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OBPA30OBAHUE AJIMA3OIIOJOBHOI ®A3bl, COITYTCTBYIOIIEE
DJIEKTPOJAYIOBOMY CHUHTE3Y ®VYJIEPEHOB

© C.M. Ky3pmus, B.B.Ky3neuos, A.M. Koukep

Hucruryt xuMun pactsopoB PAH, UsanoBo
VBaHOBCKHiT ToCy/apCTBEHHbIH XHMHKO-TEXHOIOTHYCCKUNA YHHBEPCHTET

ITocrymwio B Pemaxumio 26 anpens 2006 r.

Hecenedosano obpasosanue npo3pauHvlx KPUCTQIININGS, BKIIOYEHHBIX 8 0CAAHCOeHHbIll cybcmpam, nonyuae-
Mblil 8 peaxmope 0y206020 cunmesa @yinepenos. IIposeden penmzenocmpykmypHultll anaius cybcmpama.

BHuMaHHe K MOHO- H IOJMKPHCTAIIHICCKHM aIMa3o-
NoJAOOHBIM MaTepHUaTaM OTPEACIACTCS YHHKAJLHBIMH
cBolicTBaMu 3THX MarepuanoB. CHHTe3 TaKHX MaTepHa-
JIOB OCYIHECTBISEOT KaK XHMHYECKHM OCa’kKICHHEM Ha
ropgayo (800-1200 K) momnoxky (CVD-meron), Tak
M H3MCHCHHEM CTPYKTYPBI YITICPOJa B YCIOBHUSX BBICO-
KHX TeMIepaTypsl u jaBneHus. Morexymst ¢ymiepena
MOTYT ObITh UCIIOTB30BaHBI B KAYECTBE HCXOAHOIO YIJIE-
PONHOrO MaTepHala KaK B IEPBOM, TaK H BO BTOPOM
MOAXOAC K CHHTE3Y amMasornopo0HbIXx cTpykTyp [l, 2].

Lems Hacrosmei paboThl — HCCIEMOBaTH ITPOILIECCHI
(hopMHUPOBAHNS PA3THYHLIX (opM YIJIEpoRa MpH HYro-
BOM PACHBUICHHH rpadUTOBOFO CTEPXKHS, a TaKXKe oIpe-
JETHTh HeoOX0MMBIe YCITOBHS JUI 00pa3oBaHHA ajMa-
30T0JXO0HONH CTPYKTYPBHI.

SKCﬂepHMeHTaHLHaﬂ qacTh

B peaxTope I IICKTPOIYTOBOTO CHHTE3a (PyJUIEPEHOB
(puc. 1) pacronarami HEOXTaXJaceMyl0 METAIDIHYECKYIO
moAmoxKy / Ha paccTossHuM 1-10 cM oT myru. B kauecr-
BE 3JICKTPO/Ia HUCITONMH30BANIH MPAMOYIoJIbHbIE TpaduTO-

BbIC CTEPKHH IIMHOM 10 cM, cedeHeM oT 2x4 10 4x6 MM.

DIeKTPOo OTKUTAIH MPOIMYyCKaHUEM MOCTOSHHOIO TOKa
pemauHoi 50-70 A depe3 KOPOTKO3aMKHYTBIE JJIEKTPO-
IBl B TedcHHe 8-10 4 mpHU oCTaTOYHOM JIABIEHHH B pe-
aKTope B Ipejenax 1072 Ila wm B aTMocdepe rems.
PaGouce maBienne 2-10* [Ta obecriedMBaeT MaKCHMAIIb-
HBIH BBIXOJ (hy/UIEpPEeHOB U JaHHOTO peakTopa. B mpo-
1Iecce pachbUIeHHS TOK AYyTrH cocTaBisl 100-150 A npn
HaIpsSH)KCHUU Ha pa3psamHoM npomMexyrtke 20-25 B. Bpe-
M pacnbiieHus 10-15 mua. OxoHdaHHe Mpoliecca pac-
MBUTEHUA OTPENETI BU3YaJILHO.

