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HccnenoBanack BO3MOKHOCTh MCIIONB30BAaHMS METOAA IUIAHUPOBAHMS MHOTO(AKTOPHOTO SKCIEPHUMEHTA
JUISl ONTUMU3AIMK YCIIOBUI TBepAogasHoro cuHresza karogHoro marepuana LiFePO4/C. [lapamerpamu ontu-
MU3aIH SBSUINCH COACpIKaHWME yriaepoia B oOpaslax, TeMIeparypa W JIUTEIBHOCTh CHUHTE3a, (YHKIHEH
OTKJIMKa — BEJIWYMHA HAYaJbHOW pa3psaHOM EMKOCTH 3JeKTponaa. bbul moilydeH MOJWHOM, OTrpaHU4YeHHBIN
JIMHEWHBIMU 4JiIeHaMHU. J[abHeWIIne 3KCIepUMEHThI NOKA3aJld, YTO MaKCUMAJIbHYIO €MKOCTh JIEMOHCTPUPOBA-
JIW 3JIEKTPOJbl, CHHTE3UPOBAaHHBIEC MPU 3HAYECHUSAX MapaMeTPOB, U3MEHEHHBIX OTHOCUTENILHO NEPBOHAYAIbHBIX
B HAIIPaBJICHHH, COMIACYIOMIEMCA CO 3HaKaMH KOd((HUIIMEHTOB ypaBHEHHS perpeccuy. MeTo IUTaHupOBaHUS
MHOT0()aKTOPHOTO JKCIIEPUMEHTA TO3BOJIMII CYLIECTBEHHO OOJIErYUTh BHIOOP YCIIOBHH CHHTE3a JJIEKTPOIAHOTO
Marepuaia, JaB HalpaBJICHHE U3MEHCHUS 3HAYNMBIX ITaPaMETPOB U JOCTHHKCHUS ONTHMyMa (MaKCHMAaIBHOTO
3HaYCHUS (DYHKIIUH OTKJIMKA — YISIBHON EMKOCTH).

Kniouesvie cnosa: MITUR-NOHHBIN aKKyMYJISTOD, JIEKTPOAHBIN Matepuai, Gocdar sxenesa(ll)-nurus, mia-
HUPOBaHHAE MHOTO(AKTOPHOTO IKCIIEPUMEHTA, MapaMeTPhl ONTUMU3AINH, JTHHEHHBIC WICHBI IMOJMHOMA, (QYHK-
LUsl OTKJIMKA.
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In this paper we investigated the possibility of using of the planning of the multifactor experiment
technique to optimize conditions of the solid phase synthesis of the cathode material LiFePO4/C. Parameters
of optimization were the carbon content in the samples, the temperature and duration of synthesis; response
function — the value of the initial discharge capacity of the electrode. A polynom bounded by linear members
was obtained. Further experiments showed that the maximum capacity was demonstrated by electrodes which
synthesized at parameter values changed relative to the original in the direction consistent with signs of the
regression equation coefficients. The technique of the planning of the multifactorial experiment had made it
possible to significantly facilitate the choice of electrode material synthesis conditions by giving the direction
of the change significant parameters to achieve the optimum (maximum value of the response function — the
specific capacitance).
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OnruMun3zanms ycinoBuil TBepo(a3HOTO CHHTE3a 3JIEKTPOJHBIX MaTepHalioB JUISl JIUTHI-HOHHBIX aKKyMYJSTOPOB C
WCTIONb30BaHNEM IIAHUPOBAHHUS MHOTO(AKTOPHOTO HKCIIEPUMEHTA

BBEJIEHUE

Jlutuii-uonnele akkymyssitopsl  (JIMA)
JABHO U IIMPOKO HMCIIOJIB3YIOTCS AJIs MUTaHUS
nopTatuBHON snekTponukn. Cdepa uX MpH-
MEHEHHs B TMOCIEAHEE BPEMsS HEMPEPHIBHO
paciiupsieTcsi: B HacTOsllee BpeMsl KpyHHO-
rabaputHeie JIMA ucnonb3yroTcsi B 3JEKTPO-
TPaHCIIOPTE U CHCTEMAxX PE3EPBHOIO IHEPIO-
obecrnieuenusi. C 1eNbIO TOBBIMICHUS Xapak-
tepuctuk JIMA HenpepbIBHO BEAETCA TMOUCK
HOBBIX U COBEpPIIEHCTBOBAHUE CYILECTBYIOIINX
SNIEKTPOIHBIX MaTepuasoB, co3laHue Oonee
COBEPILEHHBIX AIEKTPOIUTHBIX CUCTEM, BKIIIO-
YaloIIUX CTaOWIbHBIE PACTBOPUTENN U pa3-
JUYHbIE (PyHKIMOHAIBHBIE JO0ABKU, a TaKXKe
HCCJIEZIOBAHUS 110 ONITHUMU3ALIUN BCEX BO3MOXK-
HBIX COCTABJISIOLIMUX AKKYMYJISITOPOB, BKIIIOUAs
CBA3YIOILIEE, CEMapaTopbl U JaXe TOKOBBIE KOJ-
nektopsl [ 1]. JlokazaHo, 4TO MMEHHO KaTOIHbIN
MaTepual 4acTo OrpaHUYMBAET pabOTy JUTHUIL-
MOHHBIX Oatapeil. O030p MOCIENIHUX HCCIIe-
JOBaHUW B 00MacTH 4-BOJIBTOBBIX KAaTOTHBIX
marepuanioB JIMA npeacrasinen B [2]. bonb-
10€ KOJIMYECTBO PabOT MOCBAIIEHO KaTOTHOMY
MaTtepuaily Ha ocHoBe docara xkenesa JTUTHS,
Hanpumep [3—11]. B mocneanue nBa necstu-
netuss LiFePO4, HecoMHEHHO, CTan KOHKY-
PEHTHBIM KaHIUJATOM Ha KaTOIHBIM MaTepual
JIMA HOBOro nokoseHus: 6iaarogaps MIMPOKON
pacrpocTpaHEHHOCTU U HU3KOM CTOMMOCTH HUC-
XOJIHBIX BEIIECTB U COOTBETCTBEHHO CaMoOro
MaTtepualla, HU3KOW TOKCUYHOCTH U OTIIMYHOM
TEPMUYECKOW CTaOMIIBHOCTH.

OpHako miIoxasl 3JEKTPOHHAs MPOBOIU-
MOCTb, @ TaK)Xe HHU3Kasi CKOpOCTh nuddy3un
MOHOB JIUTHUS SIBJISIIOTCA JIByMSI OCHOBHBIMH
HEOCTaTKaMH ISl KOMMEPYECKOTro MpuMeHe-
Husa LiFePO4, ocobenHo B obmactsix, TpeOy-
IOIMX BBICOKUX Ppa3psIHO-3aPSAHBIX CKOPO-
cTeil. OTH mpoOIeMbl MBITAIOTCS PEHINTh Ka-
TUOHHBIM JIETUPOBAaHUEM, IMOKPBITUEM YaCTHUIL
LFP npoBoasium Matepuanom win 1o0aBie-
HUEM B aKTHBHYIO MacCy COOTBETCTBYIOIIHX
MPOBOIAIINX A00ABOK, a TaKXKe IMyTEM OMNTH-
MHU3alMU METO/IOB U YCJIOBUM CHHTE3a, MO3BO-
JSIOUIMX MOJIy4aTh MaTepuaibl ¢ TpeOyeMbIMU
CBOMCTBaMHU.

