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OU3NYECKOE
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PACS: 81.15.Cd

Crpykrypa mieHok AIN, moJiyd4eHHbIX HUTPHIU3AUEN CJ10€B AJTIOMHUHUSA
Ha candupoBbIX NOIT0KKAX

A. B. Bymawun, A. 3. Mycnumos, A. b. Konvimazun, A. M. Knesaues,
C. H. Cynvanos, B. M. Kanesckuu

Memoodamu Inekmponozpaguu, INEKMPOHHOU U PEHMZEHOECKOU OUPPAKYUU U3YUEHO CIpOeHUe Nle-
HOK, ROJIYYEHHBIX OMMHCUZOM 6 A30Me NPeOsapumebHO HAHECEHHBIX C/10€6 MeMAaIU4eCKo20 alloMu-
Hua na (0001) noeepxnocmo cangpupoevix naacmun. Ilnenku Humpuoa antOMuHus HA NOOJIOHCKAX
cangupa pacmym, ¢ coomeemcmeuu ¢ opuenmayuonnvim coommuowenuem (0001)<101 0>AIN ||
|| (0001)<11 2 0>A1,0;5. Haunyuwue pesynomamsl Goliu Roayuenst Apu HUMPUOU3AUUL ATIOMUHUE-
6bIX N1eHOK na cangupe é peixcume nazpeea 0o memnepamypor 1200 °C (co cxopocmwvlo nazpesa

~100 °C/uac) u evidepoicke 6 meuenuu 1 uaca.

Kurouegvle crosa: candup, nudpaxiys, ICHKH, HUTPUIN3AISL.

BBenenue

MOHOKPHUCTANINYECKUE TUICHKH IIMPOKO30H-
HOoro monynpoBogHuka AIN mpeacTaBisioT 3HAYH-
TENBbHBII WHTEpEC KaKk MaTephall JJIsl Mhe30TEXHUKH,
ONTORJIEKTPOHUKU U (POTOHMKH. J[1Is mMoITydeHus: opu-
EHTHPOBAHHBIX TUICHOK AIN OOBIYHO TPUMEHSIOTCS
MeTOJBI Ta30(ha3HOl SMUTAKCHUU HA Pa3lUYHbBIE IMOJ-
TokkH [1-4], a Takke METOJl TEPMOXUMHUIECKON HHT-
PUAM3ALMN TIOBEPXHOCTU CaMOW TOJUIOKKH U3 Carl-
dupa [5]. Mexmy TeM caM MeETaUTMICCKUI
ATFOMUHHUN JJOCTATOYHO aKTUBEH M BCTYIAET C MOJIE-
KYJISIpHBIM a30TOM Tipu HarpeBanuu cBbime 700 °C B
9K30TEPMUYECKYI0 PEAKIHI0, Pe3yJIbTaTOM KOTOPOH
SIBJISICTCSI 00pa30BaHUe HUTPHIA ATFOMHIHHUS [6]:

2A1+N, =2AIN, (1)

OOHAKO paHHUC IOIBITKU HUTPpUAU3ALUH CJIOCB aJll0-
MHHHA Ha MOHOKPUCTAJINIMYCCKUX IMOJJIOXKKaxX IMPUBE-
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JU K TONYYCHUIO TMOIUKPUCTATUIMYCCKUX TEKCTYPH-
poBaHHBIX TIeHOK AIN [7, 8].

Panee HamMu OBUTM TIPOBENCHBI HCCIEIOBAHUS
mo (GopMHUPOBAHHIO Ha TOBEPXHOCTH Can(UPOBBIX
MOJUTOKEK MHUKPO- M HaHOpeibeda 3aJaHHOi KOH(DH-
rypalii TyTeM €€ MEeTa/lTu3allui, OKHUCICHUS U
TBepaodasnoit snurakcuu [9, 10]. Llenpio manHOM
paboThl ABISIOCH TONyYEeHHE HEMOCPEICTBEHHO Ha
OCHOBe peakiud (1) TOHKUX SMUTAKCHATBLHBIX TUIEHOK
AIN.