OcaxaeMblli Ha MOMIOKKY cyOCTpaT aHaIM3HPOBAIH
merogaMu PCA m muxpodoTorpaduu. PeHTreHOCTpYK-
TYPHBIE HCCJICMOBAHHA NPOBOIUIH Ha PEHTICHOBCKOM
madpaxromerpe JPOH-YMI (usimydenne Moy , MOHO-
XpOMaTH3HPOBaHHOE Zr GHUILTPOM), MOJCPHH3UPOBAH-
HOM JuIs paboThl ¢ BEINECTBAMH B KOHIECHCHPOBaHHOM
M [ONHKPHCTAIUTHYECKOM COCTOSIHHSX C BO3MOKHOCTBIO

Taommma 1

Bmugnaue MarTepuaia IoI0KKH H pacCTOAHNE OT 30HbI
HCITapCHUA rpaQ)nTa J0 TMOJJIOXKKH Ha BO3MOXHOCTD
06pa3013a1m$1 KPHCTAJUINTOB

Marepuan Paccrosinue ot nqyru | Hanmuune xprcrai-
HOJIOKKH JIO MOMJIOXKKH, cM | JHTOB B cyberpare
Meap 1 Her
3 »
10 »
AJmoMuHHii 1 Her'
(pomnbra) 5 Ha
10 Her
OLIHHKOBaHHOE 1 Her""
xene3o 3 Ja
10 Her

*

[Tognoxxa pacliaBHIach.
*¥

Cybcerpar He ofpasyercs.

MOJIy4eHUS JUQpaKTOrpaMM B JianasoHe yrios 0 1-50°
no cxeme Jlebas-Ileppepa.

AHam3 pe3yibTaToB, NPUBEACHHBIX B Tabl. 1, mo3so-
JIeT BPEMTONIOXUTb, 4TO 00pa3oBaHHE KPHCTaLTHTOB
(pHc. 2) ompenensaeTcs KaKk MaTepHalIoM MOJUIOKKH, TaK
H PAacCTOSHHEM OT 30HBI HCHApeHHs rpadura ao Moi-
70kkH. TIpu 3TOM KPHTHYECKHM NMapaMeTpoM Mpoiiecca
MOJXET 0Ka3aThCd: a) COCTaB YIIIEPOJHOIO Mapa BOIH3U
[IOI0KKH, 0) TeMItepaTypa HOIJIOXKKH, B) HaIHYHeE oda-
rOB PacIUIaBICHHOTO METallIa Ha MOBEPXHOCTH IMOIIOXK-
KH, T') XMMH3M B32HMOJICIICTBHS YITIEpOa C MaTEPHAJIOM
TTOIIOKKH.

dopMHpOBaHHE CcOCTaBa YIIEPOJHOIO Iapa BOMHM3H
MOJUTOKKH 00YCIOBICHO cleqylomuMu ¢akTopamu. Hc-
MmapsAcMblil IyrOBbIM CocoOoM rpadHT 00palyeT MOTOK
VIVIEPOHOro apa, B KOTOPOM NpOoTeKaeT MpoLecc KOH-
JeHcaIH KaacTepoB yriepona. [IpH aToM cocTas mapa
onpeenaercs mpoueccaMu [3]: meppas crapus — Ci+Cj -
— C,, rae ij — nensle uKcna ot 2 fo k/2; Bropas cra-
ma - C,; + Cy, = Cg.
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Puc. 1. Cxema sKcrnepHMEHTalIbHOIl YCTaHOBKH.
1 — nopnoxka, 2 — oTpaxareib, 3 — OXJIaXAAIOIHI KOHTYP,
4 — rpaduToBbIe CTEPXKHH, 5 — MHKPOJIH(T, 6 — BaKyyMHbII
KOJaK, 7 — BAKYYMHBIH 1ocT, 8 — MaHOMeTp, 9 — HaTeKaTellb,
10 — 6ok nuTaHus paspsiaa, 1/ — BonbT™MeTp, /2 — aMnepMerp,
13 — ToxoBeayiast mranra, /4 — 6J0K nHTaHHs MHKpoiaHdTa,
15 — BakyyMHblil KpaH, /6 — OayuIOH C TeJHeM.

