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Annoramus. IIpogemMoHCTpupoBaHa METOAMKA TOJYYEHHUS OKCUIOB BaHAIUA
Pa3JIMUHBIX CTEXHMOMETPHUM M3 HU3O0MPOINMOKCHUJA BaHAAWIa METOJOM XUMHYECKOTO
napodazHoro ocaxaeHus. [lomydeHbl pa3TuyHbIE OKCHUIBI BaHAgus W3 psna
MarHemmm B BUIE TOHKOIUIEHOYHBIX TIOKPHITHH Ha IMOBEPXHOCTH KPEMHHS U
candupa. Hanecéunsie B armocepe aprouna npu temmeparypax ot 220 °C go 290 °C
MOKPBITHS OIICHUBAIKCH MO CHEKTPaM MPOMYCKaHUsl, KOMOWHAIIMOHHOTO PacCesHUs
U PEHTICHOBCKOW audpakinud. B CHHTE3MpPOBAHHBIX TOJyaMOP(HBIX CTPYKTypax
obHapyxeHo getsipe okcua (VsOs, VO,, V6013, V205) ¢ pa3sHBIM HX COOTHOIIICHHUEM.
B psine oOpa3ioB NOKpHITUH HAa KPEMHHUEBBIX MOIIOKKAX Mpu Temiepatype 69 °C
3aukcupoBaH (Pa3oBbI TEpexoJ BTOPOTO poOJia CO CKAUYKOM DIIEKTPUYECKOIO
conportusieHus 10 10 pas.
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BBenenue

Oxkcunapl BaHAAMS HAILIM TMPUMEHEHHE B OOJIBIIOM YHucie obnacTeit
Haykd U TexHuku [1-3]. [IpukiagHoil M Hay4yHBId MHTEPEC K 3TUM COEIUHEHUAM
B TIEPBYI0 OYe€pelb BbI3BAH HMX YHUKAJIBHONH OCOOCHHOCTBIO TMpETepIeBaTh
¢dazoBeIli TIepexoy; MmoynpoBogHUK-MeTal (MIT), compoBOXIarOMMACS pPEe3KUM
U3MEHCHHEM DJICKTPUYECKOH TIMPOBOJAMMOCTA M  ONTHUYECKUX KOHCTaHT [1,4].
biarogapst 3ToMy OKCHABI BaHaJWs aKTUBHO MPUMEHSIOTCS B KQUECTBE aHTEHH [5],
bunbTpoB [6], 3anmUTHBIX TOKpBITUN [7], MoxynstopoB [3,7]. Ilpu moctuxkeHuu
ONPENEIIEHHON TeMIEepaTyphl, HAIPSHKEHHOCTH DJIEKTPUYECKOTO HIIM ONTUYECKOIO
nojied MOHOKJIMHHas CTPyKTypa IiepecTpauBaeTcs B Oosiee yHOPSAOYEHHYIO
terparoHanbHy0 [1,8]. Ilpm 3TOM, SIEKTPOHHBIE CBOMCTBA THMCTEPE3UCHOIO
CKa4Ka IIPOBOJAMMOCTH CYILIECTBEHHO MEHSAIOTCA B 3aBUCUMOCTH OT HCIIOJB3yEMBIX
MOJJIOKEK, WX OpUEeHTauMuum u cocTtaBa [9-11], cTemeHW KpUCTAITIMYHOCTH
camoro okcuna [4,11,12], a Taxxke NPUCYTCTBUSA JIETYYUX IPUMECEN B CTPYKTYypE
Matepuana [13].

