Hawnocucmemu, HaHoMamepiaiu, HAHOMEXHOLO2IT © 2014 IM® (IactuTryT MeTanodisukm
Nanosystems, Nanomaterials, Nanotechnologies im. I'. B. Kypaiomosa HAH Vkpainun)
2014, 1. 12, Ne 2, cc. 303-311 Haznpykosaso B YkpaiHi.
doroKonioBaHHA JJO3BOJIEHO

TigpKM BiAmOBigHO K0 JIinmensii

PACS numbers: 68.37.Hk, 68.55.J-, 73.40.Mr, 81.15.Cd, 82.45.Gj, 82.45.Yz, 82.47.Aa

ITonyuenue nHanopasmepHbIx MaéHOK LiPON
BBICOKOYACTOTHBIM MAarHeTPOHHBIM HAIIBLII€HHEM

0. 1. BeioHoB, JI. JI. KoBasnernko, A. I'. Bexroyc, O. Bohnke®, C. Bohnke"

Huemumym obueil u Heopeanuyeckoil xumuu um. B. U. Bepradckozo HAH Yxpaunwl,
npocn. Axad. I[1annaduna, 32/34,
03680, I'CI1, Kues-142, Ykpauna,
“Institut des Molécules et Matériaux du Mans (UMR 6283 CNRS),

Cedex 9,

72085 Le Mans, France

Onucana KOHCTPYKIINS JabopaTOPHOIN YCTAaHOBKM AJA IOJyUYEeHHSA HAHOPas3-
MepPHBIX aMOpPGHBIX MIEHOK (ochop-okcuuuTpuaa sutusa (LiPON) meTomom
BBICOKOUYACTOTHOTO MAaTrHETPOHHOTO HamnblIeHuA. KayKIblil GJIOK yCTaHOBKU
OBLT MOAEPHU3UPOBAH, UYTOOBI OCHOBHBIE ITapamMeTphl HamnbLieHua (BY-
MOIITHOCTh, TEMIIEpaTypa IIOJJIOKKY, BpeMsA HaIlbLIEeHNUdA, JaBJIeHue pabouero
rasa) MOKHO OBLIO PEeryJHPOBATHL B MINPOKOM AMAIla30He. ¥ CTaHOBJIeHA B3au-
MOCBSA3b MEXKIY PEKMMaMU HAIbLICHUA 1 MUKPOCTPYKTypoi miaéuok LiPON.
YcranosieHo, uTo mosydeHHble MIEHKH LiPON xapakTepusylTCsa BBICOKOM
BeJIMYNHON MOHHOM IIPOBOJMMOCTH IPH KOMHATHOH Temmeparype (3,2:107°
Om lcml) u sHeprueii axtupamuu 0,27 3B. V3roToBiIeH KOMIOSUIIMOHHBIH
TBEépAbIi saeKkTpoauT LIPON/LLTO/LIPON, KoTOpLIi 001agaeT BEICOKOIM XU-
MUYECKON CTONKOCTHIO IIPM KOHTAKTE C METAJJIMYECKUM JIUTHUEBBIM aHOIIOM,
BBICOKO# MOHHOUM MPOBOAUMOCTBHIO U MOKET OBITH MCIIOJIb30BAH B AJIEKTPOXMU-
MHYECKUX YCTPOHCTBAX.