B o00630pe [9] npencraBneHsl Bce cCOBpe-
MEHHbBIE TEXHOJIOTMU U3rotosiicHus LFP B Bu-
Jie TIOPOIIKOB M TOHKUX TUIEHOK. ABTOpHI pac-
CMaTpUBAIOT pa3IMyHbIe BapUaHThI TBepAO(da3-
HBIX METOJIOB (MEXaHOXMMHYECKasi aKTUBAIIHS,
KapOOTepMUUECKOe BOCCTAHOBIIEHUE, MHUKPO-
BOJIHOBOE BO3/ICIICTBHE) U METOJOB, OCHOBAH-
HBIX Ha peakIusaX B pacTBopax (THAPOTEP-
MaJIbHbBIN CHHTE3, 30JIb-T€JIb METOJ, METOA CO-
OCAXICHUS, CHPEU-MUPOIIN3, MHUKPOIMYIIbCH-
OHHas cymika). B pabore mompoOHO aHaIW3H-
pyercsl BIUSHHE HAa (DU3UYECKHE MU IJIEKTPO-
XUMUYECKHE XapPaKTEPUCTHUKU CHUHTE3UPYEMO-
ro Marepuayia 0OJbIIOr0 KOIMYECTBA TapaMeT-
poB: BbIOpaHHBIX TIpeKypcopoB Li, Fe, P u yr-
Jepojia; IpUpOAbl AUCTIEPCUOHHON Cpelibl; pe-
KUMOB MEXaHOXMMHUYECKOM aKTUBALMU U OT-
XKura (Temmeparypa, CTaJIudHOCTb, JJIUTEIb-
HOCTB, aTMocdepa).

YacTtb paboT MOCBSAIIEHAa CHHTE3Y U HCClle-
JIOBaHUIO KOMITO3UTHBIX MarepuajoB Qocdara
xenesa nmutus ¢ yrepoaoM (LiFePO4/C) [4, 5,
7, 8,10, 11].

B o0630ope Gong c¢ coaBropamu [8] mo-
IpOOHO OOCYXKITAIOTCS BO3MOXKHOCTH HCTIOJb-
30BaHMSI COBPEMEHHBIX YIIIEPOJIHBIX MaTepu-
anoB (yrmiepogHble HAaHOTPYOKH, YTIIEpOIHBIE
BOJIOKHA, TpadeH M oKcuj rpadeHa) ans co-
3paausa LiFePO4/C xommosuTa, paccmarpuba-
€TCsl BIMSIHUE METOANK CUHTE3a Ha CTPYKTYpYy
U JJIEKTPOXUMHUYECKHE XapaKTePUCTUKU KOM-
no3uta LiFePO4/C.

B pabGore [4] ansg cHUXEHUS TOISpHU3a-
IIUOHHOTO 2(QeKTa U, CIEeTOBATENBHO, YITyd-
meHust nuknupyemoctu LFP mpennararor co-
3/1aBaTh YIJICPOAHBIC TOKPBITUS HA TOJIOXK-
Kax, mpuuéM O0OCYKITaeTCsl BIUSHHUE MPHPO-
JIbI ICTOUHHUKA yTI7Iepo/ia (MCIOIb30BaIHUCh Tpa-
(eH, yriepoaHble HAHOTPYOKH, aKTUBHPOBAH-
HBIN yIIIepon).

ABTOpBl  [5] CHHTE3UPYIOT KOMIIO3UT
LiFePO4/C mytém TBepaodasHoil peaxiuu
C TpeABapUTENbHOM MEXaHOXUMHYECKOH ak-
THUBAIMEH, UCTIONB3YsI TUITUIHBIC TPEKYPCOPHI
(Li2C03, FCC204~2H20, NH4H2PO4) u 1o-
JUBUHUIXJIOPU] B KauecTBE MCTOYHHKA YT-
nepona (2.5 mac.% mno 3aknaake). B pabore
OIICHUBAJIOCH BIIMSHUE TEMIIEPATyphl OTKHUTA
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(500, 550, 600, 650 u 700°C), nIUTEITHHOCTH
He MeHsutach (8 4), onTHMajbHOW OKa3ajach
temrieparypa 650°C. Copepkanue yriepoaa
B LiFePO4/C mensnocek ot 1.76 mo 1.09 mac.%
C YBEJIMUEHHUEM TEMIIEPaTyphbl CUHTE3A.

B pab6ore [7] Tem xe crmocobomM CHHTE3U-
poBamu LiFePO4/C, HO ucmons3oBaiu apyrue
npekypcops! (LiF Bmecto Li;CO3 u yrepon-
HBII r'ejib BMECTO MOJIMBUHUIIXJIOPUAA), HO OII-
TUMAaJIbHBIM CUMTAJIOCh COZIEP)KaHUE YITIepoaa
B 11ies1eBoM npoaykre 10 mac.%, u npu To# ke
ontuManbHON Temneparype orxura 650°C ero
IUIMTEILHOCTE cocTaBisia 10 yacos.

Zang c coasropamu [10] Ttaxxe cuHTE3U-
poBanu kommo3ut LiFePO4/C meTtomom BbICO-
KOTEMIIEPATYpPHOIO TBEPAOIO CIEKaHMsI B CO-
YeTaHUM C METOIOM MEXaHWYECKOW aKTHBa-
MM B [IapOBOIl MENBHUIIE C HCIOJIb30BAHU-
€M alleTOHAa B KauecTBE AMCIIEPCUOHHON cpe-
Ibl, HO B KauecTBE MCTOYHMKA YIVIEpOja HC-
II0JIb30BaJI JIMMOHHYIO Kucioty. Mccnenosa-
JIOCh BIIMSIHUE MHOTHX (paKTOPOB Ha CBOMCTBa
MONyYEHHBIX KaTOAHBIX MaTepHaioB: TEMIIe-
parypa U BpeMs CIEKaHHS, KOJIUYECTBO IIHU-
MOHHON KHCJIOTBI, UIUTEIbHOCTh AKTHUBAIIUU
B IIIapOBOM MENBHUIE, MPHUPOJA HHEPTHO-
ro raza U CKOPOCTh €r0 MPOIYCKaHHUS Yepes
neypb npu oTxure. ONTUMANIbHBIME OKa3ajiCh
CIIEIYIOIIUE YCIOBUS: [UIMTEIBHOCTh MeXa-
HU4yeckoil aktuBauuu 10 4, OoTXXUr B Tede-
Hue 18 4 mpu 600° C, 10 mac.% IUMOHHOI

KHCJIOTBI, CKOPOCThIO MmoToka Ar 0.6 j/MuH.

KommnosutHeie marepuansl LiFePO4/C, cun-
TE€3UpPOBAHHBIE B  ONTUMAJIbHBIX  YCJIOBU-
SX O00pabOTKH, HMEIOT TEePBYI EMKOCTh
146.2 MA4/T.

