHOM KOJIUYECTBE.

BbaazodapHocmu. PaboTa BEITIONIHEHA B paMKax corjalerus Ne075-03-2024-009/1 ot 15.02.2024
(momep Tembl B ETUCY HUOKTP - FEUZ-2020-0037).

CnoMcoOK nureparypsbl:

1. T'eBen T.A. 9nekTpoocaxpgenue kpemHus u3 pacmnaBa KCI-CsCl-K2SiF6 / T.A. T'esemn, C. U. XKykK,

H. M. JleounoBa [u gp.] // PactimaBer. - 2022. - Ne4. - C. 350-361. 3 Onlta



2. Chan C. High-performance lithium battery anodes using silicon nanowires / C. Chan, H. Peng, G.
Liu. [et al.] // Nature nanotechnology. - 2008. - V. 4. - P. 31-35.

3. Gevel T. Electrochemical synthesis of nano-sized silicon from KCI-K2SiF6 melts for powerful
lithium-ion batteries / T. Gevel, S. Zhuk, N. Leonova [et al.] // Applied Sciences. - 2021. - V. 11. - Ne
10927. 6 6nl1a

4. Li P. Diverting Exploration of Silicon Anode into Practical Way: A Review Focused on Silicon-
Graphite Composite for Lithium Ion Batteries / P. Li, Kim H., Myung S., Sun Y. // Energy Storage
Materials. - 2021. - V. 35. - P. 550-576

5. Nulu A., Nulu V., Sohn K. Influence of transition metal doping on nano silicon anodes for Li-ion
energy storage applications // Journal of Alloys and Compounds. - 2022. - V. 911. - No164976.

6. Zong L. Nanopurification of silicon from 84% to 99.999% purity with a simple and scalable
processio / L. Zong, B. Zhu, Z. Lu, Y. Tan // PNAS. - 2015. - V. 112. - P. 13473-13477.


http://www.tcpdf.org