Onucasno KOHCTPYKILiIO J1a00paTOPHOI YCTAaHOBKY AJIS OfePsKaHHsSI HAHOPO3Mi-
pHUX, aMopdHUX MWIiBOK (hochop-okcuniTpuny gitito (LiPON) meTomoio Buco-
KOUYacTOTHOTO MarHeTPOHHOTO HAIOpoIleHHs. KoikeH 0JIOK yCTaHOBKH OYJIO
MOJepHi30BaHO, 11100 OCHOBHI mapaMeTrpu HamopouleHHA (BY-moTyKHicTb, Te-
MIepaTrypa HifJIOMKKs, Yac HAIOPOIIIeHHA, TUCK Po60UY0ro rasy) MosKHa 0yJIo
peryJmoBaTé B IINPOKOMY AiAnas3oHi. BcTaHOBIEHO B3a€MO3B’ A30K MisK PerKu-
MaMM HaIOPOIIEeHHA Ta MiKpocTPYKTyporo miaiBok LiPON. BcranoBieHo, 110
ozep:xani miaiBku LiPON xapaKTepusylOThCAd BHCOKONI BEJUYNHOI HOHHOI
IpoBigHOCTH 3a KiMHaTHOI Temmeparypu (3,2-10° Om'-cm™!) Ta emeprieio ax-
tuBaiii y 0,27 eB. BuroroBieHo KOMIIO3UIIiMHUI TBepAUNl e€JIEKTPOJIT
LIPON/LLTO/LIPON, axuii Mae BUCOKY XiMiuHYy CTifiKicTh mpuM KOHTaKTi 3
MeTaJIEeBUM JIiTi€BUM aHOJOM, BUCOKY MOHHY IPOBiAHICTEL i MOiKe OyTH BUKO-
pHUCTAHUH B €JIEKTPOXIMiUHMX IPUCTPOIX.
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The construction of laboratory installation for fabrication of nanoscale
amorphous films of lithium phosphorus oxynitride (LiPON) by high-
frequency magnetron sputtering is described. Each unit of the installation is
modified in such a way that the basic parameters of deposition (HF power,
substrate temperature, deposition time, pressure of working gas) could be
adjusted over a wide range. The relationship between the deposition parame-
ters and the microstructure of the LiPON films is determined. As found, the
deposited LiPON films are characterized by a high ionic conductivity at room
temperature (3.2:10° Ohm™!-cm™) and conductivity activation energy of 0.27
eV. The fabricated LIPON/LLTO/LIPON composite solid electrolyte has a
high chemical stability in contact with a lithium anode, high ionic conductiv-
ity, and can be used in electrochemical devices.

Karouessie cioBa: miéaka LiPON, BEICOKOUYACTOTHOE MAarHETPOHHOE HAIIbLIe-
HUEe, MHUKPOCTPYKTypa IIJEHOK, KOMIIOBUIIMOHHBIN TBEPABIA BJIEKTPOJIUT
LIPON/LLTO/LIPON, nuTueBble aKKYyMYJIATOPHI.

(ITonyueno 18 dexabpa 2013 2.)