OdeHb UHTEPECHBI pe3ybTaThl, MPEACTaB-
neHHble B [11]. 3mech KoamyecTBO yriepo-
na B xomnosute LiFePO4/C Obuio mocTosiH-
HBIM (2 Mac.%), a BapbHUPOBAJIOCH KOJIHUYe-
cTBO mpoBoasmen 1o6asku Super-P (SP) yxe
B caMOM HJekTpomgHoM marepuane (1, 3, 5,
7 u 9 mac.%), npuuéM Matepuan ObUT JBYX-
CJIOWHBIM, o0I1iee KoaudecTBO SP B nByX cio-
sx coctaBisio 10 mac.%, HO COOTBETCTBYIO-
MM 00pa3oM MEHsUIOCh B HUKHEM (Onmxkaii-
IEM K TIOJUIOKKE) M BEPXHEM CIIOSIX.
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Wang c coaBtopamu [6] oreHuBan BIU-
STHUE PAa3HOM CTENEHU 3aMElIeHHs Kelle-
3a Ha MaprasHel (JIOMHPOBaHHE MapraHIEM)
Ha DJIEKTPOXUMHUYECKHE XapaKTEpPUCTUKU Ma-
tepuana. OTMETHM, YTO MPU TOM K€ METOJE
cuHTe3a (TBepAodasHas peakiusi ¢ IpeaBa-
pUTEIBHOM MEXaHOXMMHUYECKOW aKTHUBAILIMEH )
U TeX ke MPEeKypcopax, uTo U B [5] (uckimrodast
no0aBjieHHe B KaueCTBE MCTOYHMKA MapraHia
Mn(CH3COO),-4H,0), 31ech OnTUMaIbHBIMU
CUMTAIOTCS JIPYTUE YCIOBUSI: OT>)KUT B TEUCHHE
20 g npu 700°C. CTOUT OTMETHUTH, YTO IIOMHU-
MO yKa3aHHBIX ITapaMeTpoB B [6] BapbupoOBaIn
U JUTUTEIIBHOCTh MEXaHOXMMUYECKON aKTHUBa-
U,

0O0630p naxke TakOro HEOOJNBIIOTO KOJIHYE-
CTBa MCTOYHHMKOB IMOKa3all, HACKOJIBKO IHUPOK
HabOp MapaMeTpoB, BIUSIOUIMX HA KOHEUHBIH
pesynbratr. Kpome Toro, gaxke TouHOe BOCIIPO-
U3BEJICHUE YCIIOBUI CHHTE3a, IpPEelaraeMblX
B KAKOM-TO UCTOYHHKE, MOXKET HE JIaTh TE€X Ke
pe3ynbTaToB, Tak Kak OyIyT BIMATH YMCTOTA
PEKYpPCOPOB, JAPYroe UMEIoIIeecs y Ucciae1o-
BaTeIsi 000pyAOBaHKE, HATIPUMED, TaXkKe 00bEM
TpyOUaTOil MeUYn U MECTO PACIOIOKEHUS Tep-
MOTIAPBI JIsI KOHTPOJISI TEMIIePaTyphl HCKa3UT
9TH JIaHHBIE.

CymectBeHHO 001€er4uTh BBIOOpP yCIO-
BUI CHHTE3a JJICKTPOMHBIX MaTEPHAIOB MO-
KET TPUMEHEHUE METOJO0B MaTeMaThu4yeCKOi
CTaTUCTUKUA ¥ TUIAHUPOBAHUS JKCIEPUMEHTA
[12, 13].

[InanupoBanue MHOTO(aKTOPHOTO 3KC-
nepumenta (I1P3) — »To mpouexypa BeIOOpa
YHUCJia ¥ yCJIOBUM MPOBEJCHUSI OMBITOB, HEOO-
XOIMMBIX M JIOCTaTOYHBIX JJISi PELICHHs IO-
CTaBJICHHOM 3a/auu ¢ TpebyeMoil TOYHOCTHIO.
Ywucno onbiToB N ONpeAenseTcsi BRIpaKeHUEM
N = 2", rne n — xonmuuectBo (akropos. [lna-
HUPOBAHHE HKCIIEPUMEHTA TMO3BOJISIET pa3pa-
00oTaTh alTOPUTM OJHOBPEMEHHOTO H3MEHe-
HUS BCeX (PaKTOPOB, OICHUTH CTENEHb BIIMSI-
HUS (3HAYMMOCTDH) KaxJa0ro (axropa U TOY-
HOCTh TIomnajanust B ontumyMm. dakTopsl, pes-
KO OTJIMYAIOUIUECs KOJUYECTBEHHO, B TEOPHUU
[I®D komupyrorcs mubpamu —1 uw +1 mis
HIDKHETO M BEPXHEro ypOBHEH COOTBETCTBEH-
Ho. [leomerpuueckoe OTOOpakeHHE IIIaHa
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[I®D 2° B (akTOPHOM MPOCTPAHCTBE MpEs-
CTaBJIEHO Ha puc. 1.

OyHKIMS OTKIMKA MOXKET OBITh BBIpaXe-
Ha yepe3 KOIUpOBaHHbIEe PakTopel y = f(x1, ...,
Xn), OHA JIOJIKHA OBITh HEIIPEPHIBHOM, [TOBEPX-
HOCTb OTKJIMKA — TJIAJIKOM U JOJKEH CYILECTBO-
BaTh €IMHCTBEHHBIN SKCTPEMYM. DTUMHU CBOM-
CTBaMU 00J1aJ1al0T CTeTIeHHbIE (PYHKIIUU B BUJE
MIOJIMHOMA!

Yy=bo+bixi+baxy+ .. +byXy+bix i+ ..+
+bpp—11Xp-1.1Xn +b11X% +.. -bnnx% +...

(1)

D, ®

@

Puc. 1. Teomerpuueckoe oToOpaxkenue miana 1D 23
B ()aKTOPHOM IPOCTPAHCTBE

Fig. 1. Plan FPE 23 in the factor space

Ha KPYTBIX CKIIOHAX IMOBECPXHOCTHU OTKIIM-
Ka BAaJin OT 3KCTpEMyMa, T. €. B obmacTu BoC-
XOXKIACHUA IO I'PaACHTY, MOXKXHO OrpaHUYUThL-
Csl TUHEHMHBIMM M CMEIIaHHBIMHM YJI€HAMHU I10-
JIMHOMA.

n
y:b0+2b,~-xi+2b,~j-xi-xj+
i=1

i=],.:., n—1
J=le s
(2)
+ b;jk~xi'xj'xk.
i=1,..,n-2
j=1,...,n—-1
k=j,....,n

AOGcomoTHas BEITMYMHA JTUHEHHOTo K03(-
(unueHTa XxapakTepu3yeT Mepy BIUSHUS COOT-
BETCTBYIOIIETO (paKTOpa Ha BEJIMYMHY OTKIIMKA,
3HaK Kod(¢dulreHTa yKka3plBaeT Ha Halpaslie-
HHE U3MEHEHUs (aKTopa MpH JABHKEHUH K OII-
TUMyMy. Branm oT TodkM 3KcTpeMyma, Korzna
JBUKEHUE MPOUCXOIUT IO I'PAJAMEHTY, OCHOB-
HBIM SBJISIETCS HAIlpaBJIeHUE M3MEHEHMs (ak-
TOpAa.

Tabn. 1 mpexacraBnsieT coOol MaTpuiry
m1aHa 3-(pakTOpHOro SKCIEPUMEHTA.

IlonMHOM, OrpaHWYEHHBINM JIMHEWHBIMU
Y CMEUIaHHBIMU YJICHAMHU, UMEET BUJL

y:b0+b1 * X1 +b2-X2+b3~X3+b]2-X1 + X+
+b13-X1-X3 +b23-X2-)C3+b123-X1-)Q-Xg,.

