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BIIMAHUE TEMIIEPATYPHOI'O OTKUTA
HA KATOJOJTIOMUHECIIEHTHBIE CBOVICTBA HAHOIIOPVICTOI'O
OKCHUIOA AJTIOMUVHUA

CuHTe3poBaHbl MeMOpaHBl aHOAVPOBAaHHOTO okcupa amiomyHuA (AOA) rtommumHOi 100 MKM
B ra/IbBaHOCTATHMYECKOM peXJMe B pacTBOpe IlijaBeneBoii KucaoThl. [IpoBeneH peHTreHO(a3oBbIi
aHa/IN3 MMOyYeHHBIX 00Pa3LoB MOCIe OTXKUra B TedeHne 5 9acoB B gmanasone 500...1250 °C. ITo-
Ka3aHo, 4TO (a3oBbIil cOCTaB OTOXOKeHHOro AOA M3MeHsieTCs B CIeAyIOlIeM MOpsifKe: aMopd-
Hb11 — ALO; (kybuuecknit) — 8-ALO; — a-ALOs. O6Hapy>keHO, 4TO B CIEKTPaX KaTOHOMIOMIU-
HeCLEHIMN peHTreHoaMOp(dHBIX MeMOpaH HaOMIOfAeTCs CTPYKTYPMpPOBaHHAs IIMPOKas MOIOca
B obmactu 2,1...2,659B, cBsA3aHHAasA ¢ KUCTOPOA-AebuuuUTHBIMU LeHTpamu F-tuma. B o6pasuax
AOA c KpuCTanam4eckoil CTpyKTypoii Iocie BblcOKoTeMIepaTypHoro orxxura 1100...1250 °C po-
MMHIPYeT MHTEHCUBHOE KpacHoe cBedeHne npumecest Cr** (1,78 3B) u Mn** (1,82 9B).

KmroueBbie cnoBa: a-AlLO; pernmeenodaszosuviii ananus, anoouposarue, F-yenmpot, uoHvt xpoma
U Mapzanuq.

Anodic aluminum oxide (AAO) membranes with 100 um thickness were synthesized in galvanos-
tatic mode in oxalic acid solution. Obtained samples after annealing in 500...1250 °C range for 5h
were analyzed by X-ray diffraction. Phase composition of annealed AAO changes in the following
order: amorphous — ALO; (cubic) — §-ALO; — a-ALOs. It was found that there is a broad ca-
thodoluminescence band in the region of 2,1..2,65eV due to F-type oxygen deficient centers
in amorphous membranes. Intensive red emission caused by Cr** (1,78 eV) and Mn** (1,82 ¢eV)
impurities dominates in AAO samples with crystalline structure after high temperature annealing
in 1100...1250 °C range.

Keywords: a-ALOs, X-ray diffraction analysis, anodizing, F-centers, chrome and manganese ions.

HaHocTpyKTypBl Ha OCHOBE aHOAMPOBAHHOTO okcyupa amoMyHuA (AOA) mpencTaBIsAooT
Hay4HBIN 1 IPaKTUIECKIII MHTEepeC Py pa3paboTKe 37IeMEHTOB MUKPO- ¥ OIITOSJIEKTPO-
HYKM [1]. Vicxoguble MaTpuibl HaHOOpUCTOro AOA IIMPOKO MCIIOIB3YIOTCA B KAYeCTBE
ma6Io0HOB Ipy (POPMUPOBAHMM PA3IUYHBIX KOMIIO3UTOB U YHOPSAMZOYEHHBIX CTPYKTYP,
reoMeTpuyecKue mapaMeTpbl KOTOPbIX MOXKHO KOHTPO/IMPOBATb Ha CTA[juy CUHTe3a [2].
/3BecTHO, 4YTO MaTepMaIbl HA OCHOBE OKCHJA ATIOMUHMS XapaKTepU3YIOTCA COOCTBEHHOI
U TIPMMECHOI JIIOMMHEeCIIeHI[Mell, XapaKTepUCTUKY KOTOPOJ CYIeCTBEHHO BapbUpPYIOTCS
B 3aBMCYIMOCTM OT yC/IOBUII mojydeHus u ¢a3oBoro cocrasa [3]. Ilenp maHHON paboThI
COCTOS/Ia B M3Y4EHUN BAVSAHUA TEMIIEPaTypbl OT>KNTA Ha ITapaMeTphl CIIEKTPOB KaTOJO-
momuHecueHyn (KJI) Hanonopucrsix Mem6pan AOA.
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OO0pasubl 1 MeTORUKA