1. BBEJEHUE

C pasBuTHEM CIENUATbHON ITOPTATUBHON 9JEKTPOHUKU (MMILJIAHTUDY-
eMble MEIUIIMHCKYE YCTPOMCTBa, CMapT-KapThl, YCTPONCTBA OBICTPOTO
pe3epBHOr0 KONMPOBaHWMA MHMOPMAIUU U T.J.) CTAHOBUTCS aKTyasb-
HBIM CO3/laHVEe MUHUATIOPHBIX UCTOUHUKOB IUTAHUSA Ha OCHOBE TBEPO-
TeJILHBIX TOHKOIJIEHOUHBIX JUTHEBBLIX Oarapeii. OZHUM U3 IEPCIEK-
TUBHBIX JJIEKTPOJUTOB IJIA TBEPAOTEJIbHBIX TOHKOILJIEHOUHBIX JIUTHE-
BBIX Oarapeil aBiaawoTca La,, Li; TiO; (LLTO), xKoropsle o6nanaor
6OJIBITION ITPOBOAMMOCTBIO 10 MoHaM jutud (c~107% Om tem™?) [1, 2].
OxHaxko, OHM HECTAOMJIBLHBI B KOHTAKTE C METAJIMYECKUM JINTUEM. B TO
JKe BpeMs TOHKasa JUTHM-IpoBoaAmias amopdHaa miaéHkKa ¢ochop-
oxkcuHUTpUAA JUTUA Lig, PO, Nip,)5 (LIPON) umeer no cpaBHeHuio ¢
LLTO HM3KYI0 ITPOBOAUMOCTb 0 MoHAM JauTusd (¢ ~ 3-10° Om -cm ™), HO
He B3auMOJefiCTBYeT ¢ MeTaJINYeCKUM JUTHeBbIM aHogoM [3]. IToaTomy
1eJIeco00PasHO BBISICHUTH BO3MOYKHOCTH CO3[JaHUA KOMIIOSUIMOHHOTO
TBépmoro ajaekTpoautra LIPON/LLTO/LIPON, coctosamiero us LLTO u
roukou miuéuxku LiPON, xoTopasd Haxoamjaach ObI MeXKIY JUTHEBBIM
aHomoMm u anekrpoautom LLTO u mpexmoreparasa Ol B3aUMOIEHCTBUE
asnekTpoauTta LLTO ¢ merannnueckum gutueM. [Ipu aToM ajia coxpaHe-
HUA BBICOKOM IIPOBOAUMOCTY KOMIIO3UIITMOHHOTO TBEPAOTO BJIEKTPOJIUTA
LIPON/LLTO/LIPON nnéuka LiPON moaxHa GBITh HAHOPa3MEPHOIA.
IInéaxky LIPON M0KHO MOJyYUTH Ha YCTAHOBKAX, KOTOPHIE OCHOBA-
HBI HA PEaKTHUBHOM HambLIeHuUU oprodocdara JUTUSI B a30TCOAEDIKA-
miedt armocgepe [3]. OgHAKO K AaHHBIM YCTAHOBKAM HPEXbABIAIOTCS
ompeeIéHHbIe TPeOOBaHUA. A MMEHHO, Ha 3JeKTPoQU3NIEeCKUe CBO-
CTBa M MUKPOCTPYKTYPY ToHKO# miaéuku LiPON BiausioT He onuH, a He-
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CKOJIBKO IIapaMeTpPOB HANbLIeHUA (TJIaBHBIE M3 HUX — BY-MomiHOCTD,
TeMIepaTypa IOAJ0KKN, BpeMsA HaIllblIeHWA, faBaeHne padbouero rasa),
IIO3TOMY Ba’KHO MMETh BO3MOKHOCTH WX PEryJHupOBaTh B IITUPOKUX
IuamasoHax. K coskanmeHnio, M3-3a KOHCTPYKTOPCKOTO OTPaHUYEHUS
YCTaHOBOK, B JUTEPATypPe OMUCLIBAETCS BJIUSIHNE TOJLKO OJHOTO IIapa-
MeTpa HaObLIEHUS, ¥ TOJbKO Ha HIPOBOAMMOCTDL IIOJYUYEHHOIN IIJIEHKU
LiPON. Tak, B pa6ore [4] m3ydanaoch 3aBUCUMOCTH ITPOBOJUMOCTU
mréaku LiPON or comepsxaHusi cBsizamHOro asora (ar.%), ogHaKO He
yKasaHo, IPHU KaKUX ITapaMeTpax HaIbLLIeHWS OLIIM MOJYyYeHBI 9THU
miaéaKu. B pabore [5] uccimenoBasoch BIMAHNE TaBJIeHUA rasa a3oTa B
paboueil KaMmepe Ha IPOBOANMOCTD ILJIEHOK, OTHAKO He OIIMCAHBI IIPOMC-
XOAAINME TPU STOM H3MEHEeHUS MHKPOCTPYKTYpbl. Mmdopmarusa o
BJIUAHUY MOIITHOCTH HAIBLIEHUS Ha IPOBOAMMOCTH IIIEHOK LiPON B
JUTEepaType HOCUT IIPOTUBOPEUMBLIN XapakTep: aBTOPLI [6, 7] Habmo-
Iaay yBeJIWUeHUe, a aBTOPLI [8] yMeHbIIeHe ITPOBOANMOCTY ILIEHKU
LiPON npu yMeHbIIIeHUY MOIITHOCTY HAIILIICHUA.

ITensio marHOIT pabOTEI OBLIO CO3AaHNe Ja00PaTOPHOI YCTaHOBKE IS
noayueHuA HaHopasMepHBIX ILIEHOK LiPON BreicOkouacToTHBIM (BY)
MAaTHeTPOHHBIM HaIbLIEHNEM U HCCJIeIOBaHNe BIuAHNe mapamMeTpos BY
MATHETPOHHOI0 HaObLIEHUS HA MUKPOCTPYKTYPY U dJIeKTpodusuue-
ckue cBolictBa miaéHKu LiPON, a Takske mccaefoBaHUe XMMHUYECKOH
CTAOMJIBLHOCTY B KOHTAKTE C METAJINUECKUM JUTHEM KOMIIO3UIITMOHHOM
cuctembl LIPON/LLTO/LIPON.

2. OBPBbEKTBI U METOABI HCCJIEJOBAHUA

Hna monyuenusa miaéaku LiPON ucmoab3oBaiu JabopaTOpHYIO ycTa-
HOBKY BY-MartLeTpoHHOTO HaObLIEHUS, KOTOPYIO MOIOJHUTEILHO MO-
IUQPUIIUTPOBATIN IJIA PEryJUPOBKM OCHOBHBLIX TEXHOJIOTHMUYECKUX IIapa-
MeTPOB (MOIITHOCTh MarHeTPOHA, TeMIIepaTypa IOAJOMKKM, HaBJICHUE
pabouero raza a3ora B KaMepe, BpeMsA HATbLJIEHUA) B ITUPOKUX AMana-
30HaxX. B xauecTBe MUIIIEHU HCIIOJIb30Bau oprodocdar autua Li;PO,,
CUHTE3UPOBAHHLIN MeTOAOM HelTpanausanuu opToPocHOopHOM KUCIOTEI
M30BITKOM HACBIIIIEHHOTO PacTBOpa THUAPOKCHUIA JINTUA (BCe MapKu
«X.4.») COTJIACHO PeaKI[Uu:

3LiOH + H,PO, — Li,PO,! + 3H,0.