3)

Taoauuma 1/ Table 1

Marpuna miana skcriepumenTa/Matrix of the experiment plan

i 0 1 2 3 4 5 6 7
Jj X X1 X2 X3 X1 X2 X1 X3 X2 X3 X1 X2 X3 Y
1 1 -1 -1 -1 +1 +1 +1 -1 V1
2 1 +1 -1 -1 -1 -1 +1 +1 V2
3 1 -1 +1 -1 -1 +1 -1 +1 V3
4 1 +1 +1 -1 +1 -1 -1 -1 V4
5 1 -1 -1 +1 +1 -1 -1 +1 ys
6 1 +1 -1 +1 -1 +1 -1 -1 Y6
7 1 -1 +1 +1 -1 -1 +1 -1 7
8 1 +1 +1 +1 +1 +1 +1 +1 8
_}ZV:IX,'/ 8 0 0 0 0 0 0 0
j=
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st pacuéra nmro6oro kordduirenTa naH-
HOTO TIOJMHOMa HEOOXOJUMO TMEePEMHOXKHUTH
cTonber] GyHKIHUU OTKIIMKA U CTOJIOEI] MaTpH-
IbI, COOTBETCTBYIOIINI JaHHOMY (hakTopy Win
COYeTaHHI0 (HaKTOPOB, a MOITYYEHHYIO CyMMY
pas3eNnuTh Ha YUCIO OMBITOB (B 3-(akTopHOM
skcnepuMente N = 8):

S xijy;
b= =2 4)

3HaYMMOCTB JIF000T0 KOAPPUITUEHTA MOXK-
HO TIpoBepHTh Mo kputepuio CreioneHTa. Ko-
3G GUIUEHT CUUTACTCS 3HAYMMBIM, €CITH 3HaYe-
HHUE PacyETHOTO KPUTEPHUsl OKa3bIBAECTCS OOJIb-
e, 4YeM 3Ha4eHHe TaOJIMYHOTO KpHUTEpus,
ONPENEIEHHOIO JUIsl COOTBETCTBYIOLIEN JOBE-
PUTEIBHON BEPOSTHOCTH M CTETIEHH CBOOOIBI

tf act > fraba , TIe m — 9UCIJIO Tapaieib-
p=0.95
f=N@m-1)

HbIX ONbITOB. Ilocne mpoBepku He3HaYUMBbIE
ko3¢ ¢urrenTs oTOpackiBaoT. BennunHa pac-
yéTHOro kpurepus CThIOACHTA ONpPEAENIAEeTCS

acy |bi|
£ = , rie o(b;) — morpeni-

1

HOCTBH ompenencHus kodpdpunuenra. B I1DD
Bce K0(D(PHUIIMEHTHI OMPEACIISIOTCS C OAMHAKO-
BOM TOYHOCTBIO. B 3aBHCHMMOCTH OT yCIOBHi
MPOBEJCHUSI DKCIEpPUMEHTa BeluuuHa o(b;)

OIIpEeeNsAeTCS IBYMS CIIOCO0aMH.

no gopmyie

1-11 cnocob

JList Kask10# KOMOMHAIMY 3HAYEHUH Tapa-
METPOB ONTUMM3ALUHU TPOBOAAT 7 NapaALIIENb-
HBIX OIIBITOB, OINPEACISAIOT JAUCTIEPCUU (PYyHK-
UM OTKJIMKA Sl.z(y) = #Zﬁl (yi—)‘),-)z (mo-
Jy4yuM 8 nucrnepcuii), zmcnepc_mo BOCIIPO3BO-

Y2

287

S Boemp 0) = T

JMOCTH  PE3YyIbTaToB S oo, (V) = N

JMCIIEPCUIO0  BOCIIPOM3BOJUMOCTH  CPEJHETO
S Gocup()
2 =\ _ BOCIIp

pesyasrarta Sgoe, (§) = —,,— H morpem-

HOCTBH ompeneneHus koddduimenta o(b;) =
2 —
S BOCIIp (y )
N
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2-1l cnocob
Jlns kaxaoM KOMOWMHAIMKM 3HAYEHWH Tia-
paMeTpPOB ONTUMHU3ALMU POBOIAT IO OJHOMY
OMBITY. 3aTeM IJs 3HAa4eHWH BceX (haKTOpPOB
Ha OCHOBHOM yPOBHE MPOBOJAT M Mapajuieib-
HBIX OIBITOB, OMPENEISIOT AUCTIEPCUI0 (PyHK-
LMY OTKJIMKA U TIOTPEIIHOCTD OMPEAEICHUS KO-
S%(y)
N
[IpoBepka aieKBaTHOCTH MOTYYEHHOU MO-
JIled  TpOBOAMTCS MO Kputepuro Duiepa:

S
pPact — 3 _ [P , TIe

Sgocnp ()_)) gf}t.aﬂ =N(m—1)
=JBocp=

sbdunmenta o (b;) =

N
1
2 E S 5.)2 -
S = Vi 2 (¥i —¥i)” — nucrniepcus aaKeBar

HOCTH. MOI[eJ'IL CUUTACTCA aHCKBaTHOﬁ, C€CJlIn
Fpacd FKPHT

fi=ra
f;ZfBﬁcnp:N(m_])

OKCIIEPUMEHTAJIbHA S YACTD

Ilonyuenue mamepuanos na ocnoge LiFePOy

O6pasip! LiFePO4/C 6bu11 noydeHs! Me-
TOJIOM BBICOKOTEMIIEPATYPHOTO KapOOTepMu-
YECKOTO BOCCTAHOBJICHHS B IPEABAPUTEIHLHO
MEXaHWYECKH aKTUBUPOBAHHOHN cucteme [14—
16] MCXOMHBIX BEIIECTB, B3ATBHIX B CTEXHO-
MeTpudeckoM cootHomennn: LioCO3 (x4, «3a-
BOJl peAkux MertamioBy», Hoocubupck, Poc-
cust), FepOz (uma, «Peaxum», MockBa, Poc-
cusi), NH4H,PO4 (uma, «Peaxum», Mockga,
Poccust) — U cMemaHHBIX C MOHOTHIPATOM
auMoHHOU KuciioTel CqHgO7-H,O (x4, OO0
«urpoben», benaropon, Poccus). B3semnpa-
HUE TMPEKypCOpPOB OCYILIECTBIISIOCH Ha Be-
cax GF-600 (A&D Company Limited, fmo-
Hus). CMech mojBeprasach MEXaHUYECKOM aK-
THBAallUM B CTAJIbHBIX OapabaHax CTaJbHBIMHU
MEJIONIUMHU TellaMH (IIapuKaMu THaMeTPOM
6 MM) B IJIJaHETApHOW MEJbHUIIE-aKTUBATOPE
AT'O-2 (HoBun, HoBocubupck, Poccusi) B Te-
yeHre 20 MUH TIPH CKOPOCTH BPAILCHHS BOJIH-
na 560 00./MHH MpU KOMHATHOW TeMIIepaType
C MPUMEHEHHUEM aIleTOHA B KaueCTBE IUCIIEP-
cuoHHOU cpensl. [locnemyromas TepmooOpa-
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00TKa OCyIIeCTBIIsUIach B TPyOUarToil neuu B at-
Moc¢epe aproHa mpu 3aJaHHON TeMmeparype
U 33JJaHHOM JJIUTENIbHOCTH; HarpeB 0 OCHOB-
HOM TeMIepaTyphl OCYLIECTBISUICA CO CKOPO-
cThio 10°C/MUH, OXJIAXKICHHE €CTSCTBEHHOE.

[Tomaranoce, 4TO COOTHOLIEHUE MEKIY
anemenTtami Li, Fe, P B nponykre onpenenser-
Csl B COOTBETCTBUU C 3akiyafkoi. ComepxaHue
yriepona B Matepuanax LiFePO4/C onpenens-
JIOCh KaK OTHOILIEHME MacChl OCTAaTKa, HE pac-
TBOPEHHOIO B KHIIIIEH KOHIEHTPUPOBAHHON
COJISTHOM KHCJIOTE, K MCXOAHOM Macce MpoObl
aHAJIM3MPYEMOT0 Marepuaa.

