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Self-organization of porous structures during electrochemical processing is most
pronounced during the formation of porous anodic metal oxides (aluminum, titanium,
tungsten, niobium, tantalum). Niobium foil with a thickness of 0.1 mm and a purity
of 99.99 % was used as a working electrode. For the formation of niobium oxides, 1
M H,SO, solutions with the addition of HF (0.1 M; 0.25 M; 0.5 M; 1 M) Polarization
studies were carried out on a P-45X potentiostat. in potentiodynamic mode. The
reference electrode is saturated silver chloride. The magnitudes of the potentials are
given relative to the normal hydrogen electrode. The morphology of the obtained
coatings was studied using scanning electron microscopy using a JSM-7001F
microscope. It is shown that the use of fluoride ion activator and electrolytes of
different nature allows at the initial stage of anodizing to provide conditions for the
formation of a anodic oxide film with different surface morphology.

Keywords: electrochemical dissolution; anodic behavior; niobium; porous
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HanonopucTtsrit OKCH]T HUOOWS, c(hOpMHUPOBAHHBIT c MOMOIIIBIO
ANEKTPOXUMUYECKOTO METO/a, MOXKET HMETh aMOp(HYI0 WU KPUCTAIIMYECKYIO
CTPYKTYpPY C YIIPaBIsieMON HAaHOCTPYKTYpPUPOBAHHON Mopdosoruel moBEepXHOCTH H
OBITh WCIIOIB30BaH JUIsI CO3JaHHUS KOMITO3MIIMOHHBIX MartepuaioB [l1]. AHomHas
okcuaHas 1uieHka (AOII) Ha HHOOMM 00JajaeT YHUKAJIbHBIMUA CBOMCTBAMH (TOPBI

HAHOMCTPOBOI'O pa3MCpa, BbICOKAA XHMHYCCKAA MW TCPMHUYCCKaAA CTOﬁKOCTB,
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KaTaluTUYeCKas aKTUBHOCTb U JP.), YTO JeaeT €€ MEPCIEeKTUBHON C MPAKTUUECKOU
TOYKH 3peHus. JlaHHBIN MaTepuan xapakTepU3yeTcs BOZMOXHOCTbIO 3(h(EeKTUBHOTO
MPUMEHEHUSI JUIsl CO3JaHUsl IIUPOKOrO0 CHEKTpa YCTPOMCTB, TAaKMX KaK Ta30BbIC
ceHcophl [2], comHeuHble Oatapeu [3], kaTamuzaTopbl [3], TOHKOIUICHOYHBIE
TUTHEBbIE akKymyssaTopel [3] u ap. CremoBarenbHO, pa3pabOTKa TEXHOJIOTHH
AMEKTPOXUMUYECKoro GopmupoBanus mopucTeix AOIl Ha HHOOWM W WCCIEAOBaHUE
UX CBOMCTB MPEJICTABISIET CYIIECTBEHHYIO HAYYHO-TIPAKTUYECKYIO 3HAYUMOCTb.

N3yuenne aHOAHOTO TIOBEACHUS HUOOMS TpoBoauian B pactBopax 1| M H,SO4 ¢
nob6asiaenuem HF (0,1 M; 0,25 M; 0,5 M; 1 M). Bce 31eKTpoiauThl ObLIH
IPUTOTOBJICHBI U3 PEAKTUBOB MAPKHU «X.4.» U «4.1.2.» Ha AUCTUIUIMPOBAHHOU BOJE.
[Tongpu3alimoOHHBIE UCCIEAOBAHUS OCYLIECTBISIIM HA moTeHnuocrare P — 45X. B
KauyecTBe paboyero 3JEeKTPoja UCIOJIb30BAIM HUOOUEBYIO (obry TOMIUHOMN 0,1MM,
guctoTor 99,99 %. OOpa3ubl XMMHYECKH MOJHMpPOBaIu B TeueHue 5 — 10 ¢ mpu
KoMHaTHOH TemmepaTrype (20 — 25°C) B pacTtBOpe cieayromiero cocraBa: HpSOj !
HNO; : HF =5 : 2 : 2. MaTepuanomM NpoTHUBOAJIEKTPOAA CIY>KUJI CBUHEI. DIEKTPOJ
CpPaBHEHMSI — HACBHIIIEHHBINA XJOpcepeOpsiHbId. BeInunHbl MOTEHIIMAIOB MPUBEACHBI
OTHOCHUTEIBHO HOPMAJIBHOTO BOJOPOIHOIO 3JEKTPOJA. DKCIEPUMEHTAIbHBIE JaHHbIE
Obun oOpaboTanbl Cc moMomIpl0 TporpamMmbl EIS Spectrum Analyse. JlanHas
nporpaMma IO3BOJISIET MOJICIUPOBATh YacCTOTHBIE 3aBUCHUMOCTH, Pa3IMYHBIX
SKBUBAJICHTHBIX CXE€M W CpPaBHUBATh HMX C OSKCIEPUMEHTAIBHO MOJYYEHHBIMU
pe3yJibTataM Ha HUOOMEBbIX oOpasuax ¢ AOIl, u Takum oOpa3oM, MO3BOJSET
0100paTh SKBUBAJICHTHYIO CXEMY, KOTOpask MaKCUMAaJIbHO TOYHO OYJE€T ONMHCHIBATH
noBeJieHHe ucciegyemoit cucremsl [4]. IlyTeM aHann3a pacCUMTaHHBIX [MAPAMETPOB
BBIOPAHOM PKBUBAJICHTHOM CXEMBbI MPOBOJIUIN OIEHKY CUHTE3UPOBAHHBIX OKCHJIHBIX
MTOKPBITUH.

