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IIpuBeneHsl pe3yIbTaThl UCCIIENOBaHNs KPUCTAJUIMYECKNX (a3 B IUICHKAX OKCHJIA
BOJIb()pamMa IOCJIC CTYNEHYATOro OT)XKUIa B BaKyyMe M Ha BO3IyXC B [HaIla3oHE
temmnepatyp 500—750°C. TIneHKn ObUTH OCAKICHBI HAa TOJJIONKY M3 KBapIlIEBOTO
CTEKJIa METOIOM PEaKTHBHOIO MarHeTPOHHOI'O PAacHbLJICHHS HA IOCTOSHHOM TOKE.
YcraHOBIIEHO, YTO TEPMOXPOMHU3M B IUICHKAX 00YCJIOBJICH A(EKTHOH MO KUCTIOPOTLY
(azoit WO3_y, OoTHOCAIIEHCA K IeKCaroHaJIbHOM CHHIOHMH, KOTOpash MHTEHCHBHO
pasBHBaeTCsl MPU MOBHIICHUH TeMIepatypsl omxura or 650 no 750°C.

TpanuioHHOe MpUMEHEHHe IICHOK okcuaa Bosibgppama WO;_y, pa3Bu-
TOE B ITOCJICMHEN YeTBEPTH IIPOIIIOTO CTOJIETHSI, OCHOBAHO Ha 3JICKTPOXPOM-
HOM U (oToxpoMHOM 3hdeKTax B BUIMMOM auana3oHe [ymH BoyH [1]. B mo-
CJIe[HUE Tofbl K 9TOMY MaTepualy BO3HHUK HOBBIH MHTepec. Bo-mepBuiX, oH
CBSI3aH C BBICOKOI UyBCTBHUTEJIBHOCTBIO IIJICHOK K BO3/ICHCTBHIO Pa3/IMYHBIX
razoB (CgHg, NOy, H,S, CO, NHs, Hy, O;, O3), 9T0 mMO3BOJISIET CO3IaBaTh
ra30oBble CEHCOPHI Ui KOHTPOJISl 3arps3HCHUS] OKPYKAIOMICH Ccpempl, IS
ME[MIMHCKOH [MarHOCTHKM U Ap. [2-4]. Bo-BTOpBIX, ObIIIO OOHapyKeHo,
yro QoToxpomusMm IieHOK WO;3; mnposBisgeTcs B 0Oosee IIMPOKOM, YeM
ONTHYECKHH, Mranasone [UIMH BosH (0T Y®- 1o mimaHOBONHOBOrO VK-nua-
nasona) [5-7).

1 ocaxkpenus mieHok WO3 MHOTHE MCCIIEIOBATENN IPIMEHSIIOT METOJT
PCAKTUBHOIO MarHETPOHHOI'O PACIIBUICHISI Ha MIOCTOSIHHOM Toke [3-5, 8—14.
Yamie Bcero Takue IUICHKH, OCaXKIaeMble IPH TeMIepaType MOMJIOKKU M0
100°C, sBmsiiotest perrreHoamopdubvu [5,8,9,11,13,14]. TonosHuTenbHas
TepMooOpaboTKa B BO3MYIIHOI Cpe/ie MPHUBOMUT K MOSIBJIICHHIO B aMOP(MHBIX



Kpuctannusauyms u TepMOXpoMU3M B MiieHKax okcuga... 9

IUIEHKaX KpUCTAITMYecKoi (a3l OnHaxo myOsMKyeMble pe3ysbTaThl BecbMa
pasHOpeunBbl. ABTOPBI HAOIONAIOT pa3Hble MOAU(UKALUN: FeKCaroHaIbHYIO
¥ MOHOKJIMHHYIO [4], MOHOKMHHYIO [3,8,10,12], Terparonanshyo [11,14],
pombuueckyo [15,16] u ap. TlpuueM B HEKOTOPHIX paboTax OTMEYAeTCs
HosIB/IeHHE B aMOp(HOIl IJIeHKe KpHUCTa/uIMYecKoil (asel mpu Harpese
obpasnos 1o 200—400°C.