JKCHepUMEHT

OKCIEPUMEHTHl 110 HHUTPUIW3ALIUU TOHKUX
IUICHOK ANIOMUHHST Ha CcanUpPOBBIX MOJJIOKKAX
(Al/AL,O;) poBoAWIIM B BaKyyMHOH Kamepe C 0e3-
MAaCJITHOM OTKa4YKO#, CHAOKEHHOW IBYMsI HE3aBHCH-
MBIMHU PE3MCTUBHBIMU HArpeBaTeNsIMHU JUIS PACIIbLIs-
€MOro MeTajula M TOJUIOKKH, a TakKe OKHAMM s
HaOmonerns. lloamokkamMy CIy>KWIM TIIACTHHBI C
pasmepamu ~10x10x0,5 MM, BbIpe3aHHBIC W3 CTaH-
MApTHBIX Ccam@UPOBBIX TOUIOKEK IMOJ DSIHUTAKCHIO
opuentanuii C (0001), mpuuem c TeppacHO-
CTYNIEHYaTOH HaHOCTPYKTYPOH IOBEPXHOCTH COO-
ctBeHHOTO Tpom3BoacTBa [11]. Ilocnme pasmernieHus
MOJUTOKKH WM YacTHIl O0COOOYHCTOTO ATIOMHHHS Ha
COOTBETCTBYIOIINX HArpeBaTeNsiX, Kamepy BaKyyMH-
poBaii (Poer~1x107 Tla), a manee TepMUIECKUM pac-
MBUJICHHEM Ha IIOAJIOXKKY HAaHOCWJIM CJIOW MeTasuia
tonmuHoi 10+50 HM. 3aTeM KaMepy 3amoiHsUIH 0CO-
6ouncTeiM a3zoToM (reHeparop azota I'HA-18-K/), u
HarpeBaJIM MOJIOKKY CO CJIOEM aJIOMHUHHS 10 TeMIIe-
parypsl B amanazoHe 800—-1200 °C (tepmomerpus c
MIOMOIIIBIO THPOMETPA).
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Hns onpenenenus $Ha3o0BOro CoCTaBa U OpPHEH-
TalU{ IUIEHOK aTIOMUHHS IIOCIE€ HUTPUAM3ALUHN HC-
MOJIB30BANIN UG PAKIMIO 3JIEKTPOHOB BBICOKOW 3HEp-
run (IAB3D) Ha oTpakenue (anexkrponorpad SMP 102,
ycKopstonee HampsbkeHue 75 kB). PeHTreHoBckas
IUQpakius —HCcefoBaNach Ha  TUPPAKTOMETpE
X’PERT PRO (PANalytical, Hunepnanasl) B reomer-
puH «Ha oTpaxeHue» mo bparry-bpenrano nHa uzmy-
gennn CuK, (A = 1,5418 A) ¢ B-punsrpom Ni. Mop-
(GonorHI0 TOBEPXHOCTU IIJIGHOK HCCIENOBAIM B
pexume Tornorpadui Ha aTOMHO-CHIIOBOM MHKPOCKOTIE
«Ntegra Auray (HT-MUIT, r. 3eneHorpan) u Ha 3J€K-
TpoHHOM MuKpockore JEOL, koTopblil Takxke H03BOJISIT
OIIpEeNIeJIATh COCTaB IICHOK C MOMOIIbI0 BCTPOSHHOI'O
PEHTTEHOBCKOTO 3HEPrOUCIIEPCUOHHOTO CIIEKTPOMETPA.

