ACNANTAP XXOHE 3KCNEPUMEHT TEXHUKACDI
NMPUBOPbI U TEXHUKA 3KCMNEPUMEHTA

YIK 621.9.047.7-022.532

A K.3eitnunenos, H.X.N6paes, ’K.M.AiitOaeBa

Kapazanounckuii 2ocyoapcmeennviii ynueepcumem um. E.A.Byxemosa
(E-mail:niazibrayev@mail.ru)

PaspaﬁoTKa TEXHUKHU U METOAUKH MOJYYCHUA HAHOCTPYKTYPUPOBAHHOT'O
MOPHUCTOTO0 OKCUIA AJIIOMUHHUA METOAOM AHOJAHOI'0 OKUCJIICHUS

B paGote npuBezneHbl pe3ynbTaThl pa3pabOTKU U M3rOTOBJICHHS SKCIICPUMEHTAIbHOI YCTAaHOBKH AJI IOJy-
YEeHUs ABYMEPHBIX HAHOCTPYKTYP METOJOM 3JIEKTPOXHMHUUYECKOT0 aHOAWPOBaHMs. [IIeHKH ¢ BBICOKOYTIOpS-
JOYEHHOW MOPHUCTOH CTPYKTYPOH IOJIydeHBI METOIOM JBYXCTaamitHOro aHoxmpoBaHus. C MOMOIIBIO pac-
TPOBOI JIEKTPOHHOH MHKPOCKOIHH YCTaHOBJIIEHO, YTO AWAMETp IIOp COCTaBisieT IpuMepHo 50 HM, a pac-
CTOSIHME MEX]IY COCeIHMMH KaHatamMu — mpuMepHo 105 M. OmpeneneHo, 9TO TONIIMHA INIEHOK paBHA
55 MKM, a yJeinpHas IUIOLIaAb MOBEPXHOCTH IOPHUCTBIX IUICHOK OKCHJIA AJIIOMHHUS, U3MEPEHHAas METOIO0M
KalWUIIPHON KOHJIGHCAlUK a30Ta, — 15.3 M2/T.

Kniouesvie cnosa: aHogupoBaHue, HIEKTPOXHUMHUYECKAs TOJUPOBKA, TIOPUCTHIA OKCHUA aTIOMHHUS, IBYX3IIEK-
TPOJHAs NEKTPOXUMUYECKAs sTUeHKa.

B Hacrosiiiee BpeMsi akTHBHO Pa3BHUBAIOTCSI METOABI CO3/IaHMsI HAHOCTPYKTYPHUPOBAHHBIX MaTEpPHAJOB,
OCHOBaHHBIE Ha UCIIOJIL30BAHUH TIpoIieccoB (popMupoBanus U camodopmupoBanus. OJHHM U3 pacpoCcTpa-
HEHHBIX METOOB MOJYYEHHS MOPUCTHIX OKCHIHBIX TUIEHOK C KOHTPOIUPYEMOU CTPYKTYpPOH SIBISIETCS aHOJ-
HO€ OKucieHue Metamios [1-4]. IIpu 3ToM nmapaMeTprl CHHTE3UPYEMON MOPUCTOM CTPYKTYpPBhl MOXKHO BapbH-
poBaTh B MIMPOKUX Auama3oHax (auametp mop ot 1 o 800 HM, paccTossHUE Mex Ty Topamu oT 3 10 1000 HM,
TOJIIIMHY TJICHKH — JI0 HECKOJIBKMX COTEH MUKPOH) IIyTEM HCITOJIb30BAaHUS Pa3IMYHBIX YCIOBUH aHOIUPO-
BaHUsI (COCTaB 3JIEKTPOJINTA, HAPSHKEHUE, TEMIIEPATypa U T.1.). DIEKTPOXUMHYECKUN TOAXO0/ TIO3BOJISIET HE
TOJILKO MPOU3BOJIUTH MOPHUCTHIE CPEbl HA MOBEPXHOCTH MATEPUAIIOB, HO U MOXKET OBITh MCIIOJIB30BaH IS
3aITOJTHEHUST 00Pa30BABIIUXCS TTOP TPEOYEMBIMH BEIIECTBAMHU C IICIBIO TTONYUYCHHS HAHOKOMITO3UTHBIX Ma-
TEPHAJIOB PA3MUYHOTO (PYHKIIMOHAIBHOTO HazHaYeHUs. KOHCTPYKIUS 3IEKTPOXUMUIECKON sYEHKH OIpe/ie-
JISIeT BO3MOXKHOCTh KOHTPOJISI T€X WJIM MHBIX MapaMeTpOB AIIEKTPOXUMHUYECKOH 0OpadOTKH, a Cle0BaTeb-
HO, UTPAeT BAKHYIO POJIb MPH MOITYICHUH HAHOMATEPUAIOB JaHHBIM METOJIOM [5].

