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CHUHTE3 TA BJACTUBOCTI TBEPAUX PO3UMHIB
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MeronamMu peHTTeHIBCEKOT MU(MPAKIil TOPOMIKY, CKAaHYI0UOoi EJNEeKTPOHHOI MIKpPOCKOIii,
PEHTTeH(IYOPECIEHTHOT Ta €HEPTOANCIIEPCIHOT PEHTTEHIBCHKOT CIIEKTPOCKOIIH BUBYEHO HPOLECH
CJIEKTPOXIMIYHOT IHTepKa/SIii JTIF0O y CTPYKTYpPH IHTepMeTamiyHuX cnoiyk TiSng Tta TipSn.
JIBocTaniiiHe eneKTpoXiMiyHEe BKIIOUEHHSA-3aMIICHHSA JITII0 Y CTPYKTYpY HPOCTEXY€EThCS ML
iHTepMeTaniy 3 OinbliMM BMIiCTOM CTaHyMy. YTBOpeHuil TBepauii po3umH Liys TioSng.y
XapaKTepU3yeThCs 3IaTHICTIO 10 0OOPOTHHX peakiiil AeiHTepKasiii/inTepkamsiii iitiro. binapauit
inrepmeranin TiSn mif yac iHTepKaJLALil JIiTiF0 yTBOPIOE TBEpAMH po3unH 3amimenns Liy TipSny.y. Lle
NPU3BOAMTH JI0 3MEHIICHHS MapaMeTpiB KOMIPKHM JOCIIKyBaHOI a3y Ta YTBOPEHHS NPOMDKHOT
¢a3u mirito 3i cramymom Lij7Sn,. B 000X Bumagkax HpOCTeXyeMO 3HA4HY 3MiHy Mopdosrorii
MOBEPXHI 3epeH Ta amopdi3alilo 3pa3KiB yHACHiZOK BKJIIOYEHHS JiTii0. Po3Mip yTBOpeHMX
Li-BMiCHUX YacTHHOK CTaHOBUTH 75-250 HM, YacTHHKM YTBOPIOIOTH C(eponomiOHi arperatd
po3mipom He Gipie 800 HM.

Kniouosi cnosa: TBepauii pO3YHH, CICKTPOXIMIYHMI CHHTE3, IHTEPKASISL/ACIHTEPKATIAILis
JITIIO, JMITIH-10HHI aKyMYJIATOPH.
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1. Beryn

Cepen TpeHIIB CydyacHUX HayKOBHUX JIOCIIDKEHb € CHHTE3 Ta MOIIYK MaTepialiB, 110
3aTHI aKyMyIllOBaTH, 30epiraTi Ta TepeTBopioBaTH eHeprito. Jlo eHeproeeKTHBHUX
MarepiaiiB NPUKYTO OCOOIMBY yBary He JIMIIE BUPOOHUKIB, a i eKOJOTiB, AKi 3aKJIMKAIOTh
JI0 3MEHILICHHs] BAKOPUCTAHHSI TPAJMLIHOTO NajMBa. BUKOPUCTOBYIOUN XiMIYHUII TIOHIHT,
MOJKHA CTBOPIOBAaTH HOBI OararoyHKIIOHAIbHI MaTepiaid 4YM CYTTEBO MOKpAIyBaTh
XapaKTepUCTHKH  ICHYIOUMX. IHTepMeTamimy, IO XapaKkTepH3ylOThCsS — IIapyBaTOIO
CTPYKTYpPOIO, 3HAUHOIO JIE(PEKTHICTIO Y BETMKHUMHU ITyCTOTAMH, MPOSBISIOTH 3JATHICTh 110
IHTEepKAJIALIT/ JeiHTepKATAIIT HOCITB 3apsiy, a OTKe, IX BUKOPHCTOBYIOTh B aKyMYJISITOpax.
HaifiBaxnuBiiMMu BUMOTaMH 10 E€JIEKTPOJHHUX MaTepialniB € 30epeKeHHs BHXIIHOT
CTPYKTYpU TMiJ{ 4ac IHTepKaIAIii/NeiHTepKansiii, BeluKa COpOLidHA €MHICTh, XiMiuHA
IHEPTHICTh JI0 KOMIIOHEHTIB EJIEKTPOJIITY Ta eKOJIOTiYHa Oe3nevHicTs [1, 2].