VYcraHoBiIeHO, YTO TpH aHOAMpoBaHMM HUOOMs B pactBope 1 M HySOs ¢
yBelnnueHueM KoHueHtpauuun HF B uccnemyemom nuanazoHe HaOJromaeTcss oOiast
TEHJICHITUS TIOBBINICHHS TUIOTHOCTH TOKa (puc. 1), 4TO MOXET OBITh OO0YCIIOBIIECHO
B3auMoieiicteueM F- ¢ menkoir NbyOs, nmpuBoAsSiiMM K aKTHUBALMK TOBEPXHOCTH

okcuma. Ha «kpuBbix (puc.l) HaOmomaeTcss OIWH MaKCUMyM TOKa, dYTO
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CBUACTCIILCTBYCT O H606paTI/IMOCTI/I ITPOTCKaHuA IIpouccca @OpMHpOBaHI/IH OKCHIa
HHOOMsA. 3HaueHHE ITMKa TOKa YBCINYHUBACTCA C POCTOM KOHICHTPALIMHU (1)T0pI/II[-
HOHOB B JJICKTPOJIUTC. Pe3knit [moaAbEM AaHOAHOIO0 TOKa MW IICPEXOoJ CHUCTCMBI B
ITIaCCUBHOC COCTOSHHC CBiA3aHbI C q)OpMI/IpOBaHI/IGM MOHOCJIOA OKCHIA BBICIICH

CTCIICHM OKHCJICHHMA HA I'PaHUIIC C 3JICKTPOJIUTOM.
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Puc. 1. [ToreHnmogMHAMUYECKHE aHOTHBIE 3aBUCIMOCTH HHOOUS, KOTOPBIC
nmosrydeHsl B pactBopax: 1) 1M HySO4 + IM HF; 2) IM H,SO4+ 0,5M HF; 3) IM
H,SO,4 + 0,25M HF; 4) IM H,SO4 + 0,1M HF; 5) 1M H,SO,.

[IpuBeneHHBIE KPUBBIC MTOKA3bIBAIOT YBEIMYCHUE TOKA B UAMa30HE MOTEHIIUAIOB
or - 0,05 no + 0,45 B, 4T0 COOTBETCTBYEeT 00pa3OBaHMIO OaphEPHOW TUICHKH Ha
HUoOuu. B snextponutax 1 u 2 cieayromuil pocT TOKa, COOTBETCTBYIOIIUI POCTY
MOPUCTOTO OKCHIA, HAMHOIO BbIINIE, YeM B pacTBopax 3 u 4. Takoe mnoBencHUE
CUCTEMBbI MOXHO OOBSICHHTH TE€M, UYTO CKOPOCTh PACTBOPEHUS IIEHTPOB aKTUBHOU
MOBEPXHOCTU B JTUX DJJIEKTPOJUTAX MpeodsagaeT HaJ CKOPOCThIO 00pa3oBaHUS
AOIL

[Ipu yBemuuenun HampsbkeHus oT 20 mgo 60 B mopdororus moBepxHocTH
OKCUJHOM TUJIEHKH TaKX€ MEHSIETCS, UTO BUJHO M3 cpaBHeHus puc. 2.1 u 2.2. D10
MOXKET OBITh CBS3aHO C TIOBBIIICHHEM CKOPOCTH PACTBOPEHUS OKCHIa U3-3a
JIOKAJILHOTO pa3orpeBa 3JIEKTPOJIMTA B MOpax MPU BHICOKUX HAMpPsDKEHUAX. TommumHa
cuHTe3upoBaHHbIX amop¢HbIX ieHok [IOH naxomutcs B nuamaszone ot 90 mo 200

HM.

228



1 2 3

Puc. 2. COM noBepxXHOCTH aHOJHOTO OKCHJ1a HUOOUS
CHUHTE3upoBaHHOro B TeueHue 1 4.: 1) 1 M H2S04 + 0,25 M HF, 20 B;
2) 1 M H2S04 + 0,25 M HF, 60 B; 3) 1 M H2504 + 0,5 M HF, 60B.