IlomyuenHBIN ocanok BhIicymuBaau npu 150°C B TeueHue 5 4acoB ¢
TmocJIeAyIOIiel TpoKaaKoii mpu Temneparype 650°C B Teuenue 2 4. Ilo-
cJie TOMOTE€HU3UPYIOIIEero IoMoJia B Cpe/le 9TaHOoJa IIPeccoBall MUIIle-
HY, UCIIOJIL3Y S B KauecTBe IacTuduraropa 5% pacTBOD MOJTUBUHUIIO-
Boro cnupra. CriekaHue BBITIOJIHSIN B BO3AYIITHON aTMocdepe Ipu TeM-
nepatype 850°C B Teuenue 2 u. [lomyueHHble MUIIIEHN UMEJIU BLICOKYIO
ILJIOTHOCTS (2,2 r/cM?).
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B xauecTBe NCXOMHBIX peareHTOB IIpu cuHTe3e Kepamuke LLTO mero-
IoM TBepaoda3HBIX peaxkIinii Mmcmosb3oBaiam okcuabl Li,CO;, La,O; u
TiO, (pyTmi) Mapok «oc.4.». Meroguka moayuenuda Kepamuku LLTO
MeTOZIOM TBePAO(MA3HBIX PeaKIINil TeTaJabHO omucana B paborax [9, 10].
W3 kepamuku LLTO BbIpesay TIOAJOMKKE 1 MOJUPOBAJIN HA YCTAHOBKE
Triefus surfex 83201 ¢ mocTeneHHBIM YMEHBLIIIEHNEM Pa3MEPOB IIOJIU-
PVYIOIMINX YaCTUIL 40 1 MKM.

Hanwinenne naéaxu LiPON BuimonnAgu B aTMocdepe asoTa Ha pas-
JIMYHBIE TUIIBI MOAJ0MKEK: n-Si, moaukop a-Al,O5, LLTO.

CTpyKTypy U (pasoBsliii coctaB muiiienu Li;PO, u niaéuxke LiPON wmc-
cJaemoBaIM PEHTTeHOBCKHMM wMeromoM (mudpaxtomerp [IPOH-4-07,
CuK ,-usnyueHnue).

Toamuay nJIEHOK onpeaeasanu npopuiaomerpom Stylus Profilometer
Deklak (Veeco). MUKPOCTPYKTYPY MJIEHOK M3yYaaU IPU IIOMOIIN MUK-
pockona JSM-6510 (JEOL).

WNsmepenue nporoauMocTu miaéHku LiPON BeimosHAMM B OOKCe ¢ aT-
Mocdepoil CcyxXoro BO3AyxXa HOpU IIOMOINK aHaJIu3aTopa HMIemamca
1260A Impedance/Gain-Phase Analyzer (Solartron Analytical). Iaa
HambsLIeHuA Pt-sieKTpomoB mcmoJsb3oBaau ycTanoBKYy Sputter Coater
SC7620 (Quorum Technologies). BaaumogeiicTBue uccieqyeMbIX 00-
PasIoB ¢ MeTAJLINUYEeCKUMHU JUTHUEBBIMU SJIEKTPOJAMU BBLIMOJNHAIA B
6oxce c aTrmocdepoii aproua.

3. PESYJIBTATDBI OKCIIEPUMEHTA U UX OBCYAKAEHUA

Ha pucynke 1 moxkasaHo cxeMaTnyecKoe M300paskeHre YCTaHOBKU BhI-
COKOYACTOTHOTO MarHETPOHHOI'0 HAIIBLJIEHUA, UCIIOJIb3yEeMOM AJIA HaHe-
cenua miaéHOK LiPON. VYcranoBka Oblia MOJepPHMBWPOBAHA, YTOOBI
paciupuTh AUATIa30H PETryJMPOBKH IapaMeTpPOB HaNbLICHUSA. ¥YCTa-
HOBKA COCTOUT M3 HECKOJBbKUX uUacTeii: kamepa HamblieHus (I), Bary-
ymHada cucreMma (I1I) u cucrema mogaum rasos (I11).