Ha enektpoxiMiuHi mpoiecu BIUMBae Oarato (akTopiB, HaHOIIBII BaKIMBUMH
cepel HUX € CTPYKTYPHI OCOONMBOCTI Ta €IEMEHTHUH CKJIaJ] eJIeKTPOIHUX MaTepiaiiB. 3a
JIOTIOMOTOI0  XIMIYHOTO TIOHIHTY MO)KHa 30UIBIINTH €MHICTh TaKUX EJIEKTPOJIB Ta
3MEHIIUTH BIUIMB moOiyHMX mporeciB. [lomepexni mocmimkenHs [3—5] mokasanu, MIo
EJIEKTPOXIMiUHE BKJIIOYEHHS JITIIO y CTPYKTypH cTaHimiB RsSns cympoBomkyeTbes
yTBOpeHHIM HancTpykTyp tuny HfsCuSn; ta mpomixkHoi (has3u itiro 3i ctanymoM Lig7Sng.
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3MiHa CTPYKTYPH Ta YaCTKOBE 3aMIIICHHS p-€IIEMEHTA Ha JIITiH TAKOXK MPOSBISETHCS
3a eJIEKTPOXiMIUHUX TPOIIECIB, JIe EMEKTPO.T MICTHUTD aTFOMiHil, cTaHyM uH cTrbi# [6—10].

Mera Hamioi CTaTTi — BH3HAYUTH MEXaHI3M IHTEPKAISIMII JITIIO Y CTIPYKTypH
6inapuux iHTepmeraniaiB TipSnz 1 TioSn, mpoBectn (azoBuii aHai3 YTBOPEHUX MPOAYKTIB
Ta BUBYMTH 3[aTHICTh IMX 3pa3KiB 10 000POTHOI IHTEPKAJISIl/AeIHTepKAIISIi JIITiFO.

2. Marepiajiu Ta METOMKA eKCIIEPUMEHTY

Hust peamizaiii MeTd AOCHIDKEHHS METOJOM eJeKTPOAYrOBOIO  CIUIABIISTHHS
CHHTE3YBaJIU CIUIaBU cKiany Tigs7SNsss Ta TiggSNgy y enekTpoayrosiii meui B arMocdepi
YHCTOTO aproHy. 3pa3ky JJIsl TOMOTEHi3allii BiINadwid y BaKyyMOBaHHX KBapIOBHUX
ammynax yrnpoaox 2 wicsauiB 3a 400 °C, rapTyBaHHs NpOBEIH B XOJIOJHIH BOJI, HE
po30uBaroYM ammys. MacuBM JaHUX 3 IIOPOUIKONOAIOHMX 3pa3KiB oOJiepXald Ha
aBTOMaTHYHOMY peHTTreHiBcbkoMy nudpakxtomerpi JIPOH-2.0M (FeKoa-BurpomiHiOBaHHs:).
®dazoBuii aHaNi3 CIUIABIB Ta YTOYHEHHS MapaMeTpiB eleMEHTAPHUX KOMIPOK BUSIBICHUX
(a3 mpoBOAMIIM METOIOM HAaWMEHIIMX KBaJpaTiB, BUKOPUCTOBYIOUYM mporpamu Powder
Cell [11] Ta LATCON [12].

EnextpoximiuHe  JITyBaHHS  NPOBOJAWIM Yy  OPOTOTUNAX  aKyMYJSITODIB
“Swagelok-cell”. SIk kartoHUI MaTepial BUKOPUCTAIH TOPOLIOK JiTii kobansTaty LiCoO,
(ctpykryprmii T (CT) NaFeO,). JocmimKyBaHi CIlaBu BHKOHYBAJIH POJbh aHONA, LIS
BOTO IX MOAPIOHWIH, MEPEeTepId B MOPOIIOK Ta cIpecyBaid B TabmeTky macoro ~0,3 T.
Karon i amox Oynm BimOKpeMIIeHI cemapaTopoM, BUTOTOBICHUM 3 IPECOBAHOI LIENIOIO3H.
KoxHuil enekTpogHuil map Ta cemapaTop 3MOYIIH eIeKTpoiiToM — | M po3unmHOM TiTiH
rekcagroopodocdary (Li[PFg]) y cymimi 3 ermneHkapOOHATOM Ta TUMETHIKApPOOHATOM
1:1. Ilpouec 3apsmKaHHS CKJIQICHOTO NPOTOTHILY aKYMYJIATOpa NMPOBOJLI 32 TYCTHHH
ctpymy 1,5 MA/eM?, pospsmkanns —3a 1,0 MA/cM®. EnekTpoxiMiunuii CHHTE3 IIPOBOIIIIN 3
BUKOPHUCTaHHAM JIBOKaHAIBLHOTO TaibBanoctara MTech G410-2 [13].

