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BJIMAHUE TEMIIEPATYPBI IPOHECCA CUHTE3A HAHOPA3ZMEPHBIX IIVIEHOK
LiFePO4C UCITOJIB30BAHUEM ALD-TEXHOJIOTUHA

AHHOTanusi. MeTooM aTOMHO-CIIOEBOTO OCAXKICHHSI CHHTE3UPOBAaHBI HAHOpa3MEpHbIE
wienkn LiFePO4. M3ydyeno BimusiHue Temmeparypbl Ha 3(()EKTHBHOCTH IpOIECCa OCAKICHHUS
ToHKHX TIeHOK LiFEPOs. Chnenan BBIBOJI O BIUSHUM TEMIEPATYphl Ha MPOIECC ATOMHO-CIIOEBOTO
ocaxaeHuss u mpoBeneH cuHTe3 LIFEPOs B COOTBETCTBHM C ONTHUMAJIbHBIM 3HAYCHHEM
TEeMIIEPaTypHI.
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THE EFFECT OF TEMPERATURE ON SYNTHESIS
OF NANOSIZED LiFePO4 FILMS BY ALD TECHNOLOGY
Abstract. Nanosized LiFePO4 films have been synthesized by atomic layer deposition
method. The effect of temperature on the efficiency of the deposition of thin LiFePO4 films was
studied. A conclusion was drawn on the effect of temperature on the atomic layer deposition
process. The synthesis of LiFePO4 was carried out in accordance with the optimum temperature.
Keywords: ALD technology, atomic layer deposition, cathode material, temperature effect,

lithium ferrophosphate, lithium iron phosphate.

CoBpeMeHHass JKM3Hb HEMBICIMMa 0e3 pa3HOOOpa3HBIX MMOPTATHBHBIX OJIEKTPOHHBIX
YCTPOMCTB M AJEKTpOoTpaHcmopTa. s HUX HEeoOXOauMBbl 0COObIe MCTOYHUKU DIEKTPONUTAHUS —
BBICOKOHEProeMKHE, JIETKHE, JI0JITOBeUHbIe, 0e30MacHbIe, JIelIeBble U HajeKHbIe. JINTHpOBaHHBIN
docdar xemesza LiFePOs co cTpykTypoil onMBHHA, TPEMIOKECHHBIM B KadeCTBE KaTOJIHOTO
MaTepHuala JUisl epe3apsKaeMbIX JINTHH-HOHHBIX Oarapel, sIBIISETCS] BEChbMa TMEPCIIEKTUBHBIM IS
AKKYMYJIITOPOB HOBOT'O MOKOJICHUSI B CBSI3M C TEM, YTO TEOPETHYECKasi eMKOCTh ATOr0 MaTepuaia
Bbicoka (170 MA-u/r) [1-4]. Kpome Toro, 3TOT MaTepuay sBISCTCS DKOJOTHUECKH O€30IacHBIM,
TEPMUYECKH YCTOHYMBBIM B MTOJTHOCTBIO 3apSDKEHHOM COCTOSIHUH. Ba)KHBIM SIBISIETCS] TAK)KE HU3KAs
cebecronmocts nosryaeHus: LiFePOs. Hecmotps Ha To, uTO uiccnenoBanus docdara TUTHS Kee3a
MIPOJIOJKAIOTCS YK€ JTAaBHO, KOJIMYECTBO MYyOJIMKAINi, TOCBSIIEHHBIX MPOOJIEME TMOUCKAa HOBBIX
MOJIXOM0B K CHHTe3y HaHopa3MmepHbIx yactull LiFePOs, OypHO pacter. D10, TIaBHBIM 00pa3oM,
CBSI3aHO C TEHJCHIUSMH MHKPOMHHHUATIOPU3ALUU DJIEKTPOHHOH ammaparypsl, W, KaK CIEACTBUE

9TOro, CO3JaHUCM TIPUHOUIIMAJIBHO HMHBIX IIOAXOAOB K IOJNYYCHHIO TOHKOIIIICHOYHBIX



HAaHOPAa3MEpPHBIX MAaTEPUAIOB HOBOTO TIOKOJICHUS, OOJIQJAlONINX 3aJaHHBIMA EMKOCTHBIMHU
XapaKTepUCTHKaMH, pa3MepamMu u Mopdonorueid. B Hacrosmiee Bpems [Uisl  CO3AaHUSA
TOHKOIJICHOYHBIX MaTEPUATIOB aKTUBHO Pa3BUBACTCS HOBBIN MOJIX0]T — aTOMHO-CIIOCBOE OCAKICHHE
(ALD) [5-6].

