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IToxa3zana BO3MO)KHOCTB IIOJTy9€HHST TEKCTYPHPOBAHHBIX IIJICHOK HUTPHIA AJIOMUHIS METOIOM TePMOXHMHUIECKO
HUTpUIU3aIMK candupa B auanasone temmeparyp 1200—1500°C B atmoctepe asora ¢ comeprkanmem CO ot 0.1
00 506%. YcranoiieH nu¢¢y3uoHHBIN MeXaHH3M (OPMUPOBAHHUSA IUICHKA HUTPUIA ATIOMHHHUS Ha IMOBEPXHOCTH

candupa 10| BO3/ICHCTBHEM BOCCTAHOBHTEIBHON CPENIBL

PACS: 68.55.Ag, 81.05.Ea, 81.15.Np.

1. BBepeHune

Hutpun amoMuHMA — TOJYHPOBOIHHUKOBEIA MaTepH-
as, oOJagalomuii BEICOKOH TEIUIOIPOBOTHOCTBIO M Me-
XaHWYECKON IMPOYHOCTBIO, XOPOIIMMH IHAJICKTPUYSCKUMHU
cBOMcTBaMI. Braromapst 3ToMy OH IIMPOKO HPHMCHSICTCS
B Pa3JIMYHBIX OOJACTSAX HSJICKTPOHHON HHIYCTPHH: OITO-
AJIEKTPOHUKE JaJIbHEro yibTpaduonieroBoro (Y®) nuamaso-
Ha, CBEPXBBICOKOYACTOTHOIpaaurossiektporuke (CBY), aky-
CTORJIEKTpOHMKe W T.JA. IlneHka HuUTpuma aTlOMHMHHS Ha
candupe — JIyumiasi HOMIOXKKA IJIS CO3TAHUS TeTepo-
CTPYKTYp Ha OcHOBe TBepHbiXx pacTBopoB AIN—GaN u
InN—GaN (HecOOTBETCTBUE IEPHONOB KPHCTATUTHICCKUAX
pEIIeTOK BHOJb ocH a = 2.5%). Haumbonee pacmpoctpa-
HEHHBIC CIIOCOOBI TIOJyYCHWs IUICHOK HHUTPHAA aJOMU-
HUS Ha candupe — razodasHas XJIOPTHAPUIHAS SIHTAK-
cusi (XIT'®D), monexyssipHo-TydeBast smutakcus (MJID)
U MeTaJutopranndeckast razodasnast srmrakcus (MOT®D).
K HemocTaTkaMm STHX METOHOB OTHOCATCS HOPOTOCTOSIICE
obopynoBanue (XI'®J), MCHOIB30BAHUE TOKCHYHBIX pea-
reHToB (XI'®D, MOI'®3), He0GXOMMMOCTh MONICPIKIBAHHS
BbicOKoro Bakyyma (MJID). Ilosy4eHne IUIGHOK C BBICO-
KHAM COBEPIICHCTBOM CTPYKTYPHI IIPH OCA)XKACHUN HUTpPHUOA
QTIOMIHHSI Ha TOBEPXHOCTh campupa — CJIOXKHAs TeX-
HoJloru4eckast 3amada. Merton HuTpuausauuu camdupa [1]
Oosiee TpHBJIEKAaTeNIeH MO MPOCTOTE peajn3aldd M COo-
BEPIICHCTBY IIOJYyYCHHBIX IUICHOK. [IpWHIMIMaibHOE €ro
OTJIMYME COCTOWUT B TOM, UTO IUICHKA HUTPHIA ATIOMHHHS
HE HAaHOCHTCS Ha IIOBEPXHOCTh camdupa, a obOpasyercs
B pesyibpTaTe TpaHCHOpMaly HPHUIIOBEPXHOCTHOTO CJIOS
candupa B HUTPU aTIOMUHIS B BOCCTAaHOBHUTEIIBHOM Cpere,
comepxaieit asot. B [1,2] omican Merton mosydeHus: CoBep-
IICHHBIX MOHOKPHCTAINYECKUX IUICHOK AIN, B KOoTOpoM
candupoByIO MOAJIOKKY HATPHUIN3UPOBAINA B COOTBETCTBYIO-
meit cmecu razoB CO—N,. Hurpunusarmo cangupa aBTopsl
npoBomua ipu Temneparype 1650°C, mpu KoTopoit MexIy
candupoM U HUTPHUIOM aTIOMUHHSA obpasyercs Oy¢epHbIit
CJTOH y-OKCHHUTpHU/A aIOMAHHS. MexaHusM GpopMupoBaHns
IUICHKH aBTOPHl He paccMaTpuBaioT. B mpenpimymeii pabo-
Te [3] Hamu GbuTa HCCiIenoBaHa TpaHCHOPMALHsT CTPYKTYPBI
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KOPYHJIa B PE3YJIbTaTe BRICOKOTEMITCPATYPHOTO BOCCTAHOBH-
TEJIBHOT'O OT)KUTa. YCTaHOBJIEHO, YTO OT)KUT IPH TeMIIepa-
Type 1500—2000°C B armocepe Ar mpH KOHIICHTpPAIHSX
CO+H; 01-1006% m N — 0.1-0.4006% mnpuBomuT
K MpEeBpalCHUI0 KOPYHIA B OKCUHUTPHAHBIC COCIUHCHUS
QTIOMHHHS CO CTPYKTYpoit mmuuenu (y-AlON) ¢ nepuomom
AJICMCHTapPHOH sTAeKM B Tipeneiiax 7.932—7.948 An BIOPT-
muta (AIN), ¢ a ~3.111-3.115 u ¢ ~ 4.979-4.988 A.
[ToyyeHHble DaHHBIE TO3BOJIMIM IPEAINIONOKHUTb, YTO Ha-
OJTroIacMble TIPEBPANICHHS SBJISIIOTCS PE3YJIbTATOM PEaKIU
a3oTa ¢ aHHMOHHO-Ne(eKTHRM KopyHaoM. Ilpencrasiser Ha-
YUYHBII MHTEpeC HCCJIeNOBaHME B3auMMOACHCTBUS camdupa
C a30TOM B MpuCyTCTBHH ra3oB-Boccranoureiern (CO,
H,) u oOpasoBaHue IUICHOK HUTPHIA ATIOMUHUS [IPU TEM-
neparypax Hmwke 1600°C, rme obpasoBaHHE OKCHHHUTPH-
1a aTOMUHUST TEPMOIMHAMUYECKH HEBO3MOXHO (pmc. 1).
B wHacrosimei paboTe HCCIICTOBaHBI YCJIOBUS 0Opa30BaHHMs
TEKCTYPUPOBAaHHBIX IJICHOK HUTPHIA aJIIOMUHUSA Ha TOBEPX-
HOCTH candupa B auanasone temmeparyp 1200—1500°C.