Mopdororiro moBepxHi 3pa3KiB €NEKTPOIHUX MarepialliB JOCIIIKYBaJIH METOIAOM
cKaHyrouoi enekTpoHHOi Mikpockorii (CEM), BUKOPHUCTOBYIOUHM €JIEKTPOHHI MIKPOCKOIH
PEMMA-102-02 ta Tescan Vega3 LMU. JIns Bu3HaYeHHS SIKICHOTO 1 KUIbKICHOTO CKJIa Iy
€JIEKTPOJIIB BUKOPHUCTOBYBJIM MeTOIM eHeproaucnepciitnoi pentreHiBebkoi (EJAPC) Ta
penTrendyopectenTHoi cnekrpockortii (cnekrpomerp ElvaX Pro).

KinbKicTh eneKkTpoXiMiYHO aKTHBHOTO JiTito (X+Y) ais enektpona Ha ocHOBI TipSng
€ CYMOIO KIJIbKOCTI JIITIIO, 1[0 BKJIIOYAETHCS Y MycTOTH cTpYKTYpH (I peakuis), Ta jiTito, o
yacTtkoBo 3amimae aromu Sn (Il peakuis). CxeMy NOCIiZOBHHUX ITPOIIECIB MOXKHA 300pa3uTu
SIK JIBI peaKuii:

3apsi
(l) Ti,Sn; + xLi" + xe Li,Ti,Sns
po3psn
3apsn

(I Li,Ti,Sns + zLi* + ze Lig., TioSns., + Li,,Sn
y y y=ily

pos3pan

3. Pe3ysbTaTH 10CTiAKEHb Ta IX 00T 0BOPEHHS

[lin yac CHCTEeMAaTHYHOTO BHBYCHHS B3a€EMOJIl KOMIIOHEHTIB y CHCTEMax
{Li, Mg}-Ti-Sn, a Takox o0nacteii TOMOTreHHOCTI IPOMiXKHUX (a3 y cuctemi Ti—Sn [14]
OyJ0 MiATBEpHKEHO ICHYBaHHA OIHAPHUX CHOJYK cTanoro ckmagy TipSn [15, 16]
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(CT Coy,75Ge, mpocropoga rpyma (II') P6s/mmc), TioShs [16] (Bmackuii CT, III' Cmca) Ta
yTBOpEeHHST TBepaoro posumny Mg, Ti,Sny [17]. Jns JDOCTIKEHHS eMeKTpOXiMiTHUX
BJIACTUBOCTEH, 30KpeMa Ha TpeAMeT MOOUIBHOCTI IITiI0 Yy CTPyKTypax, Oymo oOpaHO
CITaBM cucTeMH Ti—Sn ckimamy Tigg 7SNg3 3 Ta TiggSNeo.

Y  Tabmumi  momaHo  iHoOpMamilo  Mpo  3[aTHICTH 10 0OOpPOTHOTO
JTYBaHHS/IENNITyBaHs NOCTI/DKCHUX OiHAPHUX IHTEpMETANiliB. Y BHIAJAKY €IEKTpPOIa Ha
OCHOBI  CONYyKH TSN MPOCTEXKYEMO  YTBOPEHHS  EIEKTPOXIMIYHO  HEAKTHBHOI
(HeoOopoTHOT) TepHapHOi (a3u, 0 € TBEPIAUM PO3YMHOM 3aMIILEHHSI CTAHYMY Ha JITii.
YTBOpEHHS 1IbOTO TBEPIOTO PO3UUHY MiATBepAXKYeThCs pesyinbTatamu EJIPC ta Bix’eMHUM
3HAYCHHSIM 3MiHH BiZTHOCHOTO 06’emy AV/V, %.

[MapameTpu eeMEHTapHUX KOMIPOK BUSIBIICHHX (a3 10 Ta Mmicist
CJIEKTPOXIMIYHOT IHTEPKAJIAIIIT JITIF0
Cell parameters of the observed phases before and after
electrochemical intercalation of lithium

o nityBanHs Ticna nityBaHHA AVIV, % Li/d.o. Li, a1. %
Ti,Sn Li, TioSny.y
a=4,6596(3) A, a=4,6506(3) A,
c=5,6918(6) A, c=5,6770(6) A, —0,64
V=107,022) A3 V=106,33(1) A% < 0,001 <0,03
LiysSn,”
a=19,632(1) A,
V=7567(1) A
Ti28n3 Lix+yTiZSn3_y
a=>59422(4) A, a=>5,9305(8) A,
b=19,907(1) A, b=19,890(2) A, 043
c=7,013009) A, c=7,002(1) A, '
V=2829,6(1) A® V =826,0(2) A%; 0,084 1.68
Li17Sn4*
a=19,6852) A,
V=7627(2) A3