MeTtomoM aTOMHO-CIIOEBOTO ocaKaeHus Obl1 cuHTe3upoBan LiFePOs. B kauectBe
NOJUIOKKU ObLT BbIOpaH kpuctammmueckuid kpemuuid Si (100). IIporecc ocaxaenust amopdHoro
LiFePOs mposoaumu nipu 300 °C. B kauecTBe MpeKypcopoB ObLIM HCIIOJIb30BaHBI XJIOPHU]I JKelie3a
(1) (FeCly), tpumerundocdar ((CH3z0)3PO), Boma (H20) u tper-6yrunar autus (LiO'Bu). Asor
BBICTYNaJ B KayeCTBE WHEPTHOIO ras3a JJis TPOJYBKH pEaKkTopa OT H3IHIIKOB IMpeKypcopa
MIPOIYKTOB PEAKITUH.

Omuna ALD-tmkn ams nonydenus: mwieHkd LiFEPO4 oOpasyer cieayromryto KOMOWHAIHIO:
LiO'Bu (1 cex mymbea/10 cex nponysku) + H20 (1 cex mynbca/10 cex mponysku) + FeClo (1 cek
nyneca/10 cex nponysku) + H20 (1 cex mynbsca/l10 cex mpoayBku) + TM® (2 cex mynbca/l0 cek
nponayBku) + H2O (1 cek mynbca/l0 cex mpomyBku). Takum oOpa3oM, Ha OCHOBE IMOJIYYCHHBIX

JaHHBIX ObLIA MPEUIOKEHA CIIeIyIolIas cXxemMa CHTe3a (cM. puc. 1).
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Puc. 1. Cxema HaHeceHus aTtoMHOro ciost amopduoro LiFePOs mpu 300 °C ¢ mpumeneHHeM
npekypcopos xiopuza xenesa (1) (FeCl,), rpumermndocdara ((CH3z0)3PO), Boxsr (H20), u Tper-OyTrara
sutust (LIO'BU): () mocnenosarensubiii umiysbe LIO'BU u HoO, npuBossiuuii k o0pasosanuio ciost LiO
(kpacubrii); (6) mocnemoBarenbubiii uMmysbe FeCl, u HoO, npuBomsmuit k pocty cios FeO (3enensiit);
(8) mocnemoBatenbubiii umimyiabe (CH30)sPO u HoO, uto mpuBOAMT K ocaxiaeHuio cinost POy (cuHwmif).
Onun ki ALD ans pocra amopgHoro LiFePO4 cocrout u3 aranos (a) — (B). [lapameTpsl mynbe/mpogyBKa
JUIs1 KaXK0T0 TIpeKypcopa — 1 cek mynbca/10 cex mpoayBKu.

[Tocne cunreza amopduoro LiFePO4 momnoxky omkuramu mpu 500 °C B TeueHue yaca B
aTMoc(epe aproHa Juis OJTy4eHHs KPUCTAIUINIECKOU CTPYKTYpHbI [7].

ITockonpky mpoliecc cCHMHTE3a C UCNOIb30BaHMEM ALD-TeXHONIOrMM MHOTOCTaJAMMHBIA U
MHOTOMNapaMeTPOBBI, TO BBHIOOP ONTUMAJBHBIX YCIOBHA CHHTE3a MPEJACTABISIET COOOMU
HETPUBHAIIBHYIO 33/1a4y, MOCKOJIbKY HEOOXOIMMO OJIHOBPEMEHHO YUUTHIBATh MHOKECTBO Ba)KHBIX
IapaMeTpoB, TAaKUX Kak: TEMIepaTypa, PUpoa MPEKypcopa, BpeMs IyJabca U MPOAYBKH, a TAKKE
NPUPOJIA TMOI0XKKH M €€ MOBEPXHOCTHASI aKTUBHOCTH B ycioBusax ALD-cunresa [8].