2. O6beKTbl M MeTOAbI UCCNeaoBaHUA

1A uccrenoBaHUil MCHOJIb30BAIN TIOJIMPOBAHHbBIE IJI0C-
KomapaJuiesbHble 00pasipl candupa ¢ opuentarmeit (0001).
IlepoxoBarocte R, moBepXHOCTH B mpenenax 2 HM. OTKIIo-
Herre ocu (0001) oT HOpMAH K TIOBEPXHOCTH COCTABJISIIO
ot 15’ 10 4°. BoccTaHOBUTETBHBIH OT/KHUT IIPOBOIMIIA B TICYH
¢ yrierpauTOBBIME TEIUIOBBIMU SKpaHaMH B JIWAla30HE
temneparyp 1200—1500°C. Temneparypy KOHTpOJIMpOBa-
JI1 MHTEerpajbHBIM HH(ppaKpacHBIM IupomeTpoM Marathon
MRISCSF. Ileup mpenBapUTESIbHO MPOrPEBa 0 TeMIIe-
parypet 1200°C B ycnoBusix ¢opBakyymHON oTKadkd. [Ipm
IOCTI)KEHUH ocTatoyHoro pnasieHusi ~ 0.1—0.3 MM pT. cT.
Kamepy 3anoiHsu Ny 1o paBjieHust 760 MM pT. CT.