BrisiBIeHHBIE COBOKYMHOCTH OCOOEHHOCTEM MOP(OJIOTUN  CUHTE3UPOBAHHBIX
IUICHOK SIBJISIETCS. OYEHb CJIOKHOW HAy4YHOM 3aJa4eil, Il PEUICHUS KOTOPOHU
1enecooOpa3Ho  MCHOJB30BaTh  METOJA  DJIGKTPOXUMHYECKONW  HMMIIEIaHCHOM
CIIEKTpOCKONMU. M3ydass OTKJIMK CHCTEMBI HAa BO3MYILIAIOUIMNA CHUHYCOWIAIbHBIN
CUTHAJ] Majod AaMIUIMTYAbl B I[IMUPOKOM JHANA30HE YacTOT, MOXKHO IIOJIYYHUTh
HH(pOpPMAITUIO O CTPYKTYPE U CBOMCTBAX IpaHUIIC pa3ielia dJIEKTPO/] / AIEKTPOJIUT.

B cBs3u ¢ Tem, yto nopucteie AOII cocTosT, Kak YKa3aHO BBIIIE, U3 IBYX YacTEH -
BHYTPEHHETO TOHKOTO OapbhepHOT0 CJIOS W  BHEIIHEr0 IMOPUCTOro, IS
MOJICJTUPOBAHUS TPaHMIIE pasjesia JJICKTPOHA / DIEKTPOIUT ObLIa HUCIOIb30BaHa
SKBUBAJICHTHAS dJIEKTPHUECKas CXeMa, KOTopasi OOBIYHO IPUMEHSETCS ISl ONMCAHMS

UMIICAAHCHBIX CIIEKTPOB JBYXCIOWHBIX OKCHIHBIX TOKPBITHH (pHc. 3).

Puc. 3. DxBUBaJIEHTHAS JIEKTPUUECKAs CXeMa MOPUCTOT0 aHOIHOTO OKCHA
HUOOUSA

B 3TOM citydae BBICOKOYACTOTHBIA OTKJIMK CHCTEMBI, OIUCHIBAEMOM 3JIEMEHTAMHU
R1-CPE1, oTHOCUTCSl K BHEIIHEMY MOPUCTOMY CJIOIO MOKPBITUS, @ HU3KOYACTOTHBIM,

omuckiBaeMbIl dnemeHTaMu Rp-CPE; - k BHyTpeHHeMy OecropuctomMy OapbepHOMY
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CJIOIO (pHC 2) AHanoruyHas SKBUBAJICHTHAsI CX€Ma MOXKET AACKBATHO IIPUMCHATBHCA

u Kk AOII nopucroro Turma.

10’ 6
10"+ 5
)
3 10 3 44
& €
s 1
~E 3_ 1 =. 3
o 10 qﬂ /
4 y 5
o IOI‘ (e) 24
10" T . . . . 1 " . . . .
20 30 40 50 60 20 30 40 50 60
u,B U B
1 2

Puc. 4. 3aBucumMocTh COIMPOTUBJICHUA U CMKOCTH ITIOPUCTOI'O IMTOPUCTOTO

OKCHUJa HUOOUS OT HaINpsiKeHUs: (POPMUPOBAHMS B pACTBOPE
1M H,SO4 + 0,25M HF
1 - BHYyTpeHHUI CI0M OKCH/IA; 2 - BHEIIHHUM CIIOM OKCHAA.

ComnpoTuBJIeHHE TOPUCTBIX IUICHOK, C(OPMUPOBAHHBIX B  DJIEKTPOJIUTAX,
cojmepxkammx (TOPUI-MOHBI MEHBIIIE Ha TMOPSIAOK, 4YeM Yy OaphepHBIX IUICHOK.
3HaueHUE EMKOCTH OapbepHOr0 CJI0si HA0OOPOT YMEHBIIAETCS C TOBBIIICHHUEM
HaIpsHKEHHS aHOAUpoBaHUs (puc. 4.2), yka3blBasi Ha yBEIUUYEHUE TOIIIMHBI OKCUA.

Takum  00pa3oM, HCMHOJB30BAHUE  AJIEKTPOXMUMHUYECKOTO  MOCIUPOBAHUS
MO3BOJIMJIO BBIJICIUTh U PACCUUTATh B MCCIENYEMBIX AHOJIHBIX OKCHAAX HHOOUS
ANEKTPUYECKUE MapamMeTpbl, COOTBETCTBYIOIIME pA3JIUYHBIM CJOSIM TOKPBITHS,
M3YyUYUTh OCOOCHHOCTH CTPYKTYpbl U MOP(OJIOTUM CHUHTE3UPOBAHHBIX OKCHUIHBIX
TUICHOK HHOOUSI.
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