* CrinoBi KinbkocTi (asu.

st 6inaproi dasu TiSny (puc. 1, @) IPOCTEKYeEMO HasBHICTH ABOX IUIATO M Yac
3apsmy (3maMu Ha KpuBHX B iHTepBami vacy (z) 8 500-10 500 c¢), mo CBiguuMTh PO
JIBOCTAIIMHUI MEXaHI3M IPOIEeCy JITYBaHHs: BKJIIOUEHHS aTOMIB JIITiIO y CTPYKTYpY (azu
Ta HACTYIIHE YaCTKOBE 3aMillleHHs aromiB SN aromamu Li. 3MiHa CIiBBiZHOMICHHS MiX
KIJIBKOCTSIMH THUTaHy Ta CTaHyMYy, 3TIIHO 3 pe3yabTaTaMH CIIEKTPaIbHUX IOCIIKEHB,
Y9iTKO JEMOHCTPYE MEXaHi3M YTBOPEHHS TBEPIOTO pPO3UMHY 3amimeHHs. Ha pospsgamx
KpUBUX TaKOX € JEKilbKa 37aMiB, IO TIOB’s3aHi 3 MpoIlecaMy IMacuBamii 3epeH Ta
HeomHOpimHO audysiero Li 3 06’eMy aHOmHOTO Marepianmy. MakcuMaibHa KiTbKiCTh
IHTEPKAILOBAHOTO JIITIO y CTPYKTYpy TipShz cranosuts 0,084 Li/d.o., mo mopisHioE
ommzpko 1,7 ar. %. Kpim mitito, icHye MOXJIMBICTH IHTEpKAIAIil MarHito, 10
ITBEPDKYETHCS YTBOPEHHSIM TBEPIOTO PO3UYMHY BKIIOUEHHS Mg, TioSNg, OCKiMBKH JiTiit
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Ta MarHid € noJiOHMMHU 3a (Pi3MKO-XIMIYHUMHU MapaMeTpaMH S-eIeMEHTaMH. 3MEHIICHHS
€MHOCTI 3pa3Ka 3i 3POCTaHHSIM KUIBKOCTI IMKJIIB TOB’sA3aHE 3 MOOIYHAMHU MpPOICCaMH
B3a€EMO/Iii MIX 3Pa3KOM Ta €JIEKTPOJIITOM, a TAKOXK MPOLECaMH 3aMillleHHs, K, HAPHUKJIa,
yTBOpeHHs (aszu LizSn, 3 kybiuHO CTpyKTYpoto Tuiy Lis;Pby, 110 € HebaxaHuM i poOHTH
MpoIleC BKJIIOUEHHs JITIIO YacTKOBO HEOOOPOTHIM, a OTKe, NOTIPIIYIOYH €MHICHI
XapaKTEPUCTUKHU MaTepiaiy.

Llikago, 1o crnpoba eneKTpOXiMiuHOTO TimpyBaHHsS TBEpAOTo po3unHy Mg, TiSng
Oyna YCIIIIHOIO, OJNHAK €JEeKTPOJ IIBWJAKO PYHHYBaBCS uepe3 IMpOLecH TiApomidy y
JIy)XHOMY cepenoBuili. Enextpos Ha ocHoBi TipSn y npoToTHIli HiKelnb METaIOTiAPHIHOTO
ximiuHoro jmxepena enekrpudnoi eneprii (X/IEE) Takox TposBIsIB 31aTHICTH IO
EJIEKTPOXIMIYHOIO TiIpyBaHHsI, OJJHAK aKTHBHO aMOp(}i3yBaBcsi Ta OKUCHIOBABCSL.
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Puc. 1. Bubpani 3apsaHi (a) Ta po3psnHi (6) kpusi gt nporotuny X/EE
3 €JIEKTPOJIOM Ha OCHOBI TipSn3
Fig. 1. Selected charge (a) and discharge (b) curves for the battery prototype
with the Ti,Sns-based electrode