B pesysnpraTe B3amMoneicTBUS ancopOMPOBAaHHOTO KHC-
JIOpofa M MapoB BOABI C YIJerpauTOBBIMH MaTepHaIaMU
B II€YM CIIOHTAHHO (opMHpYyeTCs BOCCTAHOBUTETIbHAS Cpela,
OCHOBHBIMH KOMITOHEHTaMH KoTopoii sBistiorcss CO u Hy.
CoctaB cpembl KOHTPOIMPOBIM MPH IOMOIIb Ta30BOTO
xpomarorpada ,Kpucramm 2000M“. CymmapHasi KOHLIEH-
Tpaumysi BOCCTAHOBUTEJIPHBIX KOMIIOHEHT B 3aBHCHMOCTH
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OT NPEABAPUTEIILHON BAKYYM-TEXHUYECKON MOATOTOBKU CO-
craBisgeT 0.1—0.506%, oTHOCHTenmbHOE comepkanne CO
u H, n3mensiercs B npenenax Py, /Pco ~ 0.01-0.04. ITpu
HeoOxoguMocTH KoHreHTpammio CO u H, B cpenme m3me-
asu oT 1 10 1006% (~ 8—80MM pT. CT.) IIpH pa3IMYHBIX
CcOOTHOWEHUsAX Py,/Pco. B 3TuX cilydasx ucnosb3oBain
CJIeyIoNe BOCCTAaHOBUTEIIbHBIC TOOABKU:

— CO; TexHHYECKON UYHCTOTH], KOTOpas B pe3yJibTaTe pe-
akmuu rasudukammu yrieponpa: C + CO, = 2CO sBasiercs
ucrounukom CO;

— OSTWIOBHI CHUPT, KOTOPHI siBisieTcst MctouHukoM CO
1 Hp;

— XUMHYECKU YUCTHI BOOOPOJ, MOTYyYESHHBI IIPH TOMOLIN
reHepaTopa Bogopoma I'B-6.

Da30BHII COCTaB INPHUIIOBEPXHOCTHOTO CJI0S1 00pasmoB
OTIPENIETISICST PEHTTEHOBCKMM (ha30BBIM aHAIN30M Ha MH-
¢paxromerpe JPOH-1.5 B CuK) r-m3mydennn (MOHOXpO-
marop — muporpadur (002)) mo cxeme 6—20. Cosep-
IICHCTBO CTPYKTYPHl IOJYYCHHBIX IUICHOK OIpEHesIsyIoch
METO/IOM KpHBBIX KadaHus Ha gudpaktomerpe J[POH-3
B CuKa-m3nydennun (moHoxpomarop — Ge (002)) mo
cxeme 0—20.

Moposorust moBepxXHOCTH 00pasIOB 0 U MOCJIe TPaHC-
(dopManmy HCcIeoBajach NPH IMOMOIIM CKaHUPYIOIIETO
3oHHOBOro Mukpockora Solver PRO ¢upmer NT-MDT B
KOHTaKTHOM PEKHAME METOIOM MOCTOSTHHOUN CHJIBI U CKaHH-
PYIOIIETO 3JIeKTPOHHOTO MHUKpockoma JSM-6390 LV.

CocTaB TOBEpPXHOCTH OOPA3IOB ONPEessId METOIOM
PEHTTEHOBCKOH (POTOIIEKTPOHHOI CIIEKTPOCKOIMH Ha CIIEK-
TpomeTpe XSAM-800 Kratos. Bakyym B kamepe mpubopa
6bu1 1078 MM PT. cT. DOTO3IEKTPOHBI BO3OYKnaIich MgK -
mnygeHneM (hv = 1253.65B). CocraB moBepxHOCTH 00-
pasIoB OMNpefessuICs IO OTHOIICHWIO IUIOINAnei JIMHUN
Ols, Al2p, Nls oCTOBHBIX O0OJIOYEK C Y4YEeTOM KO3(-
(ULIEHTOB 1yBCTBUTEIIBHOCTH. TOJIIMHA aHAIU3UPYEMOTO
ciod ~ 5 HM.

3. OKcnepumeHTanbHble pe3ynbTaThbl
n nx obecyxpeHue

Hns1 ompenesieHus ycjioBUI 0Opa3oBaHUS HUTPUAA aJlio-
muHHA B cucreme Al,O3—N,;—CO B guana3oHe TeMmnepaTtyp
or 1200 mo 1500°C ObuM TPOBENEHH TEPMOAMHAMUYC-
ckue pacueTtsl. Bymmsame H; Ha mpomecc BOCCTaHOBIJICHUS
HE paccMaTpHBaJIOCh BCJICACTBHE MaJIOTO COINCpPIKaHUSA €ro
B atMmochepe omxura (<0.00106%). B obmem Bume pe-
aKIUs BOCCTAHOBJICHHS camupa ¢ oOpa3oBaHHEM HUTpUAA
ATIOMIHUS BBITJISIIAT TaK