B nacrosimeld pabote mpuBeIeHBI Pe3yNbTaThl UCCIICIOBAHUS TI0 MOTYYESHUIO TUICHOK MIOPUCTOTO OKCH-
Ja aIOMUHHS METOAOM 3JIEKTPOXHUMUYECKOr0 aHoIupoBaHus. J{i1st 3Tol nenu Obul pa3paboTaH U CKOHCT-
PYMPOBaH CIIELHATIbHBIA 3KCIIEPUMEHTAIBHBIA KOMILIEKC, OCHOBOH KOTOPOTO SIBIISIETCA JIEKTPOXUMHUYECKAs
srueiika BEpTUKAJIHHOTO THIIA.

BaxxHOll XapaKTepUCTHKON METaJUIMYECKOro AITOMUHMSA, BIUSIONIEH Ha MpPOLECC YHOPSIOYEeHHUs MO-
PHCTOI CTPYKTYPBI, SIBISETCS ILIEPOXOBATOCTh €ro moBepxHocTH. Ha pucynke 1 mokasaHna cxema yCTaHOBKU
JUTSL TIOJIMPOBKH MTOBEPXHOCTH ANIOMHUHHA. BhIpaBHUBaHHE MOBEPXHOCTH ATIOMHHUSA OCYIIECTBIISIOCH JJIEK-
TPOXUMHUYECKOUN MOJUPOBKON B UMITYJILCHOM pexkume. Mcronb30BaH 37IE€KTPOIUT, KOTOPBIA UMEET CIIEAYIO-
it coctas: CrO; (185 r/m) u H3PO, (1480 1/m). [TnactuHb! antoMuHUS IOTPY’Kaly B TOATOTOBJICHHBIN pac-
TBOp Tpu Temmeparype sektponuta 80 °C U MOCTOSIHHOM TepeMeluBanun. st IPOBEICHHS 3IEKTPOXH-
MHYECKOTO TTOJIMPOBAHUS OB BEIOPAHBI CIIEAYIONINE TTapaMeTphl: Hanpspkerne — 20 B, ok — 11 A, am-
TEJIBHOCTh MMITYJIbca — 3 CeK, HHTEpPBaI MEXIy UMITyibcamMu — 40 ceK, KOJIMYeCTBO UMITYJIbcoB — 40 1mT.
Bpewmst monupoBaHust HOBEPXHOCTH amOMUHUSA mpogoinkanock 40 muH. [Tocne npoBeneHus 3MeKTpOXUMUYE-
CKOW TIONMPOBKH O00pa3ipl THIATENBHO MPOMBIBAINCH B JTUCTHILIMPOBAHHOW BOJE ¥ BBICYIIUBAIUCH
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Ha aTMOC(i)CpHOM BO3aYyX¢E. KOHTpOJ'IL KaueCTBa MOJIMPOBKH OLICHUBAJICA MO BHCHIHEMY BHUAY MOBCPXHOCTU
AITIOMHUHUAA.
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1 — MCTOYHUK MOCTOSIHHOTO TOKA; 2 — KOHTaKTHBII TEPMOMETp; 3 — aHOI;
4 — KaTo; 5 — MarHMTHas MelIajKka ¢ IoJ0TPEBOM

Pucynox 1. Cxema ycTaHOBKH JUIsl 2JIE€KTPOXUMHIECKON MOIMPOBKH MOBEPXHOCTH ATIOMUHUS

Ha pucynke 2 nokazansl COM-nu300pakeHUs MOBEPXHOCTH TUICHOK AJIFOMHHUS JI0 M ITOCJIE ICKTPOXH-
MUYECKOU TOMUPOBKH. [IpH 3K TPOXIMHYECKOM MOIMPOBAHUH B IIEPBYIO OYEpeb PACTBOPSIOTCS Hanboee
BBICOKHE BBICTYIIBI IIIEPOXOBATOCTEH, 3aT€M MMOBEPXHOCTh BHIPABHUBAETCSA M CTAHOBUTCS TJAJKON U OJecTs-
mieit. 3aMeueHo, YTO YBEIUYCHUE MPOIOIKUTEILHOCTH AIICKTPOMOJIUPOBKY MPUBOAUT K CTIIAKUBAHUIO HE-
POBHOCTEH, HO COTPOBOXAAETCS 3HAYUTEIHHBIM PACTBOPEHHEM ATIOMUHHS W YMEHBIIICHHEM TOJIIUHBI Me-
TaJUIMYECKON MIacTUHEL. [lomydeHHbIe pe3ynbTaThl MOKa3ald, 9TO BU UCIIOIh3yeMOM TOJMPOBKY OKa3hIBa-
€T CYLIECCTBEHHOE BIMSHIE Ha KA4€CTBO TOBEPXHOCTH.