On EKMPOXUMUHYECKUE USMEDPEHUS

DIEKTPOXUMHUYECKOE MOBEIACHUE MaTepH-
aJloB paccMaTpuBajOCh ¢ MPUMEHEHUEM IIHK-
JMYECKON XPOHOMOTEHIIMOMETPHH (TalbBaHO-
CTaTUYECKOTO IIMKJIUPOBAHUSA) TMOCPEICTBOM
ycTpoucTB 3apsana-paspsiaa Y3P 0.05-5 u Y3P
0.03—10 (HTL Bycrep, Cankr-IleTepOypr, Poc-
cusi). V3mepenust ans paboyux 3IEKTPOJOB
Ha OCHOBE aHAJIM3UPYEMbIX MaTepHaIOB MPO-
BOJIMJIMCH B TPEXANEKTPOAHBIX TUEHKAX C JIUTH-
€BBIMH BCIIOMOTaTeIbHBIM 3JIEKTPOAOM U AJIEK-
Tponom cpaBHenus, 0.67 M pactopom LiClO4
B cMecu npornuienkapoonara (I1K) u aumeTok-
cudTana (JIIMD) ¢ 0ObEMHBIM COOTHOIIICHUEM
pactBoputesied 7 : 3 B KaueCTBE SJIEKTPOIIH-
ta. Temneparypa Bo BpeMsl U3MepeHu mojaaep-
KHUBAJIACh C MOMOIIBIO CYXOBO3AYIIHOTO TEp-
mocrata TC-1/80 CITY (OAO «CwmomneHckoe
CKTBb CIIVY», Poccusi) u cocrasmsuia 30.0 +
+0.5°C

3arotoBKM pabouux AIEKTPOAOB TMpe-
CTaBJISITA COOOM KOMIIO3UT HUCCIEyeMOro Ma-
Tepuajia, aleTWJICHOBOW CaXXH W TOJUBHHU-
muaeHdropuna (IIBJIP) B MaccoBoM COOTHO-
meann 80 : 10 10 cooTBETCTBEHHO, TO-
MOT€HU3UPOBaHHBI B N-METHINUPPOIUIOHE
(unma, «HeBapeaktusy, Cankr-IleTepOypr, Poc-
cusl) U HAaHECEHHBIM Ha aTIOMHHHEBYIO IOJ-
JIOXKKY, 3aTeM BbICylIeHHbIN npu 120°C B Te-
yeHue |2 4 W NMOABEPrHYTHIA INPECCOBAHUIO
(2.5 T-cM™2). I1IOTHOCTD HAHECEHHS AKTHBHOTO
BemiecTBa cocranisia 2.0—3.0 mr-cm™~2. Ompe-
JIeJIEHUEe Macc MpU U3TOTOBIEHUU 3JIEKTPOJOB
OCYIIECTBIISIJIOCH C UCIIOJIb30BAaHUEM aHAJIUTH-

yeckux BecoB HTR-80CE («ViBRAy, SInonus)
¢ norpemrHocThio +0.1 MT.

['anpBaHOCTaTHYECKOE  3apsAIHO-pA3PAI-
HOE IUKJIMPOBAHUE OCYIICCTBIISUIOCH B JHara-
30He moTeHnuanos ot 26 1o 4.30 B vs. Lit|Li.
pa3HBIMH HOPMHUPOBAHHBIMH TOKaMH, Ha Tep-
BOM 1uKJje Tok coctasisii 0.1 C, mpu stom 1 C
cootBercTBYyeT 170 MA Ha 1 T uccienyemoro
MaTepuasa

PE3VIJIBTATBI 1 X OBCYXXIEHHUE

[TapameTpamMu  ONTUMH3ALMKU  YCIOBHI
tBepaodaznoro cuntesa LiFePO4 / C sBnsinuce
cojiepaHue yriepoga B oOpasmax (xp), TeM-
neparypa (x2) U AJTUTEIBHOCTh CHUHTE3a (X3),
(GyHKIMEH OTKIMKa — HayalbHas paspsaHas
yaenbHas EMKOCTb aekTpoaa (y). Konnuectso
¢akropoB paBHo 3. O0nactu (HakTOpPHOTO Mpo-
CTpaHCTBa (MHTEPBANBI BapbHPOBAHUS (HAKTO-
poB) coctaBisiioT: x; 10-15 mac.%; xp 775—
800°C; x3 34 u. Heobxomumoe KOJIMYECTBO
OTIBITOB, paccyuTaHHoe mo Qopmyne N = 2",
paBHO 8. Marpuua rraHa SKCIIepIMEHTa B Ha-
TypaJdbHOM U KOIMPOBAHHOM BUJIE U MOTyYECH-
HbIe 3HAUEHUS HadyadbHOU YNEIbHOW paspsi-
HOW EMKOCTH JUIsl BCEX CHHTE3MPOBaHHBIX 00-
pasioB mpeacTasieHsl B Ta0n. 2. Homep ombita
COBIAJIa€T C HOMEpOoM oOpa3la.

KauecTBeHHO 3apsaHO-pa3psIHbIE KpH-
BbIE /ISl BCEX BOCHMH 00pa3loB COBMAAAIOT.

Ha puc. 2 npencraBieHsl 3apsaHO-pa3psI-
HbIE KpHUBBIe 00pa3na Ne 6. D10 miagkue Kpu-
BbIC C TPOJODKUTEIBHBIM IUIATO, MMOTEHIHAI
KOTOPOTO 3aKOHOMEPHO M3MEHSeTCS NpU yBe-
JMYEHUU TJIOTHOCTHU TOKa. BrusHue ycrnoBuit
CUHTE3a Ha HUKIUPYEMOCTh IEKTPOJOB Mpe-
CTaBJICHO Ha puc. 3, a— 1 B Tabm. 3.

AHanm3 TaHHBIX TO3BOJIWII CHIENATh OTpe-
NenEHHbIe BBIBOJBI TOJIBKO O PEXHME CHHTE-
3a: OoJiee BHICOKHE PE3YNbTaThl 10 EMKOCTH Jie-
MOHCTPHUPOBAIN 00pa3libl, CUHTE3UPOBAHHBIC
npu 775°C u 4-4yacoBo NIUTENbHOCTH. Bins-
HUE COJEpKaHUE yIIIepoa B MaTrepuae He Obl-
JO CTONb OJHO3HAYHBIM: IPH TOKax paspsd-
ma < 1C (puc. 3, a) pa3Hulla B Koiuye-
CTBE yIiepoja MpakTU4YeCKH HE MPOSBISIIACK,
anpu i =5 C pa3psaHas €MKOCTh 00Opasia

103



H. M. TAMAIOHOBA, A. B. VIIIAKOB

Taoauuma 2/ Table 2

Marpuna miana skcriepumenTa st LiFePO4/C o6pasnos/Matrix of experiment plan for LiFePO4/C samples

Hauanpnas
X yaIeNnbHAS pa3psaHast
Ne ombita Coneprkanne Pexum TepmooOpaboTku . . o x| émxocts LiFePO4/C
Ne obpasma yriepoaa (i=0.1
0 t=V. C)
w, Mac.%
Temneparypa | JnuTensHOCTD 0, MA-9/T
1,°C T, 4
1 10 775 3 1 -1 -1 -1 137
2 15 775 3 1 +1 -1 -1 130
3 10 800 3 1 -1 +1 -1 131
4 15 800 3 1 +1 +1 -1 131
5 10 775 4 1 -1 -1 +1 140
6 15 775 4 1 +1 -1 +1 129
7 10 800 4 1 -1 +1 +1 137
8 15 800 4 1 +1 +1 +1 127
Z. 40 s HOTO (DaKTOPHOTO 3KCIIEPUMEHTAa, B KaYeCTBE
§ (GyHKIMMA OTKJIHMKA OBUTM MPUHSATHI 3HAYCHUS
é 8 1c HavyaJIbHOHM yIENbHOU pa3psiTHON EMKOCTH (CM.
" 36 Tabi. 2).