Pe3yabTaTthl 1 ux o0cy:KkaeHue

Ha peHTITEHOBCKHX OHEPTOMUCIIEPCHOHHBIX
crieKTpax Bcex ooOpasioB Al/Al,Oz mociie HUTpUIK3a-
UM TIOSBUIIMCH OTYETIIMBBIC JIMHUU a30Ta Ha (hoHe
0oJiee MHTEHCHUBHBIX JINHUM aIFOMUAHMS M KHCJIOPOJIa,
KOTOpbIE, OYEBUIHO, OTHOCATCS K CamdupoBO# Moa-

4500

noxke (puc. 1). Korna aurpuanzanuto Al/Al,O; mpo-
BOJMJIM HarpeBaHueM (ckopocTb HarpeBa ~100 °C/gac)
C BBIICPIKKOH B TEMIIEpaTypPHOM JHAara30HEe HUTPHUIU-
sammu 700+800 °C, na xaptuHax [IBD ot moBepxHO-
cTH 00pa3loB HAaOMIOJaTN IHPOKUE OECCTPYKTYPHBIE
nuHuy. [Ipyu nanpHeHIIeM HOBBILICHUH TEMIEPaTyphI
auTpuam3anyi 10 1200 °C (co CKOpOCTBIO HarpeBa
~100 °C/gac) u BbIIepKKE B TeYeHNHU | yaca KapTUHA
W3MEHUIJIACh U BO3HMKIIM TOYCUHBIC pediiekchl (puc. 2,
BCTaBKa). [Ipm 3TOM Ha pPEHTICHOBCKOH AMPAKTO-
rpaMMe Hapsoy ¢ MHTEHCHBHOW JMHHUEH OTpakKeHUs
0T canupoBOH MOAJIOKKH MOSIBUINCH AOTOJHUTEIIb-
HBIC JINHUH, KOTOPhIE MOYXHO MHTEPIIPETUPOBATH KaK
OTPaKEHHSI OT TIOJIyYMBIUEHCS IUIEHKU (pHc. 2).
Bce nabmomaemple pediekchl Ha KapTHHAX DJIEK-
TPOHHOM M PEHTI€HOBCKOH udpakiuu yaanock mpo-
MHIUIHMPOBATh C HM3BECTHBIMU MapaMeTpaMH S4eeK
(cM. Tabnuily) B TPENNONIOKEHHH, YTO TIOJXYYESHBI
SMHUTaKCUANIBHBIE KpHcTamdeckue mieHkn AIN Ha
carndupe U BBHIIOIHAIOTCS CIEAYIOMINE SMHTAKCHAIIb-
HBIE COOTHOIICHUS:

(0001) <1070 > AIN|(0001) <1120 > AL O5.

4000 —

Tarred

3500 3

OKa

3000 —

2500 —

Counts

2000 —

1500 —

1000 —

500 —

o
|
t — NKa

0.00 0.80 1.60 2.40 3.20 4.00 4.80 5.60 6.40
keV

ZAF Method Standardless Quantitative Analysis

Fitting Coefficient 0.0587

Element (keV) Mass% Sigma Atom% Compound Mass% Cation K
N K 0.392 5.00 0.20 6. 75 6.9685
0O K 0:.525 55.50 0.42 65.58 60.5760
Al K 1.486 39.50 0.28 27.67 32.4556
Total 100.00 100.00

Puc. 1. @omo c Ixkpana ougppaxmomempa X’PERT PRO: penmezeno6ckuii IHepzo0ucnepcuontblil chekmp oopasua

Al/Al,03 nocne numpuousayuu.
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Cmpykmypnovle 0anHble U3yUaemvlX KPUCHAIII08
. ITapamerp [Tapamerp
CocraB CTpyKTypHBII TUII IIpocTpancTBenHas rpynmna permeriu g, Em pemeTx ¢, TM V4 Jlurepatypa
Al O, KOPYHI{ R3c 0,47540 (5) 1,29820 (6) 6 [12]
AIN BIOPIIUT P6ymc 0,3112 0,4982 2 [13]
3aMeTHM, YTO TaKXke Kak Mpu (HOPMHPOBAHWUH  JYIIHPUHBI KPUBOU AUGPPAKITUOHHOTO OTPaKEHHUS