SEM HV: 20.0 kV ‘WD: 8.18 mm MIRA3 TESCAN| SEM HV: 20.0 kV/ WD: 9.08 mm MIRA3 TESCAN

View field: 166 pm Det: SE 50 pm View field: 33.5 ym Det: SE 10 pm
Date(m/dly): 08111115 Performance In nanospace Date{midly): 09/11/15 Performance in nanospace

0)

Pucynox 2. COM-n300pakeHusI MOBEPXHOCTH IUICHOK ATFOMUHUS
1o (a) u mocae (6) SNCKTPOXUMHICCKOH IMOJIUPOBKU

CHHTE3 OKCHUJIa ATFOMHHHUS OCYIIECTBIISUICS MPU «MSATKHX» YCIIOBHSX, BKIIOYAIONIUX JBE CTAUN aHO-
nupoBaHus npu HanpspkeHun U = 40 B B 0,3 M pacTBope maBeeBoi KHCIOTH [5]. B kauecTBe HCXOMHOTO
MaTepuraia ObUTH UCIIONB30BaHbl aTFOMUHIEBBIE IIACTHHBI (CTENeHb YUCTOTH 99,99%) Tommuno#i 0,5 MM 1
pasmepoM 3,5%x3.5 cm. Jlns yBenMYeHUs pa3Mepa KPHCTaNIMTOB aFOMUHUS, CHITUS MHKPOHAINPSKCHHUN B
o0pasiie U MOCIeAYIONIEero JOCTHXCHUS JTyqlIeld YIOpsAA0YeHHOCTH MOJNy4aeMbIX TIOp, MOJUIOKKH ATFOMU-
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HUS OTKUATANHN B My(enbHON neun Ha Bo3ayxe B Tedenue 10 gacos mpu 7= 500 °C. dns ynaneHus moBepx-
HOCTHBIX Ne(eKTOB aTiOMUHHS IMPOBOAMIACH IIEKTPOXUMHYECKAs TOJIHPOBKA B HMITYJIBCHOM PpEXKHME
B pactBope CrO; u H3PO,. ITociie aToro o0pasiisl MpOMbIBAIM B JUCTUUIMPOBAHHONW BOZE M BBICYIIHBAIIN
Ha BO3AyXe. DNEKTPOIUT OBbLT MOIydeH HA OCHOBE BOJBI ABOWHOM (DMUIBTpAIlMK M ACUOHM3ANHI Ha BOJOOUYHCTH-
teae AquaMax 360 Basic. YaenbHoe comnpoTtuBjieHue Boabl coctaBisuio 18,2 MOwm/cMm. TloaydyeHHble Mart-
PHIIBI OKCHA ATFOMUHHS OTACIIUINCH OT HEPOPEarupoBaBIIIeTo ATIOMUHUS CENIEKTHBHBIM PACTBOPEHUEM IO~
cnennero B pactBope CuCl, 8 HCl. Anoaupoanue menok [TOA npoBoaunocs npu HU3KOH TeMIepaType.

CxeMa yCcTaHOBKH AJIS1 TIOTyYEHHUS HAHOCTPYKTYPUPOBAHHOTO ITOPUCTOTO OKCHJIA alIFOMUHHUS IPEICTaB-
JieHa Ha puCyHKe 3. AHOAMPOBAHME AFOMUHUS MTPOBOAMIIHN B IBYXAJIEKTPOIHOM 3JEKTPOXUMUYECKON sTUeHi-
ke (3) ¢ ucrmonp30BaHNEM HCTOYHHKA MTOCTOSTHHOTO Toka MPS-7081 (4). KoHCTpyKITHS HCIIONB3yeMOM S9ei-
KM M3TOTOBJICHA U3 TOpoIIiacTa. BcromorarenbHbIM 3JIEKTPOAOM CIYXHJa INIATHHOBAA IJIaCTHHA, a pabo-
YUM 3JIEKTPOJIOM — OTIOIUPOBaHHAS aTIOMHUHHEBas (oyibra. AHOJUPOBAHHUE ATIOMHHHSA MPOU3BOAMUIIOCH
B XOJ0AMIbHON KaMepe (2) mpu temmeparype + 2 °C. TokoBble XapaKTEPUCTHKH IPOLECCa aHOAMPOBAHUS
amroMuHuA n3Mepsuichk ammepmerpom UT 803 (1).