AL O3(tB) + 3CO(r) + Na(r) = 2AIN(1B) + 3CO1(1). (1)

OO0pa3oBaHne OKCHHUTpHUA aJIOMHHHUSI PacCMaTpUBAJIOCh
[0 peaKuu

7 - AlL,O3 (TB) + 3CO(1") + Ny (F)
= 2[(AIN) . 3(A1203)](TB) + 3C02(F). (2)

5*
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TepMonuHAMIYECKUEe KOHCTAHTHI B3SIThl U3 JIATEPATYPHBIX
UCTOYHUKOB [4-6]. Ha ocHOBaHUM pe3y/IbTaTOB PacdCTOB
cBoGomHO# sHeprun [mG6ca s peakimit (1) m (2) mo-
CTpoeH TpaduK 3aBUCHMOCTH COCTaBa MPUIIOBEPXHOCTHOIO
cios candupa ot koHneHTpauun CO B atMochepe oTxura
(puc. 1).

ITociie BOCCTaHOBHTEIPHOIO OTIKHMIa Ha MOBEPXHOCTH
camnupoBbIX 00pasloB 00pasyeTcsi IO HUTPHAA aIOMU-
HHAA C TEKCAarOHAJIbHOU CTPYKTYPOM BIOPTLMTA C IIEPUOIOM
pemerkn a ~ 3.111, ¢ ~ 4.985A.
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Puc. 1. CocraB TpaHCHOPMHUPOBAHHOIO MOBEPXHOCTHOTO CJIOSI
B 3aucmMmoctd oT yenosmit omxura (T, Pco): 1 — ALOs,
2 — AIN, 3 — Al;OgN, 4 — AIN + Al;09N.
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Puc. 2. ItpuxpeHTreHorpaMMa IUICHKH HUTPUNA AJTIOMUHHS,
nosydenHoit ipu 1400°C B aTtMocdepe a30Ta Mpy KOHIEHTPALMAK
CO < 0.106%. Bpemst omxura 10 4. Opuenrarms o6pasua (0001)
¢ otsioneHneM ocu (0001) or Hopmam k moBepxHocTH 1°.
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[TneHKN XapaKTepH3YIOTCS OCTPOM TEKCTYpoil (pHc. 2), To-
JIlymnupuHa KpuBoi kadanus — oT 0.3 mo 2° B 3aBUCHUMOCTH
OT YCJIOBHH OTHKHIa.

B pesynbrare peHTreHOrpaduYecKix UCCIIeNOBAHUIA TEK-
cryp (001) ¢asel HUTpHAAa aTIOMUHAS Ha HOBEPXHOCTH
(0001) camdupa ycranosieHo, 4To och C (asel HUTpUIA
ATIOMUHHUSA COBIAfaeT C OCblo C KPUCTATIMIECKON PEIeTKN
KOpYHZla, TIpU4eM pemeTka (asbl HUTpUAA B IUIOCKOCTH
Hasmca moBepHyTa Bokpyr ocu C Ha 30° (puc. 3).

OKCIepUMEeHTaJIbHO NOJTy4eHHbIE JaHHbIE O (ha30BOM CO-
CTaBe IOBEPXHOCTHOIO CJIOSl OTOMCOKEHHBIX 00pa3LioB XOPo-
IO COIJIACYIOTCSI C TEOPETHYeCKHMMH pacdetamu (puc. 1).
Tak, npu temneparype orxura 1400°C u KoOHLEHTpaluu
CO = 5006% obpa3oBaHus IUIEHKH HUTpPUA JTIOMHUHHS HE

Puc. 3. CornacoBaHne KpUCTQUIMYECKHX PEIIETOK KOpYyHNA
U HATPHIA AJTIOMMHUSL.

Puc. 4. Tlosepxnoctp o6pasua (10 x 10 MKM), OTOMOKEHHOTO MPH
1400°C B artmocdepe asora mpu kouientpammu CO = 506%.
Bpemst omxura 10 4. Opuenrarmst (0001), otxiionenue ocu (0001)
OT HOPMAaJIX K MOBepXHOCTH 4°.