B kamepe HanbLieHuA (1) pasmernens! IaHapHbINA BHICOKOYACTOTHBIHN
MarHeTPOH B KOoH(UTrypaluu HamblIeHus BBepx (9), sacaonka (16),
Iep:KaTesb MOAJIoKKH (8), cucTemMa HarpeBa IMOAI0KKU (3—5) ¢ Bog-
HBIM oXxJaskaeHueM, BU-renmepartop. M3roToBaeH sKCIepUMeHTAIbHBIN
IIJIOCKWH MarHeTpoH amamMeTpoM 40 MM, KOTODPBIM COCTOUT U3 I€H-
TPaAJBHOTO M TOPOUJAJHLHOTO MArHUTOB C AaHTUKODPPO3MOHHBIM HOKPHI-
TueM. Bilarogapa MeqHOM MOACTaBKE U YIYUIIIEHHOU CUCTEME OXJIAMKIe-
HUA, HA MUIIIEHb MOYKHO ITOIaBaTh BEICOKYI0 BY MOIITHOCTE. OKpaHUPO-
BaHMe KaTOJHOTO TOKAa 00ecIeurBaJi0 MaKCUMAaJbHYIO mepemauy BY-
MOIITHOCTHU OT reHepaTopa K MuilieHu. PagpaboTanHas cucTeMa Harpesa
TMOAJIOMK KU COCTOUT M3 MOIIHBIX TaJIOT€HHBIX JIaMII (4) 1 JOTIOJHUTEN -
HOTO BOJAAHOTO oxJaxkaeHudd (3). [Ipu TakoM pacIiosoKeHUN TOAJIOMNKKA
MOKeT paBHOMepHO HarpeBaTbcsa 10 800°C. Ilpu aToM pe3sMHOBBIE TIPO-
KJIaJK¥M B BaKyyMHOH KaMepe He TIOBpe:kgarTcA. Temmeparypa mo-
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Puc. 1. YcTaHOBKA BHICOKOYACTOTHOT'O MAarHeTPOHHOTO HamblIeHusa: I — pabo-
yasd KamMepa; 2 — HaIycKaTeJdb pabouero rasa; 3 — OXJaJUTeNb IIOAJIOMKKO-
IepsxaTens; 4 — HarpeBaTelb MOAJOMKKHU; 5 — IepsKaTelb HOIJIOKKUN; 6 —
TMOAJIOXKKA; 7 — aHOA; 8 — MUIIeHb; 9 — MarHeTpoH; 10 — cuab(POHHBIH KJa-
naH; 11 — asoTHas u BoAAHAA JOBYIIKU; 12 — nuddysuonusiii Hacoc; 13 —
dopBaKyyMHEBIII Hacoc; 14 — urojpuaThbie KJallaHbl HaTeKaHud; 15 — cmecu-
TeJIb ra3oB; 16 — 3acJOHKA.

BEePXHOCTH IIPY HaHECEeHHUU ILIEHKU KoHTpoaupyerca Pt/Pt—Rh Tepmo-
mapoii, MOAKJIOUYEHHON K TepMoperyaatopy uepesd BU-¢puabTpni. 3a-
caoHKa (16) mpemoTBpaliaeT HaObLIEHNE HA MOAJIOMKKY, KaK BO BpeMsd
IIpeIBapUTEJIbLHOI0 PACILIJIEHUA MUIIIEH!, TAK M BO BpeMs CcTabuimsa-
WY IIJa3MBbI II0CJie €€ BOo3ropanus. PaccTogHMe OT MUIIEHH 0 IIOj-
JOXKKN MOo:KeT uaMeHAThCA oT 2 10 10 cm. BU-reneparop Tax:xe OBLI
N3MEeHEH, UYTOOLI 00ecIIeunBaTh TOUHYIO KOPPEKTUPOBKY IeHepupyeMoi
MoItHOCTH. KopoTKue Kabeaum Me:KIy IeHepaTOpOM W MUIIEHBLIO CHU-
JKAIOT IOTepu Iepegaum sHepruu. MaxkcuMaIbHAasS MOIHOCTH BBICOKO-
gacroTHOTro reHeparopa 500 Br (40 Br-cm ? mis mummenu guamerpoM 40
MM), pabouas uactora 13,56 MI'.