MHUKpopenbeda Ha candupoBol MOBEPXHOCTU IyTeM
okucieHus amomunud [9, 10], B jaHHOM Ciiydae mpo-
1ecc mpeoOpa3oBaHus MeTajla B MOHOKPHCTAJLTHYE-
cKkyro TuieHKy AIN MmpoxXoIuT B HECKOJIBKO DTAarloB.
Cnauana nNpoUCXOAUT MJIABJICHUE aFOMUHUS TTpu 660
°C, 3atem npu 700+800 °C mertann BcTynaeT BO B3a-
MMOJACHWCTBHE C a30TOM coryiacHo peakruu (1) u Ha
ero MoBepxHOCTH (popMupyeTcs IUieHKa amop(HOTro
AIN. [lanee peaknus (1) MoxeT uaATH Ha 00EUX CTO-
pOHaxX WMMEIOIIEHCs Ha TOBEPXHOCTH MeTajla HUT-
PHUIHON IJICHKH 32 CYET BCTPEYHBIX MOTOKOB TUPPY-
3uM azoTa u amomuHusA. [lneHka HapacTaeT ¢ obenx
CTOPOH, TIOKa HE HUTPHUIU3NPYETCS BECh AIFOMUHUHN U
OJlHA M3 €€ TMOBEPXHOCTEH He KOCHETCS TTOBEPXHOCTH
noJUI0kKKU. IIpy 3TOM B CTPYKTYpHOM OTHOIIEHUU
TUIGHKa BHAJaye SBISETCS aMOpHON; ee peKpucTal-
JU3AIMs HAYMHAETCS TIPY TIOBBIIIEHUH TeMIIEpaTyphbl,
MocJie Yero HauWHAeTCsd POCT OPHUEHTHPOBAHHOW MO-
HOKpHUCTaueckol tuieHKH AIN Ha momioxke 3a
cueT TBepAO(Da3HBIX MPEBPALIEHHUN TOJ IeHCTBHEM
TakuX (aKTOPOB, KAK OCTATOYHBIC IePOpPMAIUH, OpH-
eHTauuoHHble 3(QQeKkThl U BIUSHHE pa3Mepa 3epHa
[14]. Habmromaemass Mo3amdHOCTH IUIeHOK AIN, Ha
YTO YKa3bIBa€T CPABHHUTEIHHO BBHICOKAs BEITMUYMHA I10-

(0002) Ha puc. 2, MOXeT ObITh 00YCIIOBJIEHA TEM, YTO
Bpemst omkura (1 gyac) u Temneparypa (1200 °C) ne-
JIOCTATOYHBI ISl TIOMHOTO TpoTekanus auddy3non-
HBIX TPOIIECCOB B TBepAod (aze mpu TBepaodazHou
snuTakcuu AIN Ha canupoBoil MOIOKKE.

Hurpummsamus mwienku Al/Al,O; ipu cpaBHH-
TeNbHO OBICTpOM HarpeBe oOpasuoB (~300 °C/gac)
MIPUBOANT K 3HAYUTEIHPHOMY YBEIMYCHHIO MIEPOXOBa-
toctn moBepxHOocTH TwieHKH AIN/ALO; (puc. 3, a).
3T0 MOXKET OBITH 00YCIOBIIEHO OTCTaBaHUEM MPOLIEC-
ca HUTPHUIU3AIMK aJFOMHHHUSI OT NPOILECCOB ILIaBlie-
HUS M UCTHApeHHUs MeTaljla B MPOCTPAHCTBE MEXIY
canupoBOi MOMJIOKKOH € TMPOYHOW HUTPUIAHON
TUICHKOH Ha MOBEPXHOCTH METajlia, a TaKKe 3HAYH-
TETBHBIM YMEHBIIIEHHEM IUIOTHOCTH MeTtamia (mo 11
%) B xuakoi (aze. JlapieHue Ha MOKa €Ie TOHKYIO
rieHKy AIN mpuBoauT k 00pa3oBaHHUI0 XOJIMHKOB Ha
ee MOBEPXHOCTH, U Aaxe K e€ mpopeiBy. Eciu xe uc-
MOJIB30BaANIN CTyTmeHuaToe HarpeBanue Al/Al,O; ¢ BBI-
JIEPXKKOM B TEeMIlEpaTypHOM JUaria3oHe HUTPUAH3A-
uu 700+800 °C (ckopocthio Harpera ~100 °C/gac),
TO IIIEPOXOBATOCTH IOBEPXHOCTH IuleHKH AIN He
nmpeBocxoamyia 1 HM TO JaHHBIM aTOMHO-CHJIOBOH
MUKPOCKOIUH (CM. pucC. 3, 6).
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Puc. 3. PDM-u3zoopascenusn nosepxunocmu nienok AIN/Al,O3; nonyuennvix @ paznvix pexcumax: Hazpes 00 mem-
nepamyput 1200 °C u gvidepocka ¢ meuenuu 1 uaca co ckopocmuwio nazpesa ~300 °C/uac (a) u ~100 °C/uac (6).