VrtBopenuit TBepamit po3unH LiyTi,Sny.y € IpHKIagoM Toro, AK i 9ac iHTepKasmil
JITIIO MM MOXXEMO OTPHMAaTH 4YacTKOBO amop¢izoBanmii marepian. [lix wac 3apsypkaHHS
npototuty XJIEE BinmOyBaeThcs nuie mporec 3aMillleHHs, OCKUTBKH PO3Mip MYCTOT Y
ctpykTypi TipSn € HaGarato MeHIINM, HiX MOTPIOHO ISt BTUIeHHS atomiB Li. Pesympratn
peHTreHo()a30BOro aHaTi3y 3pasKa Micis JHTYBaHHS CBIYaTh NMPO 30€pEKCHHS BUXITHOL
CTPYKTYpPH 3 MEHIINMH IapaMeTpaMH €JEeMEHTAapHOI KOMIPKM BHACIHiJIOK YTBOPEHHS
TBeproro posunHy Li,Ti,Sn;., Ta nmosBy HeBenukoi KimbkocTi HOBOi da3u LiizSns. Ilpore
3MiHITach MOP(OIIOTIst MOBEpXHI MaTepiary (puc. 2.) Ta cKiIaj 3epeH (ITHKY 0e3 arperartii)
Ha KOPUCTh TUTAHY Yepe3 YaCTKOBE 3aMIleHHsI CTaHyMY Ha JIITIH. 3araTbHUM CKIIas 3pa3KiB,
3TiTHO 3 pe3ynbTaTaMH EHEProJMCIIEpPCiHHOI Ta PEHTreH(TyOPECEHTHOI CIIEKTPOCKOTI,
MPaKTUYHO HE 3MiHUBCSL.

o6 mpoananizyBatH, sIK 3MIHIOETBCS MOP(QOJIOTisSI TIOBEPXHI 3€peH 3pa3KiB /10 Ta
MICIIS eIEKTPOXIMIYHOTO BKJIFOUCHHS JIITiF0, MU MPOBEIH JOCIIDKECHHS 3 TOPiOHCHUMU B
araToBid CTYIII y MOPOIIIOK CIUTaBaMu (pO3Mip 3epeH 3—35 MKM) y CEpeIOBHII TeKCaHy 3
MOJTAVIBIITUM TIPOCIIOBaHHIM dYepe3 JabopatopHe cuto (<5 Mkm). Ha CEM-300pakeHHSIX
Ticis IHTepKaALIi JITIF0 MH TPOCTEXYBaIM MOJIOHI Tpoliecu amopdizalii Ta mojganpury
arperario MajuX YaCTHHOK.
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Puc. 2. CEM-300pakeHHs MOPOIIKIB €JIEKTPOJHUX MaTepianiB Ha ocHOBI Ti,Sn

(a — Buximuuit, Tigs 7SN34 3; 6 — MICI €IEKTPOXIMIYHOTO BKIIOUEHHS JITIIO, Tigs gSN332)
Ta TipSN3 (6 — BuximHuit, Tig1SNs79; ¢ — MICII €IEKTPOXIMIYHOTO BKIFOYSHHS JITiH0, Tiys,65MNs54 4)

3 enektponHux MikpockonieB PEMMA-102-02 (BepxHe) i Tescan Vega3 LMU (unxHe)

Fig. 2. SEM-images of the powders of electrode materials based on Ti,Sn
(a—initial, Tigs7Sng43; b — after the electrochemical lithiation, Tigs gSna32)
and TiySnz (c — initial, Tis1Sns7o; d— after the electrochemical lithiation, Tiss sSnss4)
from electron microscopes REMMA-102-02 (top) and Tescan Vega3 LMU (bottom)

100
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3a HeBenukoro 30inbiIeHHs (y 500—-600 pa3iB) BayKKO IHTEPIPETYBATH OJHOPIAHICT
Ta PO3MIpHI XapaKTepHCTHKH 3epeH, ToAl sK 3a 30inbmeHHs y 50 100 pasiB Gaunmo, mio
pO3Mip YTBOPEHHX YacTHUHOK (puc. 2, 6, 2) craHoBuTh (5250 HM. Po3mip chepomnoaionmx
arperariB Ha OCHOBI IIMX 4acTWHOK He mepesuurye 800 uM. Moaudikariis moBepxHi Ta
HOAPIOHEHHS 3epeH MoXe OyTH KOPUCHUM JUIsi OTPUMaHHs HaHOMarepialiB. Mu BBaxkaeMo,
10 TPOMHUBAHHS TOPOILIKY €JIEKTPOAIB HEMOJSIPHUM PO3YMHHUKOM JUIsl BHUJIQJICHHS
KOMIIOHEHTIB €NeKTPOJITy Ja€ MOXJIMBICTh OTpHUMATH Li-BMiCHI HAHOMOPOIIKH 3
KOHTPOJILOBAHUM PO3MIPOM YaCTHHOK, 5IKi BaXKKO 200 HEMOYKJIMBO OTPUMATH TPAJUIIHHIM
CHHTE30M.