0.5C 02C 0.1C

0 20 40 60 80

100 120 140 160
Specific capacity, mA-h-g™!

Puc. 2. Pe3ynbrarsl rabBaHOCTATUYECKOTO UKINPOBA-

Hust LiFePO4/C-anextpona B 0.67 M LiClO4 B cmecu

K + IMD (obpaser; Ne 6): kpuBbIe 3apsjga U pas3ps-

nma. Pexxumerl: mroraoct Toka ot 0.1 go 5 C, nuana3on

notennuaios or 2.6 1o 4.0 B oru. Li*/Li snextpona,
temreparypa 30°C

Fig. 2. The results of the galvanostatic cyclining of the

LiFePO4/C electrode in 0.67M LiClO4, PC + DME

(sample no. 6): charge and discharge curves. Modes:

the specific current from 0.1 to 5 C, the potential range

from 2.6 V to 4.0 V vs. Li*/Li electrode, temperature
30°C

¢ 15 mac.% ymepona B 1.5 pa3za npesiinaia
paspsiiHyto éMkocTh obOpasua ¢ 10 mac.% yr-
nepona. Jias onTUMH3aUM YCIOBUH CHUHTE3a
ObUT MCHOJIB30BaH METOJ IUIAHUPOBAHUS MOJ-
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Taoauuma 3/ Table 3

3aBHCHMOCTH YIENBHOW Pa3psaHON EMKOCTH DIICKTPO-
moB Ha ocHoBe LiFePO4/C (oOpasmer Ne 1 — Ne 8)
OT IUIOTHOCTH TOKa pa3psiia

Dependences of the specific discharge capacitace of
electrodes based on LiFePO4/C (samples nos. 1-8) on
the discharge current density

VnenbHast paspsaHas EMKOCTb AIIEKTPOIOB
C Ha ocHoBe LiFePO4/C Q, MA-u/r

Homep o6pasna

1 2 3 4 5 6 7 8

0.1 | 137|130 | 131|131 | 140 | 129 | 137 | 127
0.2 | 133|126 108 | 120 | 134 | 127 —
0.5 |120| 117 {100 | 113 | 125|119 | - -
1 106 | 105| 74 | 99 | 114 | 111 | — -
5 61 | 61 | — | 44 | 57 | 86 -

ITpumenenne I1PD no3BoOMMIO NOTYUYUTH
MOJIMHOM, OTPAHUYCHHBIM JTMHEWHBIMUA YJICHA-
MHU:

y=132.75-3.50-x1 - 1.25-x,+0.5 - x3,

Qirepo, = 132.75-3.50-0 - 1.25-1+0.5-1,
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Puc. 3. BimsiHue ycinoBuil CMHTE3a Ha LMKIMPYEMOCTh 3JeKTponoB Ha ocHoBe LiFePO4/C: conepkanue ymiepona
(a); Temmeparypa cuHTe3a (6); IUINTETBHOCTH cHHTE3a (8, 2). Pexxumsl: mnotHocTH Toka oT 0.1 mo 5 C, nnama3oH
norennuaios or 2.6 1o 4.0 B oru. Li*/Li anekrpoaa, temneparypa 30°C

Fig. 3. Influence of synthesis conditions on cyclization of electrodes based on LiFePO4/C: carbon content (a);
synthesis temperature (b); duration of synthesis (¢, d). Modes: current densities from 0.1 to 5 C, potential range from
2.6 to 4.0 V vs. Li*/Li electrode, temperature 30°C

0.1C  _ .
e QLiFePO4 HavaibHas paspsaaHas EMKOCTh

B pacuére Ha LiFePO4/C, MA-u/T, o — 1ene-
BOE colepikaHHe yriepoaa B obpasie, mac.%;
t — Temmeparypa TepmooOpaborku, °C; T —
JUTMTEIILHOCTh TepMooOpaboTku, 4. Kosddu-
[UEHTHl TTOJMHOMA PACCUYHUTHIBAIUCH TIO (op-
Mmyiie (4).

U3 ypaBHEeHHUs ClleAyeT, 4TO yiaeiabHas EM-
KOCTh JIOJDKHA YBEJIMUYWBATHCS MIPH yMEHBIIIe-
HUU KOJIMYECTBA YIVIEPOJa, YMEHBIICHUU TEM-
MepaTypsl U YBEJIMYCHUH JTUTCILHOCTH TEp-
Moo0Opabotku mpu cuHTe3e LiFePO4/C, mpu-
4éM 3HAYMMOCTb MapaMeTpPOB ONTUMH3AIUU
yMEHBIIaeTcss B psaxy o > t > 1. Camoe BHI-

COKO€ 3HAYCHUE HAYAIbHOU yACIBHOU Pa3psii-
HOM €MKOCTHU JeMOHCTpupoBan obpazery No 5
(10 mac.% C, 775°C, 4 4). HoBble 3HaueHHS
napaMeTpoB ONTUMU3ALUHU, U3MEHEHHBIE OT-
HOCHTEJIHLHO NTEPBOHAYAILHBIX B HAIPABJICHUH,
COITIACYIOIIUMCSI CO 3HaKaMU KOA(PPHUIINEHTOB
MoJInHOMa, cocTaBiIsoT 4 mac.% C, 750°C, 5 4.

Pe3ynbprarhel 37€KTPOXUMUYECKOTO TECTH-
poBanus snekTpona Ha ocHoBe LiFePO4/C,
CUHTE3UPOBAHHOTO TIPH YKa3aHHBIX BBIIIC
YCIIOBUSIX, MIPEJICTABICHHI Ha puc. 4.

O6pazen; Ne 9 obnagaeT caMbIMU BBICOKH-
MU 3JIEKTPOXUMUYECKUMHU XapaKTEPUCTHKAMHU
U3 BCeX M3ydeHHBIX. CpaBHEHUE PE3yJabTaTOB
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Puc. 4. Pe3ynbsraTsl raibBaHOCTaTHIECKOTO IIUKIMPOBA-
Hus LiFePO4/C-anextpona B 0.67 M LiClO4 B cMmecu
I[IK + IMD (o6pazer; Ne 9): usMeHeHue KaTomaHOH EM-
KOCTH OT IUKJIA K OUKIY (&), KpUBEIC 3apsaa U paspsia
(6). Pexxumsr: motHocTH ToKa 0T 0.1 10 10 C, nuana3zon
noteHnuaioB ot 2.6 10 4.3 B oru. Li*/Li anexrpona,
temiieparypa 30°C

Fig. 4. The results of the galvanostatic cyclining of

the LiFePO4/C electrode in 0.67M LiClO4, PC + DME

(sample no. 9): changing of the cathode capacity from

cycle to cycle (a), charge and discharge curves (b).