:

Puc. 2. Mukpocdororpadust (HeraruB) THIHYHOroO cyberpara
M0 OKOHYAHHH IIpoliecca CHHTE3a.
Cmpenxkamu yKa3aHbl KPHCTAJUINTBI.

[TpoTekaHue odpaTHOro TMpoliecca — pacmaj Koiebda-
TEIbHO BO30YKICHHBIX KJIACTEPOB IOJIABILIETCS 3a CYET
repesayd  BO30YXKJIEHHS aToMaM MHEPTHOIO rasa B
CTOJIKHOBEHHSX.

ABTOpbI pabdoThl [4] oneHHIH 001acTh HOPMHPOBAHHS
¢dywiepena C60 pasMepoM 30HBI MPHOIM3UTENLHO 2.5 cM,
BpeMs INPOTEKaHUs MPolieccoB oOpa3oBaHMs Kilacrepa
Coo — ~2.5107* ¢ IpU CKOPOCTH Iapa B CTPye OKOJIO

10* em-c”!. B cooTBeTCTBHE ¢ ITHM pacCTOSHHS OT 06-
JACTH HcHapeHus rpadura 1o MoJUI0KKH BbIOpaHbI Ta-
KHM 00pa3oM, YTOOBI cOCTaB YIVICPO/HOIO Mapa BOIM3H
IMOJUTOKKH CYIECTBEHHO pa3zimyalcs. B gacrHocTH, OH
IIPEJICTABIICH CYIIECTBEHHO Pa3JIM4alONIMMHCS IO CBOIiC-
TBaM YaCTHIIAMU: MaJbIMH YIVIEPOIHBIMU (pparMeHTaMH
(1 ¢M OT 30HBI HCHAPEHHS), «TOPSTYHMI» (YILUIEPEHOBDI-
MH 1 HedYIUIEPEHOBBIMH KIacTepaMH (3 ¢M OT 30HBI HC-
MapeHus), «XOIOJHbIMI» KiracTtepaMHd (10 ¢cM OT 30HEI
HCTIapeHHs).

OTcyTCTBHE KPUCTAIUTMTOB MIPU JTOCTATOYHOM YIaJICHHH
I10JUTOKKH, Ha HaUl B3IJII, CBUJICTEILCTBYET O TOM, YTO
uxX GopMHpoBaHHE MPOUCXOIUT Ha MOJIOKKE, a HE B ra-
30BOH (pase. Takoe IMoIOKEHHE BeIei aemaeT HabIIxo-
JaeMplif mporiece poacTBeHHbIM CVD-MeToy. ABTOPBI
pa6otbl [5] oTMedaroT (opMHpPOBAHHME PAa3IHYHBIX
CTPYKTYP B 3aBHCHMOCTH OT COCTaBa raza M TeMIlepa-
TYphI IMOJUIOKKH U YKa3bIBAIOT HHTEPBAJ TeMIEPaTyp
roamoxku (800-1000°C) u KOHIGHTpalMid YIJIIEBOJOPO-
Ja (He oomee 5%) i a¢dekTHBHOrO 0OpazoBaHus al-
Masza. MOXHO TIPEIIIoN0KHTh, YTO, pacrojaras Ioj-
JOKKY Ha PAcCTOSHHH 3 CM OT JYr'H, MOJIYYHUM CoIlla-
CyrolHecst ¢ JIaHHBIMH [5] XapaKTepHCTHKH Ipoliecca.
B wacTHOCTH, MOXHO VTBEpXJaTh, 4TO TeMIEpaTypa
MOJUIOXKKH 3aMETHO TPEBOCXOJUT TEMIIEpaTypy ILIaB-
JICHHS IIMHKA JUTS SKCIICPHMEHTA ¢ OLMHKOBAHHBIM JKe-
Je30M B KauyecTBC MaTepHalla IOJUIOKKH JUIS Paccros-
HUS OT 30HBI HcmapeHus rpagura 1 u 3 oM.