Puc. 5. IlosepxHocts mreHkn AIN (14 x 14 MkM), mHOJTydYeH-
Hoit mpu 1400°C B arMmocdepe asoTa MpPH KOHIEHTPAIUA
CO < 0.106%. Bpemst omxura 10 1. OpuenTauust o6pasua (0001).
Orxstonenne ocu (0001) ot HOpMam K moBepxHOCTH 2°.

0 | | | |

1 5 10 15
t,h

Puc. 6. 3asucuMocTh TONIMHBI IUICHOK (/) M COOTHOLICHHS
N/Al (2) B mOBEpXHOCTHOM CJI0€ OOpA3LOB OT BPEMCHH OTIKHIA.
T = 1500°C, cpema — asor ¢ konuenrparmein CO 0.2—1.0 06%.

IIPOUCXOANJIO, a HAOJIIOAJIOCh TPaBJIEHUE OBEPXHOCTU 00-
pasua (puc. 4).

IlonyueHHble IUIEHKM MMEIOT IIEpOXOBaToCTb R, Ha
ypoBHe 3 HM IpH IIEPOXOBATOCTU IOBEPXHOCTH R, HC-
xomHOro obpasua 2uM (puc. 5). MakponedexroB Ha mo-
BEPXHOCTH IJICHOK He oOHapykeHo. TosmuHa moaydaeMbIx
IJIEHOK C POCTOM TeMnepaTypsl oTxura ot 1200 no 1500°C
yBermuuBaeTcd oT 10HM o 2MmkMm. Ilpu yBenudeHuu Bpe-
MeHHU oTxura cpbiie 104 ToMmuHA IUIEHKA HEe U3MEHsAeT-
cs (puc. 6). MeTogoM pPEHTTEHOBCKON (OTOICKTPOHHON
CIIEKTPOCKOINH OIPENeIeHO COOTHOLICHHE a30T / aJTIOMUHHI
B HOBEPXHOCTHOM CJIO€ OTOMOKCHBIX 00pasimoB (puc. 6).
ITapabomyeckuil BUL KPUBBIX Ha PUC. 6 CBUIETEJILCTBYET O
1 dy3noHHOM MexaHu3Me (pOpMHUPOBAHUSA HA €ro IoBepX-
HOCTH IUIEHKH HUTPUJA aJIIOMUHUSL

4. 3aknioyeHue
METOI[OM TepMOXI/IMH‘IeCKOﬁ HI/ITpI/II[I/IBa]_II/II/I can(bnpa

B atMocdepe asoTa c¢ copepxanueM CO ot 0.1 mo 5006%
B auanasoHe Temneparyp 1200—1500°C mosay4yeHbl TEKCTY-
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pUpOBaHHBIE IUICHKM HUTpuAa aioMuHuA. COBEpIICHCTBO
CTPYKTYpHl IUICHOK B 3aBUCHMOCTU OT YCJIOBHH OTXHIa
XapakTepusyeTcs MOJYMHUPHHON KpuBoil kadanusg oT 0.3
o 2°. YcraHoBjieHa NapabosiTyecKas 3aBUCHMOCTb TOJI-
IMWHBI TJICHOK W CONCP)KaHWs B HUX a30Ta OT BPEMEHH
OTXKUTA, YTO CBUJICTEJILCTBYET O AU (Py3OHHOM MEXaHU3Me
(opMupOBaHMS IUICHKH HUTpPUA ATIOMUHHSA. YKa3aHHbINA
METOl NPOCT B peajM3alliy, He TpeOyeT HCIIOIb30BaHUS
AOPOrOCTOSIIEro 00OPYIOBaHUSA U TOKCUYHBIX PEareHTOB.
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Peoaxmop JILB. beaskos

Formation of aluminum nitride textured
films by the method of thermochemical
nitridation of sapphire

Kh.Sh-o. Kaltaev, N.S. Sidel'nikova, S.V. Nizhankovskiy,
A.Y. Dan’ko, M.A. Rom, P.V. Mateychenko,
M.V. Dobrotvorskaya, A.T. Budnikov

Institute for Single Crystals,
National Academy of Sciences of Ukraine,
61001 Kharkiv, Ukraine

Abstract Possibility of formation of aluminum nitride textures
films by thermochemical nitridation of sapphire in the temperature
range 1200—1500°C in the atmosphere of nitrogen with containing
of CO 0.1 to 5vol% is shown. The diffusive mechanism of
aluminum nitride film formation on the sapphire surface under
reducing media is established.
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