W3-3a mepednciieHHbIX BbIlIe ocoOeHHOcTel psga okcuaoB BaHaaus (VOy)
JUIL UX IIOJIyYEHHs HUCIIOJIB3YIOTCS Pa3JIMYHbIE METOAMKH CHUHTE3a U OCAXKICHWS,
MaKCHMAJIBHO  QJanTUPOBAaHHBIE TOJ  OTHAEJbHBIE  IapaMETpbl  KOHEYHOIO
marepuana [8,9,14]. Ilpu »5ToM OOJBIIMHCTBO pa3pabOTAaHHBIX TEXHOJIOTHMA
MMEIOT CYLIECTBEHHBIE OIpPAaHUYEHHUs Ha TEOMETPUI0O M COCTaB IIOJJIOKEK,
CTEXHMOMETPHUIO TOJYyYaeMbIX CTPYKTYp, TpEOYIOT HCIOJIb30BAaHUE BBICOKHX
TeMIEparyp M HEOOXOAMMOCTh NOJACpXKaHUs HHU3KOTO JaBJICHMS, a TaKkxke
OKHCJIUTEJIbHBIX UIN BOCCTAHOBUTENIBHBIX PEAr€HTOB B 30HE OCAXKIACHUS.

Meton xumudeckoro mnapodasHOro OCaxIACHUS U3 METaUI0OPTaHUYECKUX
coequHenuid (MOCVD) yxxe npumeHsics s MOay4deHus: quokcuaa sanaaus [10,11]
U OTMEYaJOCh, YTO 3Ta TEXHOJIOTHS IMO3BOJIAET MOJy4YaTh OJHOPOJHBIE CTPYKTYPHI
KOHTPOJIMPYEMOW CTEXMOMETPUM M TOJIIMHBI Ha Pa3HOOOpPA3HBIX MOJIOXKKAX
cinoxHoi (Gopmbl. B manHol paGoTe BhepBble H3y4YeH MPSIMOW METOJ MOJIyuYEHUs

Pa3JINYHbIX OKCHAOB BaHAaAWA M3 H3OIIPOIIOKCHUIAA BaHaAIWJId oe3 JOITIOJTHHUTCIIBHBIX
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p€arcHToB B IIPpOHECCC CHHTE3a KW IIOCTPOCTOBOIO OTXKHIA B OKHCJIMTEIbHOU

atMocdepe.
IKCNEPUMEHTHI U Pe3yJIbTAThI

Jl71st HaHeCeHUs! TUIEHOYHOTO TOKPBITUS U3 OKCHUJIOB BaHaIUsl ObLT UCIIOJIb30BAH
Meron MOCVD. HcrouHnkaMy BaHaIus W KHCIOPOJA NPH OCAXACHUH OKCHJIIOB
METajula CIYXXWJIO OTHOCUTEIBHO JIETYy4Ye€ METAJUIOPraHUYECKOE COEIMHEHHE
M30MPOIOKCH]T BaHAJWJa, cojiepkaiiee 00a HEOOXOAMMBIX JJIEMEHTa IS HX
noiy4yeHusi. B KkaudecTBe raza-HOCUTENSI peareHTa HCIOJIb30BaIM aproH BBICOKOM
YHCTOTHI, @ CaM MPOLIECC OCAXACHUS ITPOBOIMIIN IIPU €ro aTMOC(HEPHOM JaBICHUU.

JUisi yBEIWYEHMs] MPOTSDKEHHOCTH 30HBI OCAKICHUS M KOHTpPOJISL €€
BHYTPU KBapLEBOI'O pEaKTopa 4Yepe3 OTAEIbHBbI MyTENpOBOJ  IMOJABANICA
HEOOXOUMBIN JTONOJHUTENBHBIM NOTOK aproHa. Mcmapurenb ¢ MeTalOOPraHUKON
TepMocTaThupoBanu mnpu temmneparype 40 °C, uro obecnedynBano JaBJICHHE NapoOB
okoio 0.29 mbGapp. [ns mpenoTBpalieHuss KOHACHCAIMM peareHTa BCE Ta30BbIC
Maructpanu noaorpeBanu a0 50 °C. Bo Bcex sKCnepuMEHTax JMHEWHAs CKOPOCTb
nmapora3zoBoi cmecu B peaktope coctaBisiia 40 cm/c. CuHTE3 TPOBOAWIM TPU
temneparypax 220...290 °C, a kaudecTBe MNOIJOXKA B PEAKTOpPE pa3Mellaiu
MJI0CKOMAPAJUIENbHYIO IJIACTUHKY MOHOKPUCTAIIIMYECKOTO KpEMHUS MO0 camndupa.