4. BUCHOBKH

CunresoBani TepHapHi dasu Lix, Ti,Sng, ta Li,Ti;Sny.y, sx axHogni martepiann
JIEMOHCTPYIOTh Pi3HY 3IIaTHICTh JI0 BUALJICHHS JiTii0 3a po3psmkanus XJIEE. T'onoBHoro
MPUYHHOIO I[HOTO € Pi3Ha KPUCTATIYHA CTPYKTYpPa, 110 BU3HAYAE 3J]ATHICTH OKPEMHUX aTOMIB
JO MOOUTBHOCTI B IyCTOTax Ta KaHajlaX. BaXJIMBMM UYHHHHMKOM, IO BIUIMBaE Ha
MoOUTBHICTH JiTiE0 Ta eMmHicTh XJIEE, € cran moBepxHi enektponiB. Amopdizaris Ta
MacuBallis KOMIIOHEHTAMH €JIEKTPOJITY €JeKTPOIiB HEraTUBHO BILUIMBAIOTh HA €MHICTb,
OCKUTBKH TOTpeOye MOJATKOBUX 3aTpaT €Hepril s aKTUBAIlil MOBEpXHI Ta pyHHYBaHHS
ajcopboBanoi iHTepdazu. Bracmimok amopdizanii 3epeH yTBOPIOIOTBCS TEpHApHI JTii-
BMicHI (a3u 3 miaMeTpoM YacTHHOK 75-250 M. Po3mipu cdepornomiOHuX arperaTiB Ha
OCHOBI IIMX YaCTHHOK HE MepeBUIYIOTh 800 HM.

PobGory BukoHaHo B pamkax Temu XH-13Hp (HOMep nepikaBHOi peectparii
0121U107937).
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SYNTHESIS AND PROPERTIES
OF THE Lix,Ti,Sngy AND Li,Ti,Sn;., SOLID SOLUTIONS
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e-mail: vasyl.kordan@Inu.edu.ua

The process of electrochemical lithiation of Ti,Sn (structure type Co; 75Ge, space group P6s/mmc)
and Ti,Sns (own structure type, space group Cmca) intermetallic compounds was investigated by X-ray
powder diffraction, scanning electron microscopy, X-ray fluorescent spectroscopy and energy-dispersive
X-ray spectroscopy. The alloys were synthesized by arc melting of pure components under purified argon
atmosphere and further annealing of the alloys at 400 °C for 2 month in sealed evacuated silica tubes with
guenching into cold water. Electrochemical lithiation/delithiation of the studied electrodes was carried out
in the two-electrode battery model “Swagelok-cell”. A powder of the LiCoO, ceramic was used as the
cathode material. The anode and cathode materials were separated by pressed cellulose. 1 M Li[PFg]
solution in a mixture of aprotic solvents was used as the electrolyte. X-ray phase analysis was carried out on
powder data obtained on automatic diffractometer DRON-2.0M (FeK,-radiation). The process of the
Liwy TioSngy phase lithiation consisted of two stages: inclusion of Li and partial substitution of Sn by Li.
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We observed only partial substitution in the case of the Li, Ti,Sn,., phase. The unit cell parameters of the
investigated phases reduced after the lithiation. Morphology of the surface of the studied electrodes was
studied using scanning electron microscopes TESCAN Vega3 LMU and REMMA-102-02. Quantitative
composition of the powders was studied using Oxford Instruments energy dispersive X-ray analyser (Aztec
ONE system). X-ray fluorescent spectroscopy (spectrometer ElvaX Pro) was used for investigation of the
integral composition of electrodes before and after lithiation. A composition of the grains after lithiation
changed in favour of titanium. The amount of deintercalated lithium was 0.084 per formula unit for the
Licy, Ti2Snsy phase. Nanoparticles with the size of 75-250 nm (SEM-method) were formed by reducing of
the grains of the electrodes. The small aggregates (< 800 nm) were formed based on these particles as a
result of material amorphization and interaction of the electrode surface with the electrolyte.

Keywords: solid solution, scanning electron microscopy, electrochemical synthesis,
intercalation/deintercalation of Li, Li-ion batteries.
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