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Hcnosnp3oBasicsi My40K OTPHIATEIbHEIX MOHOB AU~ M IPOBOIMJICS BBICOKOTEMIICPATYPHBI OTIKUT JUIA PEKpH-
CTAJUIM3ALMU CTPYKTYphl peHTreHoamopproro AIN—TiB,—TiSi;, mmeromero xapakTepHble pa3Mepsl obiacTeit
6mpkHero ynopsimouennss 0.8—1nm. Ilpsmble m3MepeHus MeTofaMH BBICOKOpa3pellaronieil IpocBeuHBaroNIeil
9JICKTPOHHON MHKPOCKOIIMA M PEHTreHOBCKUM MukpoaHammsoM (SEM with EDS) mokasaim, 9to TepMIrdecKmit
omkur npu 1300°C Ha Bo3gyxe HPUBOIMT K 0OpasoBaHMioO HaHOpasMepHbX ¢a3 10—15nm m3 AIN, AlB,,
Al3O3 u TiO,, a HOHHAs MMIUIAHTALWsI OTPHIATENIBHBIX HOHOB AU~ INPHUBOIMT K (pparMeHTanuyl (YMEHBIICHHIO)
pasMepa HaHO3epeH m0 2—5nm c oOpa3oBaHMEM HAHOKPHUCTAUIUTOB M3 Au ,mapoBoi (opmbel pasmepoM B
HECKOJIbKO Nm ¥ (pOPMHUPOBAHUI0 aMOP(HHOI OKCHAHOM IUICHKA B TUIyOMHE (TIPHIIOBEPXHOCTHOM CJIOE) MOKPHITHS
3a cyeT 6aJUIMCTUYECKOr0 MOHHOI'O NepeMeNINBaHNA U KacKajoB CTOJIKHOBEHHIA.

Pabora Oputa BemMoOsHEHA B paMkax OmomxeTHBIX TemaTuk No 0115U000682 ,,Pa3paboTka MaTepHaIoBEeIIeCKUX
OCHOB CTPYKTYPHO! HMH)KCHEPUM BaKyyMHO-IUIA3MEHHBIX CBEPXTBEPIbIX IOKPHITHI C LEJIbIO JTOCTHXKGHHS HeoO-
XOIUMBIX (YHKIMOHAIBHBIX cBoicTB“, Ne 0113U000137c ,,Pusmdeckre MpUHIMILI IIA3MEHHON TEXHOJIOTHH IS
KOMILTEKCHOI 00pab0TKI MHOIOKOMITOHEHTHBIX MaTepHaJIOB U IOKPBITHIL , a Takxke Ipu coTpyaHmdectse ¢ National

Institute for Materials Science, Tsukuba, flmonust.

1. BBepeHune

HaHOKOMIIO3UTHI TIPEICTABIISIOT HOBYIO TCHEPALHIO MaTe-
puasioB Guaromapst HeGosbIoMy pasmepy 3epeH (< 10nm)
Y 3HAUUTEIBbHOM POJIM I'PaHUYHBIX 00JIacTel, OKpY)KaromuX
otaenbHble 3epHa [1-3]. HaHOKOMIIO3UTHBIE MOKPBITHSI 00-
JIAJAI0T YJIYYIICHHBIMH CBOMCTBaMH, a TaKXe BEIyT cebsi
COBEpIICHHO HHBIM 00pa3oM IO OTHOLICHHIO K OOBIYHBIM
matepuaiam (> 100 nm pasmepom 3epHa) [3-7).