CKOpOCTh ~ OCaXIEHUS TOKPBITUS PACCUMTHIBAIIM M3 €ro  TOJIIUHBI,
ONpeAeNeHHOW 1O  I[apaliHe  Ha  MHTep(QEpPeHLMOHHOM  MHUKPOCKOIIE.
N3-3a  mepekphITUS ~ SMHCCHOHHBIX  JIMHUM  KHCJIOpOJa M BaHaausd
METOJI PEHTT€HOBCKOIO 3HEPrOAMCIEPCHOHHOIO aHAIW3a OKa3aJCsi HE NPUMEHHUM
JUISL  ONpENENEHUS  CTEXMOMETPHUHM  OCAXKJIEHHBIX IUIEHOK. PeHTreHoBckue
IudpakTorpaMMbl  K3-32  BBICOKOHM  aMOP(HOCTH  OCaXIAEHHBIX  MOKPBITHMA
TakK€ HE TO3BOJIWIM ONPEICIUTh MNPUCYTCTBYIOIME B HUX (a3bl M UX
COOTHOIIEHHE. [ JIaBHBIM METOAOM HAIEro aHajiu3a MOJy4aeMbIX MOKPBITUN
CTAJO0 M3y4YEHHE CIEKTPOB KOMOMHAIIMOHHOTO paccesHusi, TMOJy4YeHHas C
HCIIOJIb30BaHUEM PaMaH-JIFOMUHECLIEHTHOT O CIIEKTPOMETPA "MuCnextp",

(A =532 am, momHOocTh = 30 MBT, pasmep nsatHa = 1 mkwm). Ha puc. 1 nokazansl
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pPaMaHOBCKHE CIEKTpbl MOKPbITUH VOX TONMMUHONM OKOJIO 1 MKM, OCaXIEHHBIX

ITPpH PpA3JIMIHBIX TEMIICPATYpPAX HA KPCMHHUCBLIX U CaH(I)I/IpOBI)IX IIOJJIOXKKaX.

V:0s O
VO O
VO: A
Vi0s +
=
Q
T
(-
(o]
5
o
o
I
m
=
=
T
@
T
X

v 1 i I ' | 4 1
200 400 600 800 1000
PamMaHOBCKWI CABUT, CM™'

Puc. 1. Cnextpsl KOMOMHAIIMOHHOTO paccestHust TOKpbITUid V Oy
Ha KPEMHUEBBIX IUIACTUHAX MPU PA3IUYHBIX TEMIIEpaTypax CUHTE3a:

1-220°C,2-238°C,3—-247°C,4-255°C,5-274°C, 6 —289 °C.

Kak BusiHO u3 pucyHka | Bo Bcex CEKTpax NPUCYTCTBYIOT JMHUU XapAKTEPHBIE
171 9eThIpEX okeuaoB BaHaaus [15]: V305 — 191, 221, 282, 492 emt; VO, — 190, 220,
258 cmt; VeOi3 — 162, 840, 874, 927, 1023 cmt; V,0s — 140, 403, 690, 990 cm™.
Jlnst ynoOcTBa Ha pPHCYHKE IMHKH MapKUPOBaHbl TE€OMETPUUYECKUMH (urypamw,
COOTBETCTBYIOIMMH OJHOMY M3 3TUX OKCHA0B. Jlunus okomno 512 cm? cBsasana
C KPEMHHEBOM TOJIOKKOU, €€ MHTCHCUBHOCTb BBICOKAs B MOKPBITHUAX C OOJBIIUM
conepxkanuem (aspl V05 mpo3pauHodt nis jazepHoro w3nmyueHus. [lo mepe
yBennueHus: temreparypsl or 220 nmo 255 °C OTY€TIMBO BUAHO HU3MEHEHUE
COOTHOIICHHSI MEXAy cojepkanueM OCHOBHBIX ¢a3 V05 m V¢Oi3 B cTOpoHY
yBelnueHHus: nocienHe. OnHako  JanbHEWIee YBEIWYEHHE TeMIepaTypbl
MPUBOAUT YyXe€ K yMeHbllIeHHI0 ¢a3bl VeOiz B cocTaBe MOKPBITUS, YTO CIIETyeT
W3 COOTHOIICHUS HMHTEHCUBHOCTEM COOTBETCTBYIOIIMX JIMHUKA B PaMaHOBCKHUX
CIIEKTpaX M BO3pacTalIllel WHTEHCUBHOCTH JIMHUM KpeMHHUA. B oTimune