Haimume Ha Mcrmonb3yeMoil MoIIokKKe HEHTPOB HyKIIea-
UK SBJISIETCS BaXHBIM (akTopoM It 0b6pasoBaHHA
KpHCTaTHTOB aiMaza. Hanbosee yacTo B KavecTBe Ta-
KOI'0 LEHTPA BBICTYIAET COOTBETCTBYIONHI KapOus (Ha-
npumep, SiC, odpasyromuiicas Ha KPEMHHEBOMH I10JUI0XKKE
[6]). B mccimemyeMoM ciydae XUMHYECKHE CBOMCTBA MOJ-
JI0KKH 3aMETHO pasimdarTcs. B crydae amoMuHus [7]
MOXKHO OXHJIaTh Kak (OpMHPOBaHHS KOMIIO3HLIMOH-
Horo Matepuana Al/Cg,, Tak U obpa3oBaHus KapOuja
Al,C,. Iunk [8] mocTaToyHO JIerko o0pa3yeT Kapbui
ZnC,. B mpoTuBOBEC ITOMY MEIb B3aUMOJICHCTBYET C
yrirepogoM ¢ tpyaom [9-11]. D10, mo-BHAUMOMY, OJHH
13 (aKTOpPOB, HE MO3BOILIONHMX chOPMHPOBATHLCSA KPHC-
TaJUIMTaM Ha MEIHOH IOJUIOXKKE.

[TpencraBineHHbie Ha pHCc. 3 JaudpakTOrpaMMbl Xapak-
TEPU3YIOT H3MEHEHHE CTPYKTYPbI YIJIEPOJHOI0 MaTEpH-
aja B Tporiecce dsKenepuMmeHTa. CormocTaBiIeHHE JKCIIe-
PUMEHTAIbHO MOIYYCHHBIX TH(paKkTorpaMM ¢ JIMTEpa-
TYPHBIMH JaHHBIMH NpHBEeHO B Tabul. 2. Jlerko same-
THTb, YTO HCXOJHBII YIIepoHblii MaTepuan (audpax-
TorpaMma /) COOTBETCTIBYET Ipadury, IIsi KOTOPOIro
XapaKTepHO HaJIH4Me JU(PaKIHOHHOIO MaKCHMyMa Ha-
HOoNbIIEll HMHTEHCHBHOCTH OT Iurockoctn 002 (Mex-
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Puc 3. TudpaxrorpaMMbl, XapakTepU3yIOlIie H3MEHEeHHE IIPH-
POIbI  VITIEPOJHOrO MaTepHana B IPOLIECCE IKCIIEPHMEHTa.
A — HHTeHCHBHOCTb (OTH. €11.), O — yrox audpakuuu (rpajm).
1 — ucxoaublil rpadur; 2 — cyGerpar, coOpaHHbIH ¢ HEOXIax-

J1aeMoii OLIMHKOBAHHOM MJIacTHHBI; 3 — cyOcTpar rocie OTXHIa.