Coueranusi BHICOKOW CKOPOCTH HAHECCHHS IOKPBHITUS H
TOYHOCTH BOCIIPOM3BOJIMMOIO COCTaBa MOYKHO JOCTHTaTh
C IOMOIIbIO MarHeTpOHHOro crocoba pacmeuteHus. Mc-
HIOJIb30BAaHUE MOHHOW MMIUIAHTalMM MHTEHCHUBHBIX ITyYKOB
OTPHIIATEIIbHBIX MOHOB C IMPHMEHEHNEM COOTBETCTBYIOLINX
THUIIOB YCKOPHUTEJIEH MO3BOJISET [EJICHAIPABICHHO U3MCHSTD
CBOWCTBA MaTEpUaoB B JIOKajbHOU obsactu [8]. Hampu-
Mep, JIeTMpoBaHHe IUAIEKTPUKOB (SiO;) IS MONyYeHUs
U3JIy4YCHUS] B YJIbTPa(UOICTOBOM NMana3oHe (C IMOMOIIBIO
JIIOMPHECIICHIIUN), [€ IIEHTPAMH W3JIyYCHHS SIBJISTIOTCS

HaHodYacTuipl chopmupoBanHble n3 noHOB Au~ nm Cu B
pesyJsibrate UMIUTaHTayu [9)].

[Ipu 3TOM, HECOMHEHHBIM MPEHMYIIECTBOM OTpPHULIATEIIb-
HBIX WOHOB SIBJISIETCSl TO, YTO INPH HMMIUIAHTalld UX B
IOUJICKTPUK OH He 3apshkaeTcsa. B To ke Bpemsi, Ha-
HOKOMIIO3WUTHl (WJIM HAaHOMATepUasibl) HApSTy C BBICOKON
TBEPIOCTHIO (M OTHOBPEMEHHO IUIACTHYHOCTBHIO) JIOJDKHBI
o0JylajaTh BBICOKOH CTOMKOCTBIO K TEPMUYECKOMY OKHUC-
senmio. PopmupoBaHue aMOPGHOIOTOOHON CTPYKTYphI B
MHOT'OKOMITOHCHTHBIX (I'PaCHTHBIX) MOKPBITUSX SIBJISACT-
Cs TaK JKe BAXHBIM (PAaKTOPOM, OOYCJIOBJIMBAIOLIIMM HX
BBICOKHE ()YHKLIOHAJIbHBIC CBOMCTBA, OIpENesAs BBICOKYIO
11 Qy3MOHHYIO CTOUKOCTD K BHEIIIHUM BO3[EHCTBUAM, U3-3a
OTCYTCTBHS B aMOpP(HONONOOHOI MaTpuLe IyTeil JIerKoil
map¢ysnn. Y ecrecTBeHHO, TIpH 3TOM aMop¢HOMIOTOOHbBIE
CTPYKTYPHI SIBJISTIOTCSI TEPMOJINHAMUYECKA MeTacTaOMIIbHBI-
MH, ¥ B 3TOH CBSI3M B&XXHBIM (PAKTOPOM HX CTPYKTYpPHOMU
MIePECTPOMKH SIBJIICTCS OTXKHT IIPU BBICOKHX TEMITEpaTypax.
B TO ke BpeMsi HIMILTAHTAIHS TSKEJIBIX IOHOB B aMOP(HHO-
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30 um

Puc. 1. Tomorpagust u ppakrorpamma uzioma nokpbitis AIN—TiB,—TiSi,.

HaHOKPHCTAJUIMYECKYI0 CTPYKTYPY IOKPBITHI C MOMOIIBIO
BBICOKHX 7103 10 107 cm™2 HOHOB M3y4YeHa HENOCTaTOYHO.

Takum 00pa3oM, LesbIo JaHHOH paboTHl SBIACTCS U3yde-
HHE NIPOLIECCOB, MIPOUCXOIANINX B MUKPOCTPYKTYpe aMopd-
HOIIOZOOHBIX M HAHOKOMIIO3UTHBIX IIOKPHITUHI Ha OCHOBE
AIN-TiB,—TiSi;, B pe3ynbTaTe BBICOKOTEMIIEPATYpPHOTO
omkura 1o 1300°C, a Taxike HCCJIEIOBAHME BJIMSIHHAS MHK-
POCTPYKTYpPbl Ha MEXaHUYECKHE CBOMCTBA STHUX IIOKPBITHA
U BO3MOXHOCTH (pOpMUPOBaHMS HAHOPAa3MEPHBIX HAaHOKJIA-
CTEepOB IapoBoil (OPMBI U3 30JI0TA KaK Pe3y/bTaT MOHHOU
UMIUTAaHTAllUM OTPHULIATEIbHBIX HOHOB Au ™.