OT OCHOBHOTO Mpo3payHoro okucia V,0s ¢ kpaeM (yHIaMEHTaIbHOTO MOTJIOMICHUS
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B CHHE-3eJEHON 00JacTH CIeKTpa, Hempo3padHas B BUAMMOM JHAIa30HE CIEKTpa
daza VsOi13 NpUBOAUT K TOMY, YTO KOMIIO3UIIMOHHBIA MaTepuana MpUuoOpeTaeT
YEpHBIN OTTCHOK. B criekTpax KOMOWHAIIMOHHOTO PACCESTHUS OCAXKICHHBIX TOKPBITUN
NPUCYTCTBYIOT MUK, cOOTBeTCTBYIONIME hazam V3Os u VO, HO OHU UMEIOT c1adyto
WHTEHCHUBHOCTh Y YaCTUYHO HAKJIAJIBIBAIOTCS NIPYT Ha apyra. TeMm He MeHee, KpoMe
YTBEPXKJICHHSI TOTO, YTO KOJMYECTBO ITUX JIBYX OKCHJIOB BaHAIUS MaJl0, MOYHO
c/IeNaTh TaKXKe BBIBOJ O TOM, YTO OHO cJa00 3aBHCHUT OT TeMIIEpaTyphbl OCaKICHUS
MTOKPBITHSI.

CpaBHEHHE  PaMaHOBCKHUX  CIIEKTPOB  TOKPBITUA  PABHOM  TOJIIUHBI
M CHHTE3MPOBAHHBIX IPU OJIMHAKOBBIX YCIOBUAX HA TOMJIOXKKAX M3 KPEMHUS

U candupa MoKa3aHo Ha PUCYHKE 2.

V05 o o
VsOns ¢ 1
VO:
Vs0s

WHTEeHCMBHOCTL, OTH. ea. + b

T - T ¥ =T T
200 400 600 800 1000
PamMaHOBCKWIA camr, cM™

Puc. 2. Cnextpsl KOMOMHAIIMOHHOTO paccestHust TOKPBITU VOy
Ha TIOBEPXHOCTH: |1 — KpemHus, 2 — candupa.

Ha o00omx moaiokkax OCaXICHHBIC IUICHKH AT OJMHAKOBBIA HaOOp
MMUKOB, KOTOPBIE CYIIECTBEHHO BBIIIE 0 MHTCHCUBHOCTH Ha KPEMHUEBOU MOJJIOKKE.
OT0 MOXEeT OBbITh OOBICHEHO MEHbBIIEH CTENeHbI0 aMOP(PHOCTH MOKPHITUA
Ha Si. Mcnons3oBanue candupoBoil MOAJIOKKA B TaHHOW paboTe ObLIO HEOOXOAMMO

AJI UCCIICAJOBAaHUS IIPOITY CKaHHWA HOKpBITI/Iﬁ B BUAUMOM H I/IK-III/IaHaSOHaX CIICKTpa.
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Cremyer OTMETUTB, YTO COTJIACHO PAMAHOBCKUM CIIEKTpaM K CYLIECTBEHHOMY
yBenuueHuto conaepxkanusi (asel VeOi13 B ocaxagaeMOM TMOKPHITUU PUBOIUT
YBEJIMYEHNE NAPUHUAIBHOTO JABJICHHUS H3O0MPONOKCHIA BaHAIWIA B Mapora3oBoOu
CMECH, TMOJABAEMON B PEAKTOpP 3a CUET IMOBBILICHUS TEMIEPATypbl HCHAPUTEINS.
Ha pucyHnke 3 nmoka3aHbl CIIEKTPbl KOMOMHAIIMOHHOTO PACCESHUSI TOKPHITUN OKCHUIOB
BaHA/Wsl, CHHTE3UPOBAHHBIX IMPU PA3JIUYHONW TEMIIEPATYPE UCIAPCHUS BAHAINEBOU

OpraHUKH.
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Puc. 3. Cnextpsl KOMOMHAIIMOHHOTO paccestHust TOKpbITUi V Oy
Ha KPEMHUEBBIX IUIACTUHAX MPU PA3IUYHBIX TEMIIEpATypax UCTIapUTEs:

1-50°C,2-40°C,3-34°C,4-30°C,5-27°C.