Bakyymuas cucrema (II) cocrout m3 dopBarkyymHoro Hacoca (13),
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muddysuonroro Hacoca (12), cucrems! kiaamamoB (10), BogaHON 1 HUS-
KOTeMIIepaTypHO a30THOM JoByIeK (11). @opBakyymubIit Hacoc (13) ¢
BOIAHOI M HU3KOTEMIIEPaTypPHOII a30THOI JoBymikamu (11) mosBoJisger
CHU3UTH AaBjeHue B Kamepe 10 1 mTopp (1 Topp = 133,322 I1a). Hud-
G y3uOHHBIT Hacoc OBLIJI IepefesaH IOJsd paboThl ¢ padboueil KUIKOCTHIO
5F4E (monuBrHUIOBLIHA 3dup). ITOT 3hup MMeeT OUeHb HUBKOEe JaBJie-
HIE Iapa W BBICOKYI0 TEPMUYECKYIO cTabuibHOCTh. OH IpegoTBpAIIIaeT
o0paTHBI TOTOK Macjia B BAKYYMHYIO KaMepy U, CJIe0BATEJTbHO, CUJIb-
HO OTPAaHUYMBAET 3arpsA3HeHNe BaKyyMHO# KaMmepbl. OH TaKiKe IoMoTa-
eT JOCTUYb HUBKOTO aBJIEHNA B KaMepe HalbLIeHUS 38 KOPOTKUI IIPO-
MEXKYTOK BpeMeHU. B 9Toii KoH(pUrypanum 66110 IOJTyUYeHO OCTATOUHOE
naBieHue B Kamepe 5-107* mTopp.

Cucrema nogaun raszos (III) cocrout us HaTekaTeseil paboumx rasos
(14), rasocmecuTenbHOro 6aka (15) m HamyckaTesei pabouero rasa (2).

IIpegBapuTeTbHO ra30CMECUTENBHBIN 0AK OTKAUYNBAETCA 10 AABJIEHUA
B paboueii kamepe. Biarogapsa marekartenam pabouux rasos (14) B ra-
30CMeCHUTEJTbHOM 0aKe 00pasyeTcs cCMech Ira30B PA3JIUYHOTO COOTHOIIIE-
HUA, KOTOpas IOCTyIIaeT B BAaKyyMHYIO KaMmepy. [laHHaa cucTteMa moja-
YN ra30B 03BOJIAET IJIABHO PeryIupoBaTh Aasiaerue ot 5-10* mTopp zmo
aTrmMochepHOro. YcTaHOBKA, MOKa3aHHAA HA PUC. 1, ITO3BOJIAET MCIIOJIb-
30BaTh cMecHu razoB. OZHAKO M3BECTHO, YTO MaKCHUMaJIbHAs ITPOBOJAM-
mocTh maéuku LiPON moayuaeTca mpu HaoblIEHUU B aTMochepe YHUCTO-
ro a3ora. [ToaTomy B paboTe MBI MCIIOJIb30BAJIN YUCTHIHN a30T.

PaccmoTpenHas slabopaTopHas yCTaHOBKA MCIOJb30BaJaCh IJS IIO-
JyJeHUsA TOHKUX IJIEHOK (ochop-okcuauTpuga gutusa LiPON BeIcOKO-
YaCTOTHBIM MarHeTPOHHBIM HAIILIJIEHUEM.

Ha pucynke 2 (kpuBasa 1) mokasaHa peHTreHOrpaMMa KepaMUuyecKoi
murtienu Li;PO,, Ha KOTOPOIi Bce MUKU COOTBETCTBYIOT BHICOKOTEMIIEPA-
TypHOII opropombuueckoit dase y-Li;PO, (mpocTtpamcTBeHHasa rpymma
Pmnb, a=0,6114 uam, b=1,047 am, ¢ =0,4922 am [11]). Ha pucyuxe 2
(kpuBasa 2) mokasana gudpaxrorpamma miaéuku LiPON, Hamecéumoi Ha
n-Si momyo:xKy 6e3 Harpesa momyioxkKu. O0paselr He COAePIKUT AudpaK-
IIMOHHBIX MAKCUMYMOB, XapaKTEePHBIX IJsd 00pasoBaHUA KPUCTAJLINYE-
cKkux (a3, a TOJIbKO IIUPOKUI MUK B AuamasoHe ot 20 = 15-35°, Koro-
PEBIii CBUIETEILCTBYET 00 aMOp(MHOM XapaKkTepe IIJIEHKH.

B Tabauine 1 mpuBeneHbl peskuMbl BU-MarHeTpoHHOTO HAIBLIEHUSA
miaénok LiPON.