2. Mertogbl nony4YeHUs U nccnegoBaHus

[TokpeITHS OcakmaiaW Ha IMOJMPOBaHHBIE 0Opasmel Mo
7 Si METOIOM WMIIYJIbCHOTO MAarHeTPOHHOTO pacIiblie-
Husi munrieHn ciokHoro cocraBa AIN—TiB,—TiSi; (¢asa
AIN 30vol.%), Giaromapsi KOTOpOMY B MOCJIEIHEE Bpe-
Ms1 OBUIM TIOJTyYEHBI BBICOKOKAYECTBEHHBIC HAHOKOMITO3H-
Thl [5-9]. TomnuHA IOKPHITUIA, COCTOSHHUE IPAHMIl MEXILY
OCHOBHOH W TIOKPBITHEM OIPEAEIISUINCH C TIOMOIIBIO PacT-
pOBOro HOHHO-3JIeKTpoHHOr0 MuKpockorna Quanta 600 FEG
1o ¢paxkrorpaMmam usnoma. Kpome toro, ¢ momouipio pact-
POBOI1 3JIEKTPOHHON MHUKPOCKONUM H3ydaslach MOP(OIIOrHs
TOBEPXHOCTH 00pasnoB — wucnosnb3osamm JEOL-7000F c
MUKpOaHaM3oM. [[s1 wmcciemoBaHMsI CTPYKTYpsl M CyO-
CTPYKTYpHl 00pasloB C HOKPHITUAMH HCIIOJIb30BAJIM METOL
MastoyryioBoro paccesnusi B CrK,-u3yuennn Ha qugpakTo-

metpe RINT—-2500V. Cremky cnektpoB XRD mpoBognim
moxr yroramu 2°, 3°, 10° u 30°. JIonoHATEIbHO TPOBOANIIH
nccyienoBanusi cyoctpykrypsl Ha HRTEM Ha ssekTpoHHOM
mukpockorie JEOL LEM-2100F B cBeTsioM 1 TEeMHOM TIOJIE
(c sneprueit asektporos 200 keV).

OTtpunaresbHble HOHBI Au~ T€HEpHPOBAJIMCH CICLUAIIH-
3UPOBAaHHBIM HCTOYHHKOM C IIOMOIIBIO pacbUICHUs ILIa3-
Mel, ctumysmpyemoii mesmem Nissan High Voltage Co.
Ltd. MiHTeHCUBHBI MOHHBII IYYOK OTPULATESIbHBIX HOHOB
(GbOopMHIPOBAJICS ¢ TIOMOLIBIO ABYX 3JIEKTPONOB U YCKOPSJICH
1o 60keV (Tox Au~ mydka 4 mA).

3. Pesynbratbl u o6cyxpaeHune

Tomorpadmss w (QpakrorpaMma W3JI0Ma TIOKPHITHS
AIN-TiB,—TiSi, TonmmHON OKOJIO 7um TIpPHUBEICHBI Ha
puc. 1,a, b. KoHCTpYKTUBHBIE NMPUHIMIBI OCTPOCHHS Mar-
HETPOHHBIX YCTPOUCTB IO3BOJISIOT JOCTATOYHO IPOCTO pe-
QIM30BaTh 3aadyy HaHECCHWS] OTHOPOTHBIX MOKPBITHH C
XapaKTepHbIMH KaIleJIbHBIMHA BKPAIUICHUSIMU pasMepaMil 10
300—600 nm.