JpyruM  HCMOJB30BAaHHBIM  METOJOM OILIEHKM COCTaBa M TOJIIIUHBI
OCQXKJIEHHOTO TIOKPBITHS SIBIISIETCA CIIEKTPOCKOMUS TpomnmyckaHus ImIEHOK VOy.
Kpait ¢ynmameHTaqTbHOTO TOTVIONIEHUS PA3JIMYHBIX OKCHIOB BaHAIUSA JICKHUT
B oOmactu ot 400 mo 1700 mm. Choektpsl mnpomyckaHus JByX TIEHOK VO
Ha candupe mnoka3aHbl Ha pucynke 4. OOpasubl, coAepKallue MOBBIIIEHHOE
KoJinuecTBO V205 B MOJIYYEHHBIX MOKPBITHSIX, IEMOHCTPUPYIOT Kpal MOTJIONICHUS
B oOmactm crnektpa Hmke 400 BHM. OpgHako »HTO 3HAYCHHE OTJIMYACTCS
oT jutepatypHoro [16] gaxe mis V20s, neMoHCTpupyolero kpai okoiao 520 HM.
CmemeHne MOXeT OBbITh OOYCJIOBJIICHO KOMIIO3UTHBIM XapaKTepoOM Marepuaa,

BCJICACTBUC YCI'0 IOTIJIOIICHUC MOKET, HCKOTOPBIM 06pa30M, OTJINYaThCA,
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OpU ITOM XapakTep CHEKTpa YKa3bIBae€T Ha JOMUHHUpYollee KoiauuecTBO V20s.
YBeJIMYEeHUE OTHOCHUTEJIBHOIO KOJIMYECTBA MCTOYHUKA BaHAIUs B 30HE DPEAKLUHU
OPUBOJUT K CMEIIEHUIO Kpas moruyoineHus ommxe k 1500 HM, 4TO COOTBETCTBYET

okuciennio ViOs 1 VO, 10 VeOis.
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Puc. 4. Cnextpsl npomyckanusi HokpsITuid VOy Ha TOBEPXHOCTH candupa:
1 — ¢ maneM komrdecTBOM VgOiz, 2 — ¢ 0onbmnM KoamndecTBOM VgOis.

N3 nony4eHHBIX OKCUI0B CaMbIM UHTEPECHBIM sIBJISIETCS V2, TaK KaK OH UMEET
(ha3oBbIl MIepexo] MoUTH NP KOMHATHOUW Temnepatype [1]. Oanako, kak yxe ObLIO
OTMEYEHO paHee, 0 PAMAaHOBCKOMY CIEKTPY 3aTPYyJHUTEIbHO OLIEHUTh KOJIWYECTBO
JTMOKCHUJIAa BaHAIWs B TOJYYEHHBIX MOKPHITHSX. OJHAKO, 3TO MO3BOJIAET CHENATh
M3MEpEHNE COMMPOTURIICHUS 00Pa3lloB B 3aBUCUMOCTH OT TEMIIEPATYPhl OKPY>KarOIIeH
cpensbl. Ha ocaxnennoe nokpsitue VOy HAHOCUIUCH SJIEKTPOIbI HA pACCTOSIHUU OKOJIO
5 MM apyr ot apyra. OOpasubl pa3Melaid B IIKapy ¢ BO3MOKHOCTBbIO HarpeBa
10 150 °C u To4YHOCTBHIO KOHTpOJsi Temmneparypsl Ha ypoBHe 0.2 °C. JIns omHOrO
13 00pa3IoB TOMMMHON | MKM, BbIpameHHoro npu 255 °C Ha KpeMHUEBOH TUTACTHHE,
3aBUCUMOCTh COINPOTHUBIICHUS OT TEMIIEPATyphl MPU HArPEeBAaHUM U OXJIAKICHUU
IIOKa3aHa HAa PUCYHKE 5.