JanHasi paboTa OCBAIIEHA IKCIIEPUMEHTAILHOMY U3YUCHUIO KPUCTAILIIH-
3aruu B aMopdHbIX mieHKkax WO3, ocakIeHHBIX Ha MOUIOXKKH U3 KBapleBO-
ro crexyia SiOp METOIOM PEaKTHBHOTO MarHeTPOHHOI'O PaclbUICHHS HA II0-
CTOSIHHOM Toke B cpenie Ar + O,. Bakyymuas kamepa oobemoM 8 - 1073 m?
OCHAIlleHa TUIOCKAM MarHeTPOHOM C BOJIb()PAMOBOM MHIIICHBIO JHAMETPOM
60 mm. ocakneHre IUICHOK IMPOBOMMIM IPH MapIUaJbHOM JaBJICHUH AT,
paBaom 6 mTorr. O6bemHBIil pacxon O, HpH pacHbUICHHN MWIICHH YCTa-
HaBJIMBAJIM Ha YPOBHE, O0ECIEYMBAIOLIEM OKCHAHBIA pexxuM pabotsr [17].
OcaxieHue TJICHOK NPOBOAM/IM TIPH IUIOTHOCTH Toka paspsma 0.02 A/cm?,
HanpsbkeHnn Ha paspsae 690 V, co ckopoctsio okono 65 nm/min. ITocse oca-
xaernst cTpykTypsl WO3/Si0; ¢ mienkamu TommmHON 110 nm nongsepranm
orxury. OmHy HapTHIO CTPYKTYp MOABEPrald TepMOooOpabOTKE B BaKyyMme
TP OCTaTOYHOM faBjieHuy He Bbiue 5 - 1072 mTorr, cTynmeHYaTo MoBbinas
temnepatypy ot 500 mo 750° (Bpems BBIICPIKKM Ha KaXKIOW CTYICHH
COCTaBJISUIO OIMH 4Yac) ¥ MPOBOIS HCCJICHOBaHUS MX (ha30BOrO COCTaBa M
OINITHYECKHUX CBOMCTB Ha Ka)K[IOi cTyIeHH. B Bo3MyIIHOl cpene aHaJIoTHYHbIe
9KCHEpPHMEHTHl M HCCJIC[OBAHUS BBHIIOJHEHbI Ipu Temmeparypax 500 u
700°C mna npyroil mapTuu CTPYKTYP.

PenrersodasoBbie ncciieoBaHUs MJICHOK BBIIOJHEHBl HA MOPOIIKOBOM
peHtreHoBckoM auppakromerpe D8-Advance ,,Bruker (CuK,-msnmydenue,
pabouce Hanpskerne 40kV mpu Toke 40 mA). Pa30BbIil aHATN3 IPOBEICH
C HUCHOJIb30BaHMEM MexayHapomHoil 6aspl maHHbX ICDD-2006. Cpennmii
pasMep KpHUCTaJUIUTOB, omnperneisasumiics mo merony Ulepepa c yderom
HHCTPYMEHTAJIBHOTO YIIMPEHHE NPOoQuiIeil MIKOB, W COOTHOLICHHE (a3
BBIYMCIISUTICH C MCHOJIb30BaHMEM Kominiekca rmporpamm TOPAS, Bxomsmiero
B IIPOrpaMMHOE obecriedeHne auppakToMeTpa.

g u3MepeHusl ONTHYECKHUX CIIEKTPOB IPOIYCKaHUS CTPYKTYp B Iua-
na3zone 400—1000 nm mcnonb30BaH CHEKTPOMETP, UMEIOMINIT CIIEKTPaJIbHOE
paspemenne He Oosee 2.5nm M aOCOMMOTHYIO OMMOKY M3MEPEHUS JUIMHBI
BoJIHBL He Oostee 0.5 nm. McToYHMKOM HU3JIydeHHs CIIyXKHUJla rajoreHoBas
samma. CoekTpel mpomyckanuss B Y®-muama3oHe CTPYKTyp HM3MEpeHBl Ha
cnexkrpoporomerpe CP-26.
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CBomHBIC pe3yJIbTaThl CTYIIEHYaTOr'0 OTXKHTa IUICHOYHBIX cTPYyKTYyp WO3/SiO;

OTXHUT B BaKyyMe
TetparonasnpHast ¢asa T'excaronanbHas ¢asa
No T, (P4/nmm) (P6 mmn) R,
°C a, c, d, D, a, c, d, D, %
A A nm | % A A nm | %
1 500 Pentrenoamopgnas
2 600 Pentrenoamopgnas
3 650 | 528 | 381 20 80 7.37 | 371 22 20 | 41
4 700 | 530 | 3.81 20 72 7.37 | 372 23 28 | 51
5 750 | 529 | 380 | 21 52 739 | 363 | 120 | 48 | 73
OTxHUr B BO3NYIIHOMN cpene
6 500 | 5.18 | 3.83 64 100 Her 9.5
7 700 | 517 | 3.81 76 100 » 9.0

Ipumedanwe: a 1 ¢ — HMapaMeTpHl PeNIeTKH, d — CPEJHHil pa3Mep KPUCTa/UITOB; D — momd
IOaHHOU (a3bl B KpucTayuInuecKoll ase mieHkn; R — daxTop JocTOBEpHOCTH.