B rabismmiie npesicraBiieHbl pe3yJIbTaThl 3JIEMEHTHOTO CO-
craBa nokpotuii n3 AIN—TiB,—TiSi; B ucxogHom cocrosi-
Hur u nocine omkura npu 900°C m 1300°C. BumHo, uTO
C POCTOM TEMITEpaTyphl OTXKUATA YMEHBIIACTCS KOHIICHTpa-
masg B ¢ 34 go 23.37 at.%, asora N ¢ 9.26 no 6.97 at.%,
Al or 1725 mo 14.45at.%, Si or 2.89 mo 0.32at%, Ti
c 692 1o 049at%. B To xe BpeMsi HaOJIIOAAETCs POCT

OnementHslii coctaB mokpbithii AIN—TiB,—TiSi,

DrnemeHTHI, BXopsue B coctaB NokpeiTail AIN—TiB, —TiSi,, at.%
CocraB
B C (0] N Al Si Ti
Hcxonnsrit 34.49 17.27 1192 9.26 17.25 2.89 6.92
Iocne omkura npu 900°C 38.07 12.70 13.14 8.32 18.30 2.70 6.72
TMocne omkura mpu 1300°C 23.57 30.36 26.84 6.97 1145 032 0.49
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Puc. 2. ®parmeHTs qudpakTorpamMm, MOJIyUICHHBIC U151 TIOKPBITHI
AIN—TiB,—TiSi,. I — ucxogHoe cocTosiHAE, 2 — TOCJC TEPMU-
4eckoro omkura B Bosmyxe npu 900°C, 3 — mociie omKHra npu
1300°C.

0.5 um BF

0.5 pm FeK

0.5 pm CK

koHneHTpanun C ¢ 17.27 mo 30.36 at.%, xuciopona ¢ 11.52
1o 26.84 at.%.

Ilo pesympraraMm, nogydeHHBIM ¢ mnomomblo XRD
(puc. 2), cienyeT, 94TO B HPOLECCE OCAKACHHST POPMHUPYIOT-
Csl IOKPBITUSA C PEHTTeHOaMOP(HOI CTPYKTYpOH, 9TO TaK ke
noarBepxnaerca pesyiasraraMu TEM- u HRTEM-ananusa.
Ha penrtreHorpammax B obusiactu yriioB 260 ~ 30—50° u
65—75° Hnabiomaercsi rajo ¢ MakCUMyMoM (IpH OTCYT-
CTBHM YETKO BBIPQKCHHBIX TU(PAKIMOHHBIX MaKCHMYMOB).
OneHka obslacTé OJIMKHEro MOpsiKa YNOPsIOYEHUs B IIO-
KPBITHSIX IPOU3BOAUTCSH, UCTIOJIb3Ys COOTHOIICHHUE

R ~ 10/As, (1)

e Rm — pamuyc xopemsuuu; As — LIMPUHA NEPBOU
MIAPOKOYTJIOBOH ,,rajlo00pasHON™ KpHUBOW B KOOpAWHATaX
,JAHTCHCUBHOCTb — BEKTOp paccesiHusi S (MOMyJIb BEKTOpa
paccesiiusi S = |S| = 4 sin 0/1). TTokasbiBaert, 4o obJsiacTu
ynopsnouenusi Ry ~ 10 A ~ 1 nm.

0.5 pm OK

0.5 pm AuM

Puc. 3. Kaprte pacnpenesieHust 3JIeMEHTOB 110 ceveHno obpasua. a — B, C, O; b — Si, Al, Ti; ¢ — Fe, Au.
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Puc. 4. Pesymsratsi TEM- m HRTEM-amaimsa ¢ moatoMm-
HBIM pa3pelieHHeM BBIICJICHHBIX YYaCTKOB C MHKPONH(pPaKIHMEH.
a — n300pakeHre Au OKOJIO TIOBEPXHOCTHOTO CIosi, b — m306pa-
MKEHHE OKCHITHOTO CJIOSL.

Crietyet OTMETHTb, YTO BhIpaskeHue (1) ciemyet u3 Toro,
9TO paguMyc KOppessiiuy (BeJMIMHA OOJIACTH YIOPSIOYe-
HEsT) 0OPATHO IPOMOPIIMOHAIICH S

Rm=2mexp3-zexp2/6.25As, (2)

rae Z — HHACKC MaKCUMyMa. ):[J'Iﬂ IIEPBOI'0O MaxkCUMyMa
(z=1) Ry~ 10/As.