Kak mokaszamu SKCIepUMEHTHl IO BBIOOPY ONTHMANBHBIX MapaMeTpoOB, TeMIleparypa

OKa3bIBa€T CYMICCTBEHHOC BIIMAHUC HAa MHTCHCHUBHOCTH IIpOILECCAa. C nennio YCTaBUTH 3aBUCUMOCTDH



«(pheKTHBHOCT, CHHTE3a — Temmeparypa» ObUT TPOBENEH psAl OSKCICPUMEHTOB TNIPH
MOCIIEI0BATEIHLHOM MOBBIIICHUH TEMIIEPATYPhI B peaKTope.

[TapameTpsl TIpoIiecca OCTABAIMCH TOCTOSTHHBIMU TIPH BCEX IKCIIEPUMEHTAX: BpEMs MMYJIbca
u npoxysku — 1 cex/10 cex mms mpekypcopo LiO'Bu, H2O u FeCly, 2 cex /10 cex —
st mpekypcopa TM®; wuronpuaTelii KiamaH ObUT 3aTSHYT Ha OAMH OOOpPOT (MHUHUMAIbHBIN
pacxon); o6a pacxogomepa ObLIM YCTAHOBJICHBI Ha CTaHAAPTHHIC 3HAUECHUS Ul TaHHON YCTaHOBKH
— 250 u 600 cv3/muH.

Janee mpencraBieHbl nU300pakeHUs MOP(OIOrHMM MOBEPXHOCTH IJICHKH, MOJTYYEHHBIE C
MOMOIUIBI0 CKaHMpYIOIIero 30HgoBoro Mukpockona (C3M) SPM 9600 dupmser SHIMADZU.
Temmneparypa ycranosiena va 100 °C, 150 °C, 200 °C, 250 °C, 300 °C.
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Puc. 2. U3z00paxenns C3M, nosy4deHHbIE IPH Pa3IMYHBIX TEMIepaTypax npouecca:
(a) 100 °C, (6) 150 °C, (B) 200 °C, (r) 250 °C, () 300 °C.

Temmeparypa B peakTope (Iporecca) MMEET OTpaHWYCHHS B CBS3H C YCTPONCTBOM
HarpeBaTeNnbHON cucTeMbl. TemmepaTypa B peaktope He MokeT ObITh Bbime 300 °C, dro
HaKJIaJbIBa€T OrpPaHHYEHHE Ha BO3MOXKHOCTbH MCCIIEJOBAaTh IMIpolecc IMpH Oojiee BBICOKHX
TEMIEpaTypax. YCTaHOBWIM CBSI3b MEXJY TEMIIEpaTypoW Ipoliecca U MHTEHCHBHOCTBIO pOCTa
meHkd. OKa3anock, 4TO MPHU MPOYMX PABHBIX YCIOBHUAX IUIEHKA PACTET JIyYIlle NP NOBBILICHUH
temnepatypsl. [loaTomy Temneparypy npoiecca yctanosuiu 300 °C.

I[To mpoxenanHoit paboTe MOXKHO KPaTKO CPOPMYIHPOBATH CIEIYIOIIUE BHIBOIBI.
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1. Tlpemnoxen u peanusoBad moaxoj k cuate3y LiFePO4 ¢ ucronszoBannem ALD-meTona.

2. UccnenoBaHo BIMSIHUE YCIIOBHM CHHTE3a HA CTPYKTYPY B MOP(HOJIOTHIO 00pa3yIOMIUXCS

IIJICHOK. yCTaHOBJIeHO, 4TO CYHICCTBCHHO OoJIblliee BIUSHUEC OKA3bIBAET TCMIICpaTypa IHpouecca

CHHTC3a.

3. 9KCH€pI/IMeHTaJ'IBHO JOKa3aHO, YTO IIOBBIMICHUEC TEMIICPATYPhI BIIUACT Ha B(b(i)CKTI/IBHOCTB

mponecca: npyu NOBbIIICHUN TEMIICPATYPHI IIJICHKA PAaCTECT HHTCHCUBHEC U PaABHOMCPHCC.

4. OmpeneneHo ontumainbHoe 3HaueHue temmnepatypbl (300 °C) i nmpoBeacHHUsS CHHTE3a

HaHopa3MepHBIX MIeHOK LiFePOs.
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