nockocTHoe paccrosHue 0.336 HM Habmogaercs MpH
yrae 6 12.2°). TudpaxrorpaMma 2 COOTBETCTBYET pac-
NbUIEHHOMY B YCIOBHAX 3KCIIEPHMEHTa cybcTpaty, co-
OpaHHOMY ¢ HEOXIIaXKJaeMOH OLIMHKOBAHHON IIACTHHBI.
OueBHIHO, YTO CYOCTPAT COCTOMT M3 CMECH Pa3IMYHbIX
dopM yriepoga. B cormacum ¢ IMTEpAaTYPHBIMH JIaH-
HbIMH [12] muppaxTorpaMma 2 coJepKUT OOMIMPHOE ra-
10 amop(HOro yriepoja, Ha KOTOPOM IMPOSBILIOTCH
JU(PaKIMOHHbIE MAaKCHMYMBl Malloii HHTCHCHBHOCTH.
Hamupe muxa mpu 12.2° MOXHO CBS3aTh C MPHCYTCT-
BHEM B cybcTpaTe MepeKpHCTaILIM30BaHHOro rpadmura.
OTMETHM, 9TO COOTHOINCHHE HHTCHCHBHOCTEH pediek-
coB mpu 12.2 u 20.5° I pacmbUIeHHOro cybcTparta 3a-
METHO OTJIMYAeTcs OT JAHHOIO COOTHONICHHS U1 HC-
xojHoro rpadmura. 3aMeTHOE YBEIMYCHHE OTHOCHTCIIb-
HOM HMHTEHCHBHOCTH pediaexca mpH 20.5° (MEXKIUIOCKOCT-
Hoe paccrosaue 0.203 M i 101 muockocTu rpagura
u 0.206 aM g 111 mIocKocTH anMas’a) MOXET yKasbl-
BaTh Ha IMOSBJICHUE aMa30moK000HO0H (a3bl B IIOTy4YCH-
HoM cy6crpare. Hamrame B cybeTpate (yILICpeHOBOM
¢pakumu nokaszaHo pasee [13-15] MeTogaMH CIEKTPO-
merpun, BOXX u Mmacc-cekTpoMerpun. IIpHcyTcTBHE
B cyOcTpaTe HEyHNOPSIOYEHHBIX (yIUICPEHOB INpPOSBIIA-
ercsi B BHJE IUieda Ha judpakTorpamme 2 B obiactu
3.3-5.7° (d = 0.715-1.233 uwm) [7, 16]. [IposBicHHE MaK-
CHMYMOB IIOCIe OTXHMra cyOcrpaTa Ha BO3JyXe IpH
500°C cBS3aHO ¢ YACTHYHBIM YJAJICHHEM (3@ CYET OKHC-
JTeHHS M TIEPECTPONKH CTPYKTYPhI) aMop(HOH (PpaKimH
yriaepoma. KpoMe Toro, MmpouLecc OTXHIa, Kak BHIHO
U3 PpeHTreHorpaMMbl obpasima 3, COMPOBOXIACTCA
yMeHbINEHHeM 10 (yIUTepeHoBoH (paxiim yriepoja
B obpasie. Jloms rpadMTH3MPOBAHHOIO YIjepoja, Ha-
NpoOTHB, 3aMeTHO BospacraeT. ['padurusams pasimrd-
HBIX (POPM YITIEPOJIa, SBILICTCS, TIO-BHIMMOMY, HanboIee
4acThIM PE3yAbTaTOM IPOLIECCOB OTXKHIA YIIIEPOJHOro
matepuaina [17]. Habop pediekcos cyberpaTa mocie oT-
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)KHTa 4acTHYHO MPUHAUICKUT pPa3HbIM (opMaM KpHc-
TaJUIMYECKoro yriepomaa (Tadi. 2). HeeMoTpsa Ha orpoM-
HOE KOJIMYECTBO pas3iyHbIX GopM yriepoja, ps MHKOB
B obmactu 14-18 u 26-32° MOXHO cBSI3aTh ¢ 0OpasoBa-
HHEeM okcuga ImHKa ZnO (rekcaroHalbHas peleTKa
a = 0.325 uM, ¢ = 0.52 HM corJIacHO JaHHBIM padot [18,
19] 1 Tabmupr JCPDS N 36-1451). O6pa3zoBanue JaH-
HOI'O TpPOJYKTa, SBIIOIIEIOCS H3BECTHBIM O€IbIM ITHI-
MEHTOM, H3MEHSECT I[BET OTOXIKEHHOro o0pa3sna M Koc-
BEHHO TIOJTBEPKIAET MPUBEIECHHBIE BHIIC PACCYKICHHA
00 yyacTHM IIMHKa B 00pa30BaHUHM 3apOJbIICi Kpuc-
TaJUIMTOB.

Taomna 2

MEXIUTOCKOCTHBIE paccTodaHud H HMHTCHCHBHOCTH
zmd)pammom-mx JIMHUIA YIIIEPOHBIX MaTEpHAIOB