B kavecTBe UCXOMHOTO MaTepuana UCIONb30BaIaCch (HOMbra U3 TEXHUIECKOTO aTIOMUHUSA
(A1>99,5 %, ocroBHble npumecy — Fe u Si < 0,5 %) Tomumuoit 150 mxm [3]. [TpexBapn-
TeNbHO (o/Ibra OTXKUTaIach npu Temmeparype 500 °C B TedyeHMe 54 A/ ypaneHus pe-
¢dexToB mpokatku. Ilepep aHOAMpOBaHMEM aTIOMUHMEBble IUIACTMHKM IOMELIANTNCh
B 9TaHOJ/, B Y/IbTPa3ByKOBYI0 BaHHY Ha 10MMH i 00e3>KMpUBaHMA ITOBEPXHOCTH.
B xavecTBe a/1eKTponuTa UCHONb30BaICsA pacTBop 3,6 Bec. % (COOH),. Ilepoe anopu-
pOBaHME TIPOBOAWIOCH B TaIbBaHOCTaTUYECKOM PpeXVMe IpU IUIOTHOCTY TOKa
j=20MA/cM® B Tedenre 15 MyuH. 3aTeM OKCUAHAs IVIEHKA YAA/SUIACh B PacTBOpe aHIVA-
puna xpoma u oprodocdopuoit kucnorsl mpu 90 °C 3a 45...60 muH. Bropoe anoguposa-
HIe TIPOXOAMTIO IIPY TeX JKe ITapaMeTpax, YTo U IepBoe, B TedeHue 4 4.

Jns oTHeneHusA OKCUMAHOTO CIOA OT /IIOMVHMEBOJ IVIACTMHKMY, ITOJJIOKKY OKyHa-
nuch B BopHbIi pactBop CuCly, mocie 4ero amoMUHMIL TOTHOCTBIO pacTBopsiics. Hako-
Hel], MeMOpaHbl AOA BbIiep>KUBaIach B pacTBOpe aHTUApKAA XpoMa 1 opTodochopHOiL
kucnotsl pu 90 °C B TedeHne 5...10 MUH [/ YHaIeHN OCTaTOYHBIX POAYKTOB IIPelbl-
AyLUX peakUuil M IPOMBIBAINCh B AUCTWUIMPOBaHHOI Boge. Ilomydennnle cmon AOA
TonMHOM 100 MKM OT)KUTa/INICh HA BO3AyXe B TeYeHMe 54 Iy pasINdHbIX TeMIlepary-
pax. Bbuto cuHTe3sMpoBaHO ceMb 0OpasIOB: MCXORHBI, T. e. 6e3 omxura (1), 500 °C (2),
700 °C (3), 900 °C (4), 1100 °C (5), 1200 °C (6) u 1250 °C (7).

Da30BbIil aHAIN3 BBINOMHANCA Ha PeHTTeHOBCKOM amdpaxromerpe PANalytical
X’Pert Pro npu o6nyuennn K, muuneit meny. XRD crekTpsl perncTpupoBanuch B [uarna-
3oHe yrnoBs 20 = 10...90° ¢ marom 0,05°. Viamepenne karopomomuHecteHTHbIX (KJT) criex-
TPOB IPOBOAUIOCH C McIlonb3oBaHMeM ycTaHoBKM KJIABM B guanasoHe AnuH BOTH
250...900 HM. DHeprus 37eKTPOHOB B IIyuke cocrasiAna 140..150 k3B, AIUTENIbHOCTD
VIMITy/Ibca — 2 HC, INIOTHOCTb TokKa — 10° A/cm?.

PesynbTaThl u 06cyKeHne

XRD cnekrpsr (puc. 1) g 06pasnoB 1-3 [eMOHCTPUPYIOT PeHTTeHOaMOP(HOCTb COOT-
BETCTBYIOLINX CTPYKTYP. ITOT aKT BIIOJIHE COTTIACYETCSI C M3BECTHBIMMU JAHHBIMIU O TOM,
yro AOA 6e3 Kakoil-mMb0 TeMIlepaTypHOIl 00pabOTKM sBsAeTcs aMOpdHBIM [5, 6].
B cniektpe mst obpasiia 4 HaOMIOHAIOTCS TUHNUM, KOTOPble CBUETE/IbCTBYIOT O HAINYUN
Hapsfy ¢ aMopHbIM cocTosiHMeM ¢a3bl ALOs ¢ KyOMuecKoit KpUCTa/INYIeCKOl peleT-
Koit. B o6pasne 5 (1100 °C) mpucyrcrytor e dasbl: a-ALOs u §-ALO;. Ipu nocneny-
IolleM IIOBBIIIEHNN TEMIIEPATyphl OTXKUIAa B CHHTE3MPOBAHHBIX obpasmax 6 u 7 AOA
obHapy»eHa TONbKO a-dasa (cM. Tabmuiy). Takum 06pa3oM, Ipy MOBBILIEHUN TeMIIepa-
TYpBl OT)KUTA PETUCTPUPYETCsT KauyeCTBEHHOe M3MeHeHMe (a3oBOro cocraBa MeMOpaH
AOA B cnepyromem nopsake: amopdusiit — ALO; (kyouueckuit) — §-ALOs; — a-ALOs.
Il ompepeneHrsi KOMMYECTBEHHOTO COOTHOIIEHMsT MeXy dasamu TpebyeTcs: UCIOIb-
30BaHIe JOIOMTHUTE/IbHBIX METOJVK PEHTTCHOBCKOJI CIIEKTPOCKOIINIL.
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Puc. 1. Pentrenorpammsl g o6pasnos AOA mocre oTxura