[To mepe HarpeBa OT KOMHaTHOW TemmepaTtypbl 10 60 °C compoTHBIEHUE
JUHEMHO yMeEHbIIAaeTcs, a 3aTeM pe3ko manaer. CompoTuBieHus oOpasna MpH

temneparypax 50 u 100 °C paznuyarorcst 6osnee yeM B 6 pa3. Ilpu oxnaxneHun

7
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TEMIICpATypa CKadkKa CABHHYJIACh B Ooiee XO0JIOAHYIO O6HaCTB, 4TO YKa3bIBacT

Ha TUITMYHBIN FHCTGpCBHCHBIﬁ XapaKTep Inepexoaa.
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Puc. 5. 3aBucumocts conpoTtusiienus oopasina VOy Ha KpeMHHUEBOM TJIaCTUHE
IIPY PA3IMYHbIX TEMIIEPATYPAX OKPYKAIOLIEH CPEIbI:
1 — npu HarpeBe, 2 — PU OXJIAKICHHUH.

[Ipu HarpeBanuu Temmeparypa (azoBoro nepexojaa pasusercs 69 °C, uto s
VO, xopoIio coBnajaer ¢ JUTEepaTypHbIMHU 3HaUYeHUSIMH [1], OJJHAKO H3-3a Majoro
KOJIMYECTBAa ITOT0 OKCHJIAa B KOMITO3UIIMOHHOM MaTepuaje CKauOK COMPOTHBIICHUS
HeBenuK. [IpeaBapuTenbHble SKCIEPUMEHTHI MO OTKHUTY BBIPAIIEHHBIX 00pa3IloB
B BOCCTaHOBHUTEJIBHOM CpeJie BOJOpPOAAa MOKAa3ald BO3MOKHOCTh 3HAYUTEIBHOTO
yBenuueHus kojumdectBa (¢asel VO, W yBeIWYeHUs] CKayKa COMPOTHUBJICHUS

710 4 TIOPSZIKOB, HO 3TO TeMa MOCIEAYIOMHMX PadoT.
3akiroueHue

Metrogom MOCVD Obut CHHTE3MpPOBAaHBI TOKPHITHS OKCHIOB BaHAJIUS
C pa3nmuuHoOM crexuoMmerpuen. [lokazaHo, 4To BCe CUHTE3UPOBAHHBIC TNIEHKU COCTOSIT
3 4yetbipéx okcuaoB (V3Os, VO, VeOi3, V20s5) ¢ pa3sHbIM HX COOTHOIICHUEM
B rmoiy4aemol amop¢Hoil mieHke. IIpoaeMoHCTpHpoOBaHO, YTO HW3MEHEHHUS

TEMIICPATYPbl OCAXKACHHUA M IIOTOKAa MCTOYHHMKA BaHaJAWA I103BOJIAIOT MCHATH
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OKCUIHBIM COCTaB B  oOcaxjgaeMoM Marepuane. [lomydyeHHblE  TOKPBITUA
JEMOHCTPUPYIOT CTPYKTYpHBbIN (a3oBbIii mepexon mnpu Ttemmeparype 69 °C,
OHAaKO ©0e3 JOIMOJIHUTEIBHOTO OTKUTa B BOCCTAHOBUTEIBHOW aTtMocdepe
nepenaj ANEKTPUUECKOr0 COMPOTUBIICHUS HE MPEBBINIA OJHOro mopsaka. OneHka
COCTaBa IMOJYYaEMbIX MOKPBITUN MO3BOJIAET 3aKIKOYUTh, YTO M3 H30IPOIIOKCH]IA
BaHaJMIa B UHEPTHON aTMochepe oOpa3yroTcsi B OCHOBHOM BhICHINE OKCHABI V205
u VeOis, a nus yBenmuueHus: coaepxanus VO; TpeOyeTcsi B 30HY peakIuu BBOJUTH

HOHOHHHTGHBHBIﬁ BOCCTAaHOBHUTCIIb.
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