O6paselt % D, uM 4 hkl
rpaf OTH.e[I.
1 (ucxon- 12:2 0.336 90 002 rpadur
HbIi 20.5 0.2027 15 101 rpadur
rpadur) 25.1 0.1674 6 004 rpadut
355 0.1223 6 110 rpadur
37.8 0.1158 6 112 rpadur
2 (pacmel- | 3.3-5.7 0.715- - -
JICHHBIH 1,233
cyber- 12.2 0.336 5 002 rpadur
par) 20.5 0.2027 4 101 rpadut+
+111 anmas
3 (oTox- 12.2 0.336 62 002 rpadut
XKEHHbII 14.9 0.276 9 -
cyber- 17 0.243 23 -
par) 20.5 0.2027 12 101 rpadur+
+111 anma3s
22.5 0.185 4?7 -
253 0.166 4 004 rpadut?
26.5 0.159 6 -
29.4 0.145 5.5 -
31.5 0.136 8 -
35.5 0.1223 3 110 rpadur
37.8 0.1158 3 112 rpadur
I'padur 0.336 100 002
(Tabauia 0.203 50 101
ASTMN 0.1678 80 004
Ne 23-65) 0.1232 30 110
0.1158 50 112
0.0994 40 114+106
0.0829 40 116
Anmas 0.206 100 111
(rabnuua 0.1261 27 220
ASTM 0.10754 16 311
N 6-0675) 0.08182 15 331
Xaour 0.447 100 110
(rabnuua 0.426 100 111
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Tabmmua 2 (npodondxcenue)

Ob6pasen o D, uM 4, hkl
rpaj OTH.efL.

ASTMN 0.412 80 103

22-1069) 0.371 40 201
0.322 40 104
0.303 60 203
0.294 20 210
0.255 60 310
0.246 40 213
0.228 60 205
0.224 40 220
0.21 40 304
0.1985 20 306
0.191 20 401
0.1456 20 227
0.137 20 416+228
0.1289 20 6004506
0.126 20 336
0.1197 40 337+523
0.1184 40 427

IMpoBejieHHBI aHaMH3 TUQPAKTOrpaMM € JOCTaTOYHOM
CTENEHBI BEPOSTHOCTU MO3BONISET MPEATIONOXKHTD, YTO
Ha0II0JaeMbIe B PACIBUIEHHOM CYOCTpaTe KPHCTAIUIATHI
ABISFOTCA anMasorogobHol (pakuueit yriepoga. Koc-
BEHHBIM TIOATBEPKICHHEM 3TOMY MOIYT CIIyXWThb BBI-
COKHil moKa3aTellb NMPETOMIICHHA M BbICOKas TBEPAOCTDH
TIOTYYEHHBIX KPHCTAUTOB. Vi3sMepeHHBIH 1o Habopy
dotorpaduii cpemHHUH pasMep KPHCTAUIMTOB COCTaBUIL
oxomo 0.05 MM. YUuTBIBas, YTO NIHTENMLHOCTD JYFOBOT0O
PACIBUICHHS HCXOTHOro IpadMTOBOTO CTEPXKHI OKOIIO
10 MHH, MOXHO OIICHHTb CKOPOCTb POCTa KPHMCTAaJUTH-
TOB, KOTOpas cocraBuia npuomasurensHo 0.3 MM-uL
Takas CKOpPOCTb pocTa KPHCTasla SBIMETCA aHOMaIbHO
BBICOKOH, TaK Kax 0OBIYHO JUII aMa30mo o0HoH CIpyK-
Typbl OHa He IHpesnimaer 10 mrM-a~! [20]. Bosee Bbico-
Kas CKOPOCTh Tpoliecca oGpa3oBaHHs amMa3oIoxo6HoH
(a3nl B JTAHHOM cIydae MOXKET ObITh BBI3BAHA HAJIAYHEM
(QyUIcpeHOB B YIUIEPOJHOM I1ape, OCaXZacMOM Ha
IO IJIOKKY.

BriBoabl

IMoka3aHo, 4TO MEPEXof VIIEepoia B ajMa3onoxobyro
a3y MOXET COMYTCTBOBAThH 3NEKTPOTYTOBOMY CHHTE3Y
dynnepenos. O6pa3oBaHHE KPHCTAIUIMTOB (CPCAHISL CKO-
pocth pocta xpucraamara 0.3 MM-4"') 3aBHCHT OT Ma-

TepHala TONIOKKH H PACCTOSHUA IMOIOKKH OT 30HBI
ucnapenmns rpagura. CorracHoO KaueCTBEHHBIM OLIEHKaM
KPHCTAIUTUTBI CO CPeTHUM pasMepoM okoo 0.05 MM 06-
JAJAI0T BBHICOKOH TBEPAOCTHIO H BBHICOKHM IIOKA3aTElEM
TIPETOMITCHHA.
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