Ha ocHOBaHMY MOJYUYEHHBIX JaHHBIX HAMHU YCTAHOBJIEHO, UTO Ha IIO[-
JoxkKe o-Al,O; KOTOPYyIO JOIOTHUTEIBHO He HarpeBajlud BO BpeMs
HambLJIeHUA, oOpasyiorca amopdubie miaéHKu LIPON ¢ ogHOpOmHOI
MUKPOCTPYKTYypoIi. [Ipu moBkIIIIeHNY TeMIIepaTyphl MOAJI0KKY 0-Al,O4
B méuke LiPON mpoucxXomsT CTPYKTYpPHBLIE M3MEHeHUusd, KOTOpPhbIe OT-
pHUIIaTeJHLHO BIUAIOT HA MUKPOCTPYKTYPY.

ITpu manoit BU-momuocTu (okos0 0,7 Br-cm %) méaka LiPON umena
OCTPOBKOBYIO CTPYKTYpPY. IIpu OTHOCHTEIBHO BHICOKOM CKOPOCTH OCa-
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I, oTH. ef.

10 20 30 20

Puc. 2. Peurrenorpammer mutiienu Li;PO, (1), nanéuxku LiPON 6e3 momosHu-
TeJIbHOTO HarpeBa Mmook Ke n-Si (2).

TABJINIIA 1. Pe;xumbl BU-MaraeTpoHHOTO PEAKTUBHOT'O HAIBLIEHUA TJIEHOK
LiPON.

ITapameTpsl | Pexxum Hanecenus
CocraB u pasMep MUITIEHU, MM Li;PO, (zmamerp 40, BrICcOTA 3)
OcTaTouHoe gaBjaeHNe B Kamepe, MTopp 5107
PaGounii ras Asor (uucrora 99,96%)
PaccroAaHme MeX Iy MUIIIEHBIO 1 IIOJIOKKOIM, 4
cM
ITopnoxka n-Si, a-Al,05, LLTO
IaBJIeHUe rasa a3oTa B Kamepe, MTopp 100, 10
BY-momHOCTS, BarT/cM? 0,7,2,2,4,4
TemnepaTrypa momioxkku, °C 6e3 IOIOJHUTEJIHLHOrO HAarpeBa,

200, 400

Bpemsa HaHecenus, u 5,10

sKaeHusa (Bbicokume BU-momrHocTh 1 AaBiieHme pabouero rasa asorTa),
aToMBI as30Ta He TOJbKO 3aMeIaloT KHCJIopon B amopdmHoil (dase
Li;.,PO, N, 2,3, HO TaKKe MOryT OBITh 3aXBaYeHBI B ILIEHKY B BHUJE
MoJiekyJ rasa. Ilpm xpamenum mamuHon miaéaxku LiPON mpoucxoaut
nuddysusda asora, YTO IPUBOAUT K oOpasoBaumuio TpeinuH. [Ipu mamom
BpeMeHU HaIbLIeHUS OO0 D uacoB oOpasyercsa ToHKad miaéHka LiPON c
OCTPOBKOBO# cTpyKTypoii. IIpu GosbiltoMm BpemMeHM HambLieHuS g0 10
yacoB obpasyercsa ToscTas miaéHKa LiIPON (6osiee 3 MKM) ¢ TpeliuHAMU.
XapaKkTepuCTUKN MUKPOCTPYKTYPHI miIéHoK LiPON B 3aBHCHMMOCTH OT
pe:xuMoB BU-MarueTpoHHOT0O HAIILIJIEHUA IPEACTABICHBI B Ta0J. 2.
Briio moOKasaHO, UYTO HaHOpasMepHBIe, ILIOTHBIE, OIHOPOAHLIE,
amopdubie maéHKu LiPON of6pasyioTcsa mpu caeyIOIuX IIapaMeTpax
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TABJINIIA 2. XapakTepuCTUKU MUKPOCTPYKTYPHI miaéuok LiPON B zaBucu-
MOCTH OT PEKHMOB BBICOKOUACTOTHOTO MarHeTPOHHOTOo pacmublienus (BY-
morHOCTH 2,2 Br-em 2, aTMocdepe uncroro N,, Ge3 BHeITIHero Harpesa IOJ-
JOMKKM).