L] 1

1 — amriepmeTp; 2 — XOJOIUIbHAS Kamepa; 3 — MBYXAJICKTPOIHAS
ANIEKTPOXUMHYECKas siueiika; 4 — UCTOYHHK TOKa

Pucynox 3. YcraHoBKa AJIS TOIydeHHS] HAHOCTPYKTYPHPOBAHHOTO
IMOPUCTOI'0 OKCHaa METAJLIIOB

Oco0eHHOCTBIO TAHHOW KOHCTPYKIIUU SIBIISICTCS TUIOCKOTAPAILIEIIEHOE B3aUMOPACTIONIOKCHHE JIEKTPO-
JIOB B JIBYX3JICKTPOJHOM JIEKTPOXUMHUCCKOM sSYeiKe, 4TO B pe3ysibTaTe 00ecreurnBaeT OJIHOPOJHOE pac-
MpeaeICHNUEe JIMHUM HANPSHKSHHOCTH JJICSKTPUUECKOTO IMOJIA IO IIoanud oOpasua. DTo CIIOCOOCTBYET I10-
BBIIICHUIO OJJHOPOJHOCTU F€OMETPUUYCCKUX MapaMETPOB MOPUCTON CTPYKTYpPBI MO BCEHl aHOAMPYEMOW IO-
BEPXHOCTH, a TAKXKE YIYUYIICHUIO BOCIPOU3BOJUMOCTH PE3YIbTATOB aHOAUPOBAHUS.

Ha pucynke 4 mnpencraBieHBI TOKOBBIE XapaKTEPUCTUKH TP TIOJYYCHUH OKCHIHBIX CIIOCB
B DJICKTPOJIUTE HA OCHOBE IIaBeieBOM KUCIOTHL. Kak BUIHO U3 MpPENCTAaBICHHBIX 3aBUCUMOCTEH, B MOMEHT
BKJIFOUEHUS HAMPSDKEHUS CHJIa TOKA B IIEMIM MMEET MaKCHUMAaIbHOE 3HaueHHE. DTO OOYCIOBICHO TEM, YTO
Ha TTOBEPXHOCTH ATIOMHUHHS €I HeT TUICHKH U, CIICOBATEIIbHO, CONPOTHUBIICHUE B IIETIH HE3HAYUTEIHHO.
Cpasy mociie BKIIOUSHUS HANPsDKCHHS HAYHMHACTCS POCT 0aphepHOT0 aHOTHOTO CJIOS, CO3IAIOIIETO 3HAYH-
TEIbHOE COMPOTUBIICHUE, YTO MPUBOAUT K MAJCHUIO TNIOTHOCTU TOKA B MEPBBIC CEKYHIIbI aHoAupoBanus. C
YBEJIMYCHUEM TOJIIIMHBI 0apbepPHOrO CJIOS YBEIMYHBACTCS TEMIIEpaTypa 3JIEKTPOJIUTA B MPHIICKTPOIHOM
CJI0€, YTO CIIOCOOCTBYET MOBBIMICHUIO PACTBOPUMOCTH aHOAHOMN IJICHKH. DTO MPUBOIUT K TOMY, 4TO c(hop-
MUPOBAaBIIUICS OapbepHBIA CIIOH HAYMHACT PACTBOPATHCS, B PE3YNIbTATE YEro MPOUCXOAUT yYMEHBIICHHE
CONPOTHUBJICHUS U HEKOTOPOE YBEIMUYECHHUE IJIOTHOCTH TOKa. [lepexon oT CHUXKEHUS IJIOTHOCTU TOKA K yBe-
JTYCHUIO XapaKTepU3yeT Hadajao o0pa30BaHUs MOPUCTOTO CIIOS aHOIHOW TUICHKHU. PaccTosiHue MexX Iy IeH-
TpaMH IOp IPOINOPIIMOHAIBHO HAMPSHKCHUIO, IIPU KOTOPOM IIPOBOAUTCS OkucicHue. Koadduiument mpo-
MOPIMOHATLHOCTH JISKHUT B MHTEpBae oT 2,5 1o 2,8 um/B.
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PI/ICYHOK 4. ToxoBEIe XapaKTCPUCTUKU ITpoLecca aHOAUPOBAHUS
amomunus B (COOH), kucmore

Mopdosiorus MOBEpXHOCTH U TIOMIEPEYHOTO CKOIa 00pa3IoB, MOMyYEHHBIX METOJIOM JIBYXCTaJUHHOTO
AQHOJMPOBAHMS, TIOKa3aHbl HA pUCYHKE 5. Ha MOBEpXHOCTH TICHKH HAONIOAIOTCS TIOPHI OJIMHAKOBOTO JIHA-
MeTpa ~50 HM U ¢ paccTosHHEM MexAy mopamu okonio 105 uM (puc. 5a). Ha momepeunom ckone oOpasiia
(puc. 50) BUIHBI MapaIJICIIEHBIC MPSIMBIC KaHAIBI, PACIIONIOKECHHBIC TICPIICHANKYIISIPHO TOBEPXHOCTH.