TunuuHble pe3ysbTaThl PEHTIEHO()A30BOTO HCCJCHOBAHHS CTPYKTYP
WO3/SiO;, npusenensl B Tabmuue u Ha puc. 1. Ilocie ocaxkneHusi IIeHKH
BO BCEX CTPYKTYypaX ObUTH PEHTI¢HOaMOP(HBIMIL

Amop¢Hoe rano, HabmonaeMoe Ha AudpaxTorpaMmMax Bcex o0OpasloB,
00YCJIOBJIEHO TOIUIOXKKOM M3 KBapleBOro CTEKIa M aMOp(HOI MaTpuieit
mwieHkd. Ilocsme omxura CTpykyTp B BakyyMe mnpu TemmepaTypax 500
u 600°C kpucraswmueckass (asa B IUICHKax He oOHapywxeHa (puc. 1,
kpuBasi /). B To e Bpemsi mocyiie TepMOOOpabOTKM B BO3MYIIHOM cpe-
ne nmpu 500°C B myieHKax BO3HWKJIA TeTparoHanbHas (asa ¢ HamOosee
UHTEHCUBHBIM IHKOM Ipu 20 = 24.34°, COOTBETCTBYIOIUM IIJIOCKOCTH
t(110) (pumc. 1, xpuBasg 5). I[lommmo Hero Ha muppakTorpamme Ipu-
CyTCTBYIOT M cyiabo Boipaxkenueie muku t(111), t(220) u t(221) npm
20 = 33.96°, 49.88° u 55.76° coorBeTcTBeHHO. 3HAa4YCHUS NapaMeTPOB
pCIIeTKN, TpHUBENCHHBIC B Tabimie (CTpoka 6), COOTBETCTBYIOT ILICHKE
OKCHa BoJib(ppaMa CTEXHOMETpUYecKkoro cocrasa. OTMETHUM, YTO COOT-
HOIICHNEC MHTCHCUBHOCTEH NM(PPAKIMOHHBIX MaKCHMyMOB B 3TOM CiIydae
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Puc. 1. Penrrenorpammer crpykrypsl WO3/SiO,, oToxokeHHON B Tedenue 60 min
B Bakyyme mpu temmeparype (°C): I — 500 u 600; 2 — 650; 3 — 700; 4 — 750
1 Ha Bo3nyxe mpu Temieparype (°C): 5 — 500; 6 — 700.

COOTBETCTBYET PaCY€THOMY, YTO CBUACTEIbCTBYET 00 OTCYTCTBHH TEKCTYPhI

pocra.
[Tocsie orxwura B Bakyyme nipu 650°C B amop(hHO# MaTpulie MICHOK ObI-

Jm oOHapy>KeHBbI TeTparoHajbHas U IreKcaroHajbHas (asel okcuma Bosb(pa-
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Puc. 2. Crexrpsl npomyckarus crpykrypst WO3/SiO, mocie ocawmenust (1) u

omxura B TedeHne 60 min B Bakyyme (a) u BO3mymIHO# cpene (b) mpu Temmeparype
(°C): 2 — 500; 3 — 600; 4 — 650; 5 — 700; 6 — 750.

Ma B BECOBOM cOOTHOIIeHHH 8 : 2 (puc. 1, kpuBast 2 u Tabumiia, CTPoOKa 3).
Pasmepsr kpuctammToB obenx (a3 Opim mopsiaka 20 nm. 'ekcaronanpHON
(ase Ha pPEeHTreHOrpaMMe COOTBETCTBYIOT OTAENbHO crosiinue muku h(100)
u h(200) (26 = 13.82° u 27.85°) u muku h(001) h(110) (20 = 23.62° u
24.06°), mepeHaKIaIBBAIOIIMCCS C MUKAMH TETParoHayibHoi (Gasel t(001) u
t(110) (26 = 23.32° u 24.34°).

Ipu noBeimeHnn Temmeparypsl omxura o 700 m 750°C (puc. 1,
kpuBbie 3, 4 u crpoku 4, 5 B Tabimile) MHTCHCHBHO Pa3sBUBAIACh TOJIBKO
rekcaronajpHas (asa. Ee monst B koHeuHOM mMTore BeIpocia 10 48%, a pas-
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Puc. 3. Crexrpsl mnpomyckanusi crpykrypsl WO;3/SiO; B Y®-o6sactu mociie
OCaXk[IeHUS U OT’KHUra B Bakyyme B TeueHue 60 min.

Mep KpuctaumToB — 10 120 nm. PasMep KpHCTayUIMTOB TETparoHajIbHOM
(ha3el MPAKTUYECKH HE M3MEHHJICS.

OTmxur CTpyKTYp B BO3MyIIHOU cpene mpu temmeparype 700°C (puc. 1,
KpuBast 6 U Tab/uIa, CTPOKa 7) MPUBEI K YBEIMYCHHUIO pa3Mepa KPHCTaILIH-
TOB TETparoHajbHOH (a3sl mpuMmepHO Ha 10%.