IIpY pa3IMYHbIX TeMIIepaTypax

Msmenenue kpucmannuueckoti cmpyxkmypot AOA
07151 PA3IUUHBIX MeMNepamyp ommicuea

Ne 06p. | Temmepatypa omxura, °C| Cocrosiaune AOA
1 - peHTreHoaMopdHBbI
2 500 peHTreHOaMOp¢HbII
3 700 peHTreHOaMOp¢HbII
4 900 ALO; (xybuaeckmit)
5 1100 a-AlLOs n §-ALOs
6 1200 a-ALO;
7 1250 a-ALO;

Ha puc. 2 npencrasnensl nsmepenHele crekTpsl KJI g Bcex cuHTe3MpoOBaHHBIX
o6pasnos. Bugno, nia AOA ¢ amopdHOI U KpUCTA/UIN30BABILIEIICSA CTPYKTYpOii Habmo-
JlaeTCsA CYILIeCTBEHHOE pas/ndyie MOTy9eHHBIX 3aBUCHMOCTeN 0 GopMe M MOJI0KEHMIO
nosoc cBeyeHnus. [lna obpasua 1 Habmogaercs mupokas mojaoca B obmacru 2...3 3B u ys-
kmit ik 1,78 9B. s o6pasioB 2 1 3 B TON ke 006/1aCTV MO>KHO BBIJJe/INTD [iBa IIMKa:
2,1 m 2,659B. [Ina 4-ro obpasua uMeeT MeCTO IMMPOKMII UK B obmacTu 2,4 9B u crmabwrit
muk 1,783B. B KJI cnekrpax o6pasuos 5-7 Hapsamy co cnabbIM cBedeHuem 2,3..2,59B
HaOJII0AI0TC MHTEeHCUBHBIEe UKy 1,78 u 1,82 3B.

M3BecTHO, YTO MIOMMHECUMPYIOIIMMU LIeHTPaMy B HEOTOMOKEHHBIX crmoax AOA
ABsIOTCA Kucnoponusie Bakancuu (F-, F*-, Fo-1ieHTpsI 1 T. [.) ¥ TpuMeCHbIe KOMIUTEKCHI,
MOTaBIIIMe B OKCUIHBIN C/IOV B XOfle 97IEKTPOXUMUYECKOTO oKucnenns [7-9]. B saBucn-
MOCT) OT COOTHOIIEHNsI 9TUX HedeKTOB MOXKET IPOUCXOAUTH KaK CUHee, TaK U KpacHOe
CMellleHNe SMMCCHOHHOM TOJIOCHI C JIOMMHUPOBaHMEM TeX WIM WHBIX IIMKOB,
4TO ¥ HabmopaeTcs i o6pasnos 1-3. Otmernm, uro npu ¢popmupoBanuu B AOA xpu-
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CTA/UINYECKON CTPYKTYPHI (06pasupl 4-7) HaYMHAET JOMUHUPOBATDH IIPUMECHAs JIIOMU-
HecueHuMA B obnactu 1,78 u 1,82 3B, cBasannas ¢ noHamu Cr’* u Mn** [10], cooTBert-
CTBEHHO. YKa3aHHbIEe IIPUMeECH IIPUCYTCTBYIOT B ICXO[JHOI aTIOMUHIEBOI (OTIbTe.
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Puc. 2. Crextpsi KJI g o6pasuoB AOA mocre oT>xura
IIpY pa3NINYHbIX TeMIlepaTypax

3akno4yeHne

B Hacroseil paboTe BBINIOTTHEHO MCCIeOBaHNE HAHOMOPUCTHIX cTPyKTyp AOA, momy-
YEeHHBIX IBOJHBIM aHOJVIPOBaHVEM B IIJaBe/IeBOI KUCTIOTe, METOJaM!U PEeHTTeHO(a30BOro
U KaTOJOMIOMMHECIIEHTHOTO aHa/Mu3a. Y CTAHOBJIEHO, YTO M3MEHEHMA JIIOMWHECIIEHTHBIX
CBOJICTB 3aBVICAT OT M3MEeHEHMII (pa3oBOro cocTaBa BC/IEACTBYE BapbUPOBAHNUA YCIOBUIA
OT)KITa CHMHTE3VPOBAHHBIX OKCUHBIX CTPYKTYp. IIpoaHamms3upoBaHHBIE 3KCIEpPUMEH-
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Ta/IbHbIE€ [MJaHHbIE IIO3BOJIAIT YTBEPXXJaTb, YTO B HaHOIIOPpUCTOM AOA ¢ PEHTIE€HO-

aMOp(QHOI CTPYKTYpOIt ITpeobIafjaeT TIOMUHEeCHeHIs B obmactu 2,1...2,65 3B, 06ycnios-

neHHas kucmopopubiMu BakaHcusamu (F-, F'-, Fo-nientpol u T. 1.). Ilpu xpucrammsanumn

okeupa o a-ALOs; mpu 1100°C u Bbllle ZOMMHUPYET NpMMeECHas JIEOMUHECLCHIIVS
B KpacHoI1 obmacty, cBsasanHas ¢ monamu Cr’* (1,78 3B) m Mn** (1,82 3B).
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