EHT = 7.00kV Signal A= InLens Mag=100.00KX 100nm EHT = 7.00 kv
WD= smm Photo No. = 8637 [ WD= 5mm

a) BEpXHsS CTOPOHA OKCHIHOM INICHKH ITOCIIe YAAJICHHS OaphepHOro CIIos; 0) MOMEePEeYHBII CKOI

Pucynox 5. COM-n306pakenus wieHkn aHogHoTo [TIOA, morydeHHOI METOJOM ABYXCTaANHHOTO aHOAUPOBAHUS
B 0,3 M pacTtBOpe 1iaBeneBoil KUCIOTHI pu HanpsikeHuu 40 B

Takum 00pa3om, pazpaboTaHHas SKCIIEPUMCHTAIbHAS YCTAHOBKA TIO3BOJISICT TIOTYYHTh MATPHIIBI OKCH-
Jla ATIOMUHHMSI C BBICOKOYTOPSAOYSHHON CTPYKTYPOH U € 33JaHHBIMHA T€OMETPHUECKUMH pa3MepaMu IMIINH-
JIprUYecKuX 1mop. BeISBIEHO, 9TO YyNOPSAOYEHHOCTH IIOPUCTON CTPYKTYPHI TNIEHOK aHOTHOTO OKCHIA alTFOMH-
HUS 3aBUCUT OT YCIOBUH aHOJIMPOBAaHUS. YCTAHOBJICHO, YTO YBEIUUYCHUE MPOJOIKUTEIBHOCTH IIIEKTPOXHU-
MUYECKOW MOJMPOBKU UCXOMHBIX 00pa3llOB ATFOMUHHS PUBOJIUT K CTIIQXKHBAHUIO HEPOBHOCTEH, HO COTIPO-
BOXKJAETCS 3HAYUTEIbHBIM PACTBOPEHHUEM ATFOMUHISI M YMEHBIIICHUEM TOJIIMHBI METAJTHUECKON TIACTHHBI.
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AHoaTay diciMeH HAHOKYPBLIBIM/IBIK KeYeKTi OKCU/ ATIOMUHUIII aTyFa
APHAJIFAH TEXHUKACBIH KIHE JAICiH 3ipJiey

XKymbIc GapbIChIHAA AIEKTPOXMMUSIIBIK AHOATAY OMICIMEH eKieNIeMIli HAaHOKYPBUIBIMAApIbI aly YIiH
TOXIpUOENK KOHABIPFBIHBI OHAEY MEH Jaspiiay HOTIDKelepl KenTipinreH. JKorapbl peTTenreH KeyekTi
KYPBUIBIMBI 0ap KaOBbIpIIAaK €Ki caThIIbl aHOATAY OMICI apKbUIBI aJIBIHIBI. PacTpiii 37eKTpOHIBI MUKPOCKOI
KOMeTiMeH KeyeK auaMeTpi — mamaMeH 50 HM, aj KepIIijiec TYTIKTep apalbFbIHAAFbl KambIKTBIK 105 HM
Kypaiiapl. KaObIpiak KanblHABIFE 55 MKM, ajl a30TThIH KalWUISPIIbIK KOHICHCALMSA d/IiCI aPKbUIBI OJIILICHTeH
TIOMUHHI OKCHJII KaOBIPIIAFbIHBIH HAKTHI OeTiHIH aynansl — 15.3 M2T.

A .K.Zeinidenov, N.Kh.Ibrayev, Zh.M.Aitbaeva

Development of techniques and methods producing nanostructures
porous aluminum oxide by anodic oxidation

Results of the experimental design and manufacturing systems for of receipt the two-dimensional nanostruc-
tures by electrochemical anodization. The films with a highly-ordered porous structure are produced using the
method of two-stage anodic oxidation. By means of raster electron microscopy it is found that the diameter of
the pores amounts to nearly 50 nm and the separation between the adjacent channels is almost 105 nm. The
thickness of the films is equal to 55 mm, and the specific surface area measured using the method of nitrogen
capillary condensation is 15.3 m%g.
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