Modes: the specific current from 0.1 to 10 C, the

potential range from 2.6 V to 4.3 V vs. Li*/Lielectrode,
temperature 30°C

tectupoBanus 00pa3noB Ne 9 u Ne 5 nmpexacras-
JeHo B Tabn. 4. YaenbHas paspsiiHas EMKOCTb
obpazna Ne 9 mpu Bcex CKOpOCTSX pa3psa Bbl-
me: npu i = 0.1, 0.2, 0.5 C — na 10%, nipu i =
=1C —mHa 15%, anpu i =5 C — Ha 90%;
KpOME TOT0, IaHHBIH 3JIEKTPO CTaOUIBHO LIHK-

BJIATOJAPHOCTH

Paboma evinonnena npu gunancogoii noddepoicke
Poccuiickozo ghonda ghynoamenmanvrwix ucciedosanuti
(mpoexm Ne 16-03-00023).
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JUPYETCS MPH MOBBILIEHHOW CKOPOCTH pa3psiaa
10 C.
Taoauuma 4/ Table 4

3aBHCHMOCTH YNEIBHOW Pa3psaHON EMKOCTU DIICKTPO-
noB Ha ocHOBe LiFePO4/C (obpa3msr Ne 5, 9) ot miot-
HOCTH TOKa paspsaa

Dependences of the specific discharge capacitace of
electrodes based on LiFePO4/C (samples nos. 5, 9) on
the discharge current density

Ne 00-| VnenmbHas paspsigHas EMKOCTB JIEKTPOIOB
pasua Ha ocHoBe LiFePO4/C Q, MA-u/T
i,em. C
0.1 0.2 0.5 1 5 10

140 134 | 125 114 57 -
9 156 149 139 132 108 89

3AKJIIOYEHUE

B nannoii pabote uccienopagach BO3MOXK-
HOCTb HCIIOJIB30BaHMsI METOJA IJIaHUPOBAHMS
MHOTO()aKTOPHOTO IKCIIEPUMEHTA AJIs1 ONTUMHU-
3allMU YCJIOBUH TBepAo(a3HOro CHHTE3a Ka-
tonHoro marepuana LiFePO,4/C. Ilapamerpa-
MU ONTHUMH3ALUHN SBISJINCH COIEP)KAHUE YI-
Jepona B oOpasiax, TeMieparypa u JUIUTeNb-
HOCTh CHHTE3a, (YHKIMEH OTKIMKa — BEJIU-
YUMHA HAYaJbHOM pa3psAHOM EMKOCTH JJIEK-
TpoAa. BbUI moiy4eH NOJIMHOM, OrpaHUYEH-
HBI JIMHEWHBIMM WieHaMu. MeToj IIaHupo-
BaHUS MHOTO()aKTOPHOTO SKCIIEPUMEHTA I03-
BOJIMJI CYILIECTBEHHO OOJErduTh BHIOOp YCIO-
BUI CHHTE3a 3JIEKTPOAHOI0 MaTepuaa, 1aB Ha-
IIPABJIECHUE U3MEHEHMS] 3HAUMMBIX [1apaMETPOB
JUIsL TOCTHXKEHHSI ONTUMyMa (MaKCHMaJlbHOIO
3HaueHMs (PyHKIMU OTKIMKA — yAETbHON EMKO-
ctH). JlanpHelye SKCIepUMEHThI M0Ka3aly,
YTO MAaKCHUMaJbHYI0 EMKOCTb JEMOHCTPUPOBA-
JIM 3JIEKTPOAbl, CHHTE3UPOBAaHHbIE NPU 3Haye-
HUSX [1apaMETPOB, U3MEHEHHBIX OTHOCHUTENb-
HO IEpBOHAYaAIbHBIX B HAIIPABIECHUH, COIVIacy-
IOIIEMCS CO 3HaKaMu Ko3((UIIMEHTOB ypaBHe-
HUS PETPECCHH.

ACKNOWLEDGEMENTS

This work was supported by the Russian Founda-
tion for Basic Research (project no. 16-03-00023).



OnruMun3zanms ycinoBuil TBepo(a3HOTO CHHTE3a 3JIEKTPOJHBIX MaTepHalioB JUISl JIUTHI-HOHHBIX aKKyMYJSTOPOB C
WCTIONb30BaHNEM IIAHUPOBAHHUS MHOTO(AKTOPHOTO HKCIIEPUMEHTA

CIIMCOK JINMTEPATYPbBI

1. Hu M., Pang X., Zhou Z. Recent progress in
high-voltage lithium ion batteries // J. Power Sources.
2013. Vol. 237. P. 229-242.

2. Xu X, Lee S., Jeong S., Kim Y., Cho J. Recent
progress on nanostructured 4 V cathode materials for Li-
ion batteries for mobile electronics // Materials Today.
2013. Vol. 16. P. 487-495.

3. Zaghib K., Guerfi A., Hovington P, Vijh A.,
Trudeau M., Mauger A., Goodenough J. B., Julien C. M.
Review and analysis of nanostructured olivine-based
lithium recheargeable batteries: Status and trends //
J. Power Sources. 2013. Vol. 232. P. 357-369.

4. Liu T, Cao F, Ren L., Li X., Sun S., Sun X.,
Zang Z., Niu Q., Wu J. A theoretical study of different
carbon coatings effect on the depolarization effect and
electrochemical performance of LiFePO4 cathode //
J. Electroanal. Chem. 2017. Vol. 807. P. 52-58.

5. Liu W. L., Tu J. P, Qiao Y. Q., Zhou J. P,
Shi S. J., Wang X. L., Gu C. D. Optimized performances
of core-shell structured LiFePO4/C nanocomposite //
J. Power Sources. 2011. Vol. 196. P. 7728-7735.

6. Wang Y, Zhang D., Yu X, Cai R,
Shao Z., Liao X.-Z., Ma Z.-F Mechanoactivation-
assisted synthesis and electrochemical characterization
of manganese lightly doped LiFePO4 // J. Alloys
Compd. 2010. Vol. 492. P. 675-680.

7. Dong Y. Z., Zhao Y. M., Chen Y. H., He Z. F,
Kuang Q. Optimized carbon-coated LiFePO4 cathode
material for lithium-ion batteries // Materials Chemistry
and Physics. 2009. Vol. 115. P. 245-250.

8. Gong C., Xue Z., Wen S., Ye Y., Xie X. Advanced
carbon materials/olivine LiFePO4 composites cathode
for lithium ion batteries // J. Power Sources. 2016.
Vol. 318. P. 93-112.

9. Toprakci O., Toprakci H. A. K., Ji L., Zhang X.
Fabrication and Electrochemical Characteristics of
LiFePO4 Powders for Lithium-Ion Bateries // Powder
and Particle Journal. 2010. Ne 28. P. 50-73.

10. Zhang D.-Y., Yuan Q.-H., Zhang P-X,
Huang X.-Q., Xu Q.-M., Ren X.-Z., Liu J.-H. Study
on the optimum processing conditions of citric acid
coated LiFePO4/C composite materials // J. Functional
Materials. 2009. Vol. 40. P. 763-766.

11. Liu T, Li X, Sun S., Sun X., Cao F,
Ohsaka T., Wu J. Analysis of the relationship between
vertical imparity distribution of conductive additive and
electrochemical behaviors in lithium ion batteries //
Electrochim. Acta. 2018. Vol. 269. P. 422-428.

12. Axnazaposa C. JI., Kaghapoe B. B. Ontumnza-
U SKCIICPUMEHTA B XMMUAW H XUMHUIECKON TEXHOJIOTHH.
M. : Beicmr. mik., 1985. 319 c.

13. Aonep FO. II., Maprosa E. B., [parnos-
ckuil FO. B. TlnanupoBaHUe SKCIEPUMEHTA IPU MOUCKE
ONTUMAaNBHBIX ycioBuil. M. : Hayka, 1976. 280 c.

14. Tpuouna H. A., Pomanosa B. O., Yypu-
ko M. A., Qypuxoe A. B., Heanuwesea HU. A., 3a-
ncuc K. B., Bonvinckuii B. B., Knioes B. B. Nccienona-
HHME KaTOIHOI0 Marepuana LiMnyF el_yPO4 s JINTHH-
HOHHBIX AaKKyMYJATOPOB // DICKTPOXHM. SHEPIeTHKA.
2013. T. 13, Ne 4. C. 181-186.

15. Kosova N. V., Devyatkina E. T, Petrov S. A.
Fast and Low Cost Synthesis of LiFePO, Using Fe3*
Precursor // J. Electrochem. Soc. 2010. Vol. 157, Ne 11.
P. A1247-A1252.