Ha puc. 2 npuBeneHbl THNMYHBIC CHEKTPH MPOIYCKAHHUS HCCIICTYEMBIX
ctpyktyp WO3/SiO;. U3 puc. 2,a BUAHO, YTO HpPHU MOCJICAOBATEIILHOM
YBEJIMYCHUH TEMIICPATyPhl OTKUTa CIIEKTP HPOIYCKAHUS TpeTepIieBacT 3Ha-
YuTesIbHbIe N3MEHEHUs B BUIMMOM Juana3oHe. OOHapyXeHHOe B CHEKTpax
Hapacralee MoaBJIeHne KPacHoil 00JIacTH COOTBETCTBOBATIO M3MCHEHHIO
okpackn rieHkrn WO3, KOTOpast ocjie KaxKIoro Imara TepMooopabotku (ot
650 1o 750°C) mprobperasa Bce Oostee HACHILIECHHBINA royry6oii LBET.

BuisiBnieHHBIIT HamMu TepMoxpomm3M B IuteHKax WO3 M3BECTeH mocra-
TOYHO [JaBHO M, KaK YCTaHOBJICHO, CBfI3aH C BO3HUKHOBEHHEM CyOOKCHIHBIX
(a3 m3-3a yxoma KHCJIOpOa U3 IMOBEPXHOCTHOIO CJIOS TMPH HarpeBe IUICHOK
B BakyyMme [18,19]. B cBs3u ¢ 9THM HOBYIO, HHTEHCHBHO Pa3BHBAIOILYIOCS
MIPU YBEJIMYCHHN TEMIIEPaTypbl KPUCTAUTMIECKYIO (a3y CJIeoyeT OTHECTH
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Pwuc. 4. 3aBicuMOCTb IIMPUHBI SHEPreTUYECKOl e wieHkn WO3 oT Temmepartypst
OTXKHUTA.

K nedekTHON 1o Kucmopomy ¢aze WOs3_y, obnamaromeil rekcaroHaJIbHON
CTPYKTYpOH C IapameTpamy, yKa3aHHbBIMH B TaOJImIe.

TepmooOpaboTKa B BaKyyMe MPUBOINT K M3MEHCHHUIO CIIEKTpPa IIPOITyCKa-
HUST HCCIIEAYEMBIX CTPYKTYp U B Y®-muamasone (puc. 3), 00yCIIOBJICHHOMY
U3MEHEHHWEM INMPUHBI SHepreTHdeKoi menu mieHok Eg. Ha puc. 4 npuse-
IIeHa 3aBICHMOCTb BEJMYMHBI Ey OT TemmepaTyphl oT:kmra, KOoTopas ObUIa
OTIpefiesicHa 0 CHEKTpaM Ha pHc. 3 M MOAEIH /ISl HENPSMEBIX IEPEXOmnoB
VaE ~ (E—E,).

Takum oOpasom, nccieqoBanne oTxkura crpykryp WO3/SiO, mosBommio
YCTaHOBHTb, YTO:

1) B amop¢HBIX mocite ocaxaeHus wicHkax WO3 IpH moce0BaTe IbHOM
YBEJIMYCHUH TEeMIIepaTrypsl oTxura B Bakyyme ot 650 mo 750°C dopmupy-
I0TCS IBE€ KpUCTaJUIMIecKue ¢as3pl: TeTparonaibHas WO3 1 rekcaroHajbHast
WO3_y;

2) TpH MOBHIIICHAN TEMIIEPATYPhl Pa3BUBACTCSI TOJBKO MEKCArOHAJIbHAS
(aza WO;3_x, ipu 3TOM B IIJICHKaX BO3pPAcTaeT TEPMOXPOMHBIN 3 (EKT;
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3) mpHW MOCJIEOBATEIPHOM YBEJIMYCHUH TEMIICPATYPBI OTIKHUIa IHPHHA
9HEPreTUYEeCKON INEM IUICHOK, COImepiKamyxX ABe (asbl, YMEHBIIASTCS OT
3.12 no 3.04 ¢V,

4) mpu TOCTIEMOBATE/IBHOM YBEINYCHUH TEMIICPATYPHl OTIKATa B aTMO-
coepHoit cpere ot 500 mo 700°C B mIeHKaX BO3HHKAET W Pa3BUBACTCS
TOJIbKO TeTparoHajbHas (aza WOs.

WccnenoBanus yactuyHo mpoBoxATrcad B pamkax PLIT ,Hayunsle u
Hay4HO-TIIeflarorn4eckue Kaapbl MHHBaIMoHHOR Poccun™ nHa 2009-2013rr.
(rockontpakt Ne 16.740.11.0374 ot 1 mekabps 2010T.) mpu yacTHIHON
nomepikke POOU (rpant 12-03-00731-a).
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