Omxur nipu 6ostee Beicokoit Temriepatype 1300°C mpuso-
IWT K NPUHLIUINATIBHOMY U3MEHEHHIO KapTUH AU(paKLIUOH-
HOTO CIeKTpa. B mokpeitun ¢popMupyioTcss HaHOpa3MepHbIe
¢asbl u3 okcuna amomunaus Al,Os, 3ameTHO Menblne AlB,
a Taxke OOHapyXeHB B HeOoibmmX KonmdecTBax — 110,
AIN, n ,Bosmoxu0“ Si0;. PopmupoBaHUE KPHCTALUTUTOB
Al,O3 m AlB; B sroMm ciydae, 0OOYyCJIOBJIEHO HamOOJIb-
meil TemIoToil oOpa3oBaHus, XapakTepHOU I 3THX (a3.
Crnenyer otmetutb, uto Kak mpu 900°C, Tak u B ciydae
ormxura npu 1300°C, moBepXHOCTh MHOKPHITHSI OOETHEHA
GopugHO (aszoil. A mpu HOHHOM obirydeHnr Au~ (3a cuer
TPaBJICHHSI— PACIbLICHHS IIOBEPXHOCTH U MEHBIIICH SHEPTrUn
CBfI3H), TAK)KE YMEHBIIACTCS MPOLIEHTHOE cofepxaHue 0o-
PHIOB, YTO HPOABJIAETCS B OTHOCUTEIBHOM YMEHBIICHHU
MIHKOB OT anbopuaa amomuaus. HabrmomaeTcst Takke yMeHb-
HICHHE INEePOXOBATOCTH, YTO IMPOSIBJIICTCS B CPaBHUTEIIBHO
HHU3KOM pa3bpoce (oHa Tu(paknnoHHOTO CIEKTpPa, CHATOTO
B CKoup3silieil reoMeTpuu. OmHaKo BOJIM3M IIOBEPXHOCTU
MOKpHITHA 00pa3oBajach TOHKasi aMop¢Has IUIEHKAa U3 OK-
cunos (puc. 3,a, 4,b).

Ha puc. 3, a—c mpencraBieHbl pe3ysIbTaThl JIEMEHTHOTO
aHaJIN3a COCTaBa B BUIC KapT paclpenesieHHst JIEMEHTOB 110
ceyeHHMIo obpaslia B 3JIEMEHTHOM KOHTpacTe U B CBETJIIOM
nosie. V3 mpencrasiennbx kapT BugHo, uyto C, Al, Ti, Si, B
pacrpeseieHbl paBHOMEPHO, KpOMe IIOBEPXHOCTHU, KUCJIOPO-
na Gostblie BOSIM3M moBepxHOCTH (Ha ruryoune 40—100 nm).
Xopomo mpocMmarpuBaeTcs ciien Au~, JIeKamumi Ha TUTy-
OrHe TOKPHITUS ¢ KOHIeHTpanuei okoo 0.4 at.%.

[lo Bu3yaM3MpYIOIIUM HAaHHBIM BBICOKOpPAa3pellaomeit
NPOCBEYMBAIONIEH MUKpOCKomuu (puc. 4, a, b) mocse BbICO-
KOTEMIIEPAaTypHOI'0 OTXKHUIa U IIOCJIEAYIOIIEd HMOHHOU HM-
IUTAaHTAIUK B IIOKPBHITUH CHOPMUPOBAIIACH TPU XapaKTePHbIC
30HBL OJIM3KO K MOBEPXHOCTH — 30Ha MMIUIAHTAIMN TOJI-
IUHON 0K0J10 40 nm, ¢ JIerMPOBaHUEM UMILIAHTUPOBAHHBIM
3osoToM. brarogapss moaToMHOMy paspelleHHI0 B 3TOH
obslacti ¢ Mukponudpakimeil Habmogaercs oOpa3oBaHUe
UMIUTAHTUPYEeMBIMA aTOMaMHi 30JI0Ta B IOBEPXHOCTHOM
CJI0€, KJIACTEPOB C YIOPAIOUYECHHON CTPYKTYPO’ U pasMepOM
ynopsgodenus 2—3 nm. OnpenesieHHble U3 TaHHBIX MHUKPO-
mdpakum MexIutockoctHble paccrosiaust 0.244 n 0.210 nm