3akiouenune

B pabore Mmeromgamu sneKTpoHOrpaduu, 3JeK-
TPOHHOM M PEHTTEHOBCKOM AU(PPAKLINK U3yUEHO CTpOe-
HHE TIJICHOK, MOJYYCHHBIX OT)KHIOM B a30Te Ipe.Ba-
PUTETBHO HAaHECEHHBIX CJIIOCB METAJUIMYECKOTO alto-
munus Ha (0001) moBepXHOCTH candUPOBHIX IJIACTHH.
[Tnenkn HUTPUIA ATIOMUHUS Ha TIOUIOKKaX camndupa
pacTtyT B COOTBETCTBUMU C OPUCHTAIIMOHHBIM COOTHO-
menumem  (0001)<101 0>AIN | (0001)<11 2 0>Al1,0;.
Hawmnyumme pesynpTaTtel ObUIM MOMYYEHBI NPH HUT-
pHUIM3aIK aJTIOMUHHMEBBIX IUICHOK Ha camndupe B pe-
)kuMe HarpeBa no Temmeparypsl 1200 °C (co ckopo-
ctbio HarpeBa ~100 °C/4ac) u BbIIEpKKE B TCUCHUH
1 gaca. [Ipu yBenmu4eHUU CKOPOCTU HArpeBa 00pasIoB
10 ~300 °C/dac 3HaUMTENILHO YBEJIMYHMBAJIAChH IIEPO-
XOBaTOCTb MOBEPXHOCTH IJIEHKU HUTPUAA ATFOMUHHS.

OtMeueHo, uTo Bpems oTkwura (1 dac) u remrre-
patypa (1200 °C) HemoCTaTOYHBI AJIS MTOJTHOTO MPOTE-
KaHusl U QPY3HOHHBIX TPOLIECCOB B TBepAOi (dase
npu TBepaodasHoil snurakcuu AIN Ha candupoBoii
MOJUIOKKE. DTU 00CTOSATENBCTBA MPUBOAAT K MO3aHy-
HOCTH MOJTYYEHHBIX [ICHOK.

Paboma evinonnena c ucnonvzosanuem oo6opy-
oosanus L[KII UK PAH um. A. B. lllybnuxoea ®HHUI]
«Kpucmannoepagpus u gomonuxay «Cmpyxmypuas
OUACHOCMUKA MAmMepuailos» npu QUHAHCO80U Noo-
depocxke Munobpuayku P®, Ilpocpammer ¢pynoamen-
manvuslx uccaiedosanutl Illpesuouyma PAH Ne |

«Hanocmpyxmypoi: guzuxa, xumus, 6u0102Us, 0CHO-
ebl mexHonoeutly u Poccuitickoeo gponoa gynoamen-
manvuelx uccredosanuti (epanm Ne 15-02-01197 a).
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Structure of AIN films formed by nitriding the aluminum metal layers
on the (0001) sapphire substrates
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The structure of films obtained by annealing in the nitrogen of previously deposited layers of metallic
aluminum on (0001) surface of sapphire plates was studied by electron diffraction, electron and x-ray
diffraction. Films of aluminum nitride on sapphire substrates have been grown in accordance with the
orientation ratio (0001)<I 01 0>AIN || (0001)<11 2 0>AL,0;. The best results were obtained with nitrid-

ing of aluminum films on sapphire in the heating mode up to a temperature of 1200 °C (with a heating
rate of ~100 °C/h) and holding for 1 hour.

Keywords: sapphire, films, nitriding, diffraction.
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