16. Jugovic¢ D., Uskokovic D. A review of recent
developments in the synthesis procedures of lithium iron
phosphate powders // J. Power Sources. 2009. Vol. 190,
Ne 2. P. 538-544.

REFERENCES

1. Hu M., Pang X., Zhou Z. Recent progress in
high-voltage lithium ion batteries. J. Power Sources,
2013, vol. 237, pp. 229-242.

2. Xu X., Lee S., Jeong S., Kim Y., Cho J. Recent
progress on nanostructured 4 V cathode materials for
Li-ion batteries for mobile electronics. Materials Today,
2013, vol. 16, pp. 487-495.

3. Zaghib K., Guerfi A., Hovington P., Vijh A,
Trudeau M., Mauger A., Goodenough J. B., Juli-
en C. M. Review and analysis of nanostructured olivine-
based lithium recheargeable batteries : Status and trends.
J. Power Sources, 2013, vol. 232, pp. 357-369.

4. Liu T, Cao F., Ren L., Li X., Sun S., Sun X,
Zang Z., Niu Q., Wu J. A theoretical study of diffe-
rent carbon coatings effect on the depolarization effect
and electrochemical performance of LiFePO,4 cathode.
J. Electroanal. Chem., 2017, vol. 807, pp. 52—58.

5. Liu W. L., Tu J. P, Qiao Y. Q., Zhou J. P,
Shi S. J., Wang X. L., Gu C. D. Optimized performances
of core-shell structured LiFePO4/C nanocomposite. J.
Power Sources, 2011, vol. 196, pp. 7728-7735.

6. Wang Y., Zhang D., Yu X., Cai R., Shao Z., Li-
ao X.-Z., Ma Z.-F. Mechanoactivation-assisted synthe-
sis and electrochemical characterization of manga-
nese lightly doped LiFePOy. J. Alloys Compd., 2010,
vol. 492. pp. 675-680.

7. Dong Y. Z., Zhao Y. M., Chen Y. H., He Z. F.,
Kuang Q. Optimized carbon-coated LiFePO4 cathode
material for lithium-ion batteries. Materials Chemistry
and Physics, 2009, vol. 115, pp. 245-250.

8. Gong C., Xue Z., Wen S., Ye Y., Xie X. Ad-
vanced carbon materials/olivine LiFePO4 composites
cathode for lithium ion batteries. J. Power Sources,
2016, vol. 318, pp. 93-112.

107



H. M. TAMAIOHOBA, A. B. VIIIAKOB

9. Toprakci O., Toprakci H. A. K., Ji L., Zhang X.
Fabrication and Electrochemical Characteristics of Li-
FePO4 Powders for Lithium-Ion Bateries. Powder and
Particle Journal, 2010, no. 28, pp. 50-73.

10. Zhang D.-Y., Yuan Q.-H., Zhang P.-X., Hu-
ang X.-Q., Xu Q.-M., Ren X.-Z., Liu J.-H. Study on
the optimum processing conditions of citric acid coated
LiFePO4/C composite materials. J. Functional Materi-
als, 2009, vol. 40, pp. 763-766.

11. Liu T, Li X., Sun S., Sun X., Cao F., Oh-
saka T., Wu J. Analysis of the relationship between
vertical imparity distribution of conductive additive and
electrochemical behaviors in lithium ion batteries. Elec-
trochim. Acta, 2018, vol. 269, pp. 422-428.

12. Ahnazarova S. L., Kafarov V. V. Optimiza-
ciya ehksperimenta v himii i himicheskoj tekhnologii
[Optimizing of the experiment in chemistry and che-
mical technology]. Moscow, Vyssh. Shkola, 1985. 319 p.
(in Russian).

13. Adler Yu. P, Markova E. V., Granov-
skij Yu. V. Planirovanie ehksperimenta pri poiske opti-
mal ’nyh uslovij [Planning of the experiment at searching
for the optimal conditions]. Moscow, Nauka Publ., 1976.
280 p. (in Russian).

14. Gridina N. A., Romanova V. O., Chu-
rikov M. A., Churikov A. V., Ivanishcheva 1. A., Zap-
sis K. V., Volynskiy V. V., Klyuyev V. V. Issledova-
niye katodnogo materiala LiMnyFei_yPOy4 dlya litiy-
ionnykh akkumulyatorov [Investigation of cathode ma-
terial LiMnyFe;_yPOy4 for lithium-ionbatteries]. Elek-
trokhimicheskaya Energetika [Electrochemical Energe-
tics], 2013, vol. 13, no. 4, pp. 181-186. (in Russian).

15. Kosova N. V., Devyatkina E. T., Pet-
rov S. A. Fast and Low Cost Synthesis of LiFePO4
Using Fe3* Precursor. J. Electrochem. Soc., 2010,
vol. 157, no. 11, pp. A1247-A1252.

16. Jugovi¢ D., Uskokovi¢ D. A review of recent
developments in the synthesis procedures of lithium iron
phosphate powders. J. Power Sources, 2009, vol. 190,
no. 2, pp. 538-544.

CBEJAEHHNA Ob ABTOPAX

TI'amaronoBa Mpuna MuxaiiioBHa — KaHOUIAT XUMUYECKUX HAyK, HOICHT Kadenpsl pu3udeckoil xumun NH-
cTutyTa Xumnn, OenepalibHOe rocyIapcTBEHHOE OIOKETHOE 00pa3oBarelibHOE YUPEXKCHUE BBICIIEr0 00pa3oBaHuUs
«CapaToBCcKHI HallMOHAIIBHBIN UCCIEN0BATENbCKUI rocyaapcTBeHHbIN yHuBepcuTeT uMeHu H. I UepHbImeBCKOroy.
Cryxe6Hbrit Ten.: +7 (8452) 51-64-13, e-mail: gamay-irina@yandex.ru

YmakoB Apcennii BiagnMupoBuY — KaHIUIaT XUMHYECKUX HAyK, IOLEHT Kadeapsl ¢pusnyeckor xumun MH-
cTuTyTa XUMHH, DenepalibHOe roCyIapcTBEHHOE OI0DKETHOE 00pa30BaTelIbHOE YUPEXKICHUE BBICIIET0 00pa3oBaHUs
«CaparoBckuil HallMOHAJIBHBIA HCCIIEN0BATENbCKUI TOCY1apCTBEHHbIN yHUBepcuTeT uMeHH H. I. UepHbleBcKoroy.
CnyxebHbIil Ter.: +7 (8452) 51-64-13, e-mail: arsenivushakov@ya.ru

Bbubéanorpaduyeckoe onucaHue cTaTbu

Tamaronosa U. M., Yaxos A. B. Ontumusanus ycio-
BUil TBepHO(ha3HOTO CHHTE3a AIIEKTPOAHBIX Marepua-
JIOB JUISL INTHH-MOHHBIX aKKYMYJISITOPOB C HCIIOJIB30Ba-
HHEM IUIAaHUPOBAHHUS MHOTO(AKTOPHOTO 3KCIEPHUMEH-
ta // Dnexrpoxumudeckas sHepreruka. 2018. T. 18,
Ne 2. C. 98-108. DOI: 10.18500/1608-4039-2018-18-
2-98-108

108

For citation

Gamayunova I. M., Ushakov A. V. Optimizing of
Conditions for the Solid-State Synthesis of Lithium-Ion
Battery Electrode Materials Using the Multifactorial
Experiment Planning. Electrochemical Energetics,
2018, vol. 18, no. 2, pp. 98-108. DOI: 10.18500/1608-
4039-2018-18-2-98-108