Puc. 5. Bbricokopaspemaomme 3JeKTPOHHO-MHKPOCKOIIMYECKUE CHUMKH C MHKpomupakiueil IHOKpbiTHs Ha riiyomne 130nm ot

NOBEPXHOCTHU.
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OTBEYAIOT HECKOJIBKO YBEJIMYCHHBIM MEKILJIOCKOCTHBIM Pac-
CTOSIHUSIM PEIIETKU 30J10Ta Juts miockocreii (111) u (200)
COOTBETCTBEHHO.

J71s1 BTOpO#t 30HBI, ¢ TOJMIMUHOHN cj10si OKojlo 60 nm, Kak
MIOKa3bIBAIOT PE3yJIbTaThl BBICOKOpa3peIlaloleil 3JIeKTPOH-
HOIl MUKPOCKOIINH, HaOJofaeTcs: aMophHOIION00HOE CTPYK-
TypHOe cocrosiHue (puc. 4,b), XapakTepHOe MJIs OKCHUIOB.
006 amop¢msanmy TakKe CBUACTEIBCTBYET M Taj000pasHBIA
BUJI MUKPOIH(PAKIIHH.

st TpeTbell 30HBl XapaKTepHa KPHUCTaJUTMYEeCKasi CTPYK-
Typa, KOTOpasi pacloJIoXKeHa Ha IJIyOuHe, IpeBbIIaloIei
100nm. B »aToit 30He BBIABIAETCS (pa3oBasg HEONHOPOA-
HocTh — Ha riryoune 130—100 nm, T.e. B KpUCTAJUTMUECKUX
cJosx, Hambosree OJIM3KMX K MOBEPXHOCTH — TIpeodiamaeT
cocTtaB KpUCTAIUITOB OKcHmHBIX (a3 TiO, m a-Al,Os, a
Takxe ¢assr AIN.

B 6Gonee riyGokux ciosix, 6onee 130nm (puc. 5), co-
XpaHsieTcsl KpUCTAJUINYECKas CTPYKTypa Mocjie BBICOKOTEM-
neparypHoro omkura (1300°C), koTopoMy ObLT OABEPTHYT
obpaserr.

4. BbiBOAbI

Taxum 0Opa3oMm, P UMITYIBCHOM MAarHETPOHHOM paciibl-
Jiennn mutieHn Takoro coctaBa AIN—TiB,—TiSi,, nmpoucxo-
IuT GOPMUPOBAHUE OHOPOIHOI'O C HEOOIBIIMMY KalleIbHbI-
MU BKPAIUICHUSIMU MOKPHITHSA ¢ aMOP(ONONOOHOI CTPYKTY-
poit. Tem cambiM oGecrieunBaeTcsl BhICOKasA TU(Qy3noHHAs
CTOMKOCTh K BHCIIHMM BO3ICHUCTBUSIM WM3-32 OTCYTCTBHUS
myTel jerkoil auddysuu.

B pe3sysbprare BHICOKOTEMIIEPATYpPHOTO OTXKHTa Habona-
ercs opMupoBaHne HaHOpasMepHbIX ¢a3 u3z Al,O3, AlB,,
AIN u TiO,. MmmanTanus noHoB Au~ mosoit 10'7 ions/cm?
HPHUBOINT K (POPMIPOBAHUIO OKCHIHOTO (aMOP(HOro) mom-
ciost TomumHON 60 nm, a B MPAMOBEPXHOCTHOM cJioe (op-
MHPYIOTCS HAHOKJIacTephl 13 Au~ IapoBoil GopMBL.
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