PeXuMbI HATIBIICHU A
aBJIeHUe a30Ta OpHOpOgHAA OcTpoBKOBasa
A > Bpems Tpenuab!
B paboueii MUKPOCTPYKTYPAMUKPOCTPYKTYpa
HAObLIEHUS, U
kamepe, MTopp
100 5 Ha Oa IMa
100 10 Ha Ha Her
10 5 Her Ha Her
10 10 MaJsieHbK 1€ Ha Manenbkue
20
o o
h
15 Ll VKT
4,01
:;_' R
S
= —4,4
o 10 N
N g 4.8 .
2 &
pe b L, S 5,2
0s an ", 1 s g
- \"——-" B0 *
~ 5,61
u.f -0,0 . . . : ;
N an ujs 1jn 1I5 20 2,4 2,6 2.8 3.0 3,2 3,4
Z'10° Om 1000/T, K-
a 0

Puc. 3. a — quarpaMma KOMILIEKCHOTO UMIIelaHca B KoopAauHaTax HalikBucra
minéaku LiPON nmpu 20°C (mudpsl Hag KPUBOM — JoTapudM YacCTOTHI); 6 —
TeMIepaTypHas 3aBUCUMOCTb IpoBoaumMocTH IIEéHKU LiPON.

HambLIeHus: BU-momuOoCTs — 2,2 BT-CM 2, CKOPOCTH OCaKASHNI — 5,3
HM/MWUH, AaBjeHUe B paboueit kamepe rasa asora — 100 mTopp, Bpems
HAIILLICHUA — 5 YaCOB.

Wccnenoranue npoBogumocTu miaeéHKu LiPON (puc. 3) mokasasio, 4To
mpoBoguMocTh IaéaKu LiPON npu 20°C umeer Beauuuny o = 3,2-107°
Om “cm !, sHepruio aktuBanuu — 0,27 5B, 4TO XOPOIIIO COTIACYETCA C
JUTEepaTypHLIMU JaHHBIMH [12].

BrinmosiHeHHBIE HMCCIeI0BAHUA KOMIIO3UIIMOHHOTO TBEPHAOT0 3JIEKTPO-
auta LIPON/LLTO/LIPON mokasaiu, UTO HaHOpasMepHas IJIEHKA
LiPON o0pasyeT JTUTHUHA-IIPOBOASAINNY 3AIIUTHBIN CJIOH, KOTOPLIHA IIpe-



ITOJIVYEHUE HAHOPASMEPHGBIX IIJIKHOK LiPON BU-HATIBIJIEHUEM 311

IATCTBYeT XUMHUECKOMY B3aMMOJENCTBUIO METAJINUYECKOr0o JUTUA C
LLTO.

BBIBO/bI

g 1monydyeHMA HaHOPas3MEpHBIX, aMOP(HBIX IIJIEHOK (ocdop-
okcunutrpuna Jgutua LiPON wmsrorosieHa JabopaTopHas yCTaHOBKA
BY-maraeTpoHHOro HanbLIeHnA. KasKabIii 6JI0K YCTAHOBKY OBLI MOJEP-
HU3UPOBAH, UYTOOBI OCHOBHEIE ITapaMeTpsl HanbLieHus (BY-momiaHocTh,
TeMIepaTypa IOIJI0KKI, BpeMs HaIbLIeHNuA, TaBjIeHre pabouero rasa)
MOJKHO OBIJIO PeryJIMPOBATDH B IITMPOKOM AMATIa30HE. ¥ CTaHOBJIEHBI pe-
sKuMbl BYU-HambLileHus, OPKM KOTOPBIX oOpasyeTca HaHOpasMepHas
amopduasa miaeuka LiPON ¢ oqHOPOIHON MUKPOCTPYKTYPOI 1 BHICOKOI
BEJIMUMHONM WMOHHON IIPOBOAMMOCTU IIPM KOMHATHOM TeMIlepaType
(3,2:10°° Om '-cm™!; sHeprus aktusBanuu — 0,27 5B). Ha ocHOBe HaHO-
pasmepnuoii amopduoii miaéaku LiPON u3rotroBjeH KOMIIO3UIIMOHHBIH
mBEépAbI dneKTpoauT LIPON/LLTO/LIPON, KoTopslii o6yiafaeT BBICO-
KOM XMMHUECKOUN CTOMKOCTBIO IIPU KOHTAKTe C METAJJINUYECKUM JINTHE-
BBIM aHOJOM, BBLICOKOII MOHHOII NMPOBOAMMOCTBLIO, 1 MOXKeT OBLITH HC-
IIOJIb30BaH B 3JIEKTPOXUMUUECKUX YCTPOMCTBAX.
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