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Cunre3 MOPUCTBIX IVICHOK SIIOZ METOAO0OM IICKTPOXUMHUYECCKOI'0 aHOAUPOBAHUS

B crarbe npuBeieHb! pe3yabTaThl HCCIIEIOBAHUA MUKPOCTPYKTYPHBIX M ONTHYECKHX CBOWCTB IUICHOK OKCHAA
0JI0Ba, MOJTYYEHHBIX JIEKTPOXUMHUYECKMM OKCHAMPOBaHHEM. BbUI POBEEH CHHTE3 aHOAMPOBAHHOTO JHOK-
CHJa 0JIOBA B BOAHBIX PacTBOpax I'MIAPOOKCHUJA HATPUS M IaBeIeBON KUCIOTH. CHHTE3 OCYIIEeCTBILIICS Of-
HOCTAIMIHBIM U ABYXCTaJUHHBIM MeTOAaMH. [3ydeHBl BpeMeHHBIE XapaKTEepUCTHKU IIPOIecca aHOJHPOBa-
HUSI B pa3HbIX 3J1eKkTpoinTax. Habmomaercst pa3mimaHbIi XapakTep BpEMEHHOH 3aBHCHMOCTH BEJIMYMHEI TOKA
AQHOJMPOBAHUS OT XMMHYIECKOTO COCTaBa JIEKTPOJHTA. [10JIydeHBI 31eKTPOHHO-MUKPOCKOIIMIECKIE CHIMKH
IJICHOK ITOPUCTOTO JUOKCHAA 0JIoBa. bbumy omnpenenensl pa3meps! nop mieHok SnO,. MUKpoaHaIu3 KOIMYe-
CTBEHHOTO 3JIEMEHTHOI'O COCTaBa IUICHOK MOKa3al ()OpMUPOBAHUE JUOKCHAA OJOBA B MPOLECCE ANEKTPOXHU-
MHYECKOT0 aHOIUPOBaHHUs. M3ydeHbl TakKe CHEKTPBI IIOMHUHECIIEHIIMN U CHEKTPBI PAMAHOBCKOT'O PACCEsTHHS
mwieHoK SnO,, MOJIy4eHHbIE B PA3JIMYHBIX JIEKTPOJIUTAX MPU OAHOCTAJUIHHOM M JBYXCTAIMHHOM METOAaX
cunHTe3a. VI3MeHeHNe XMMHYECKOr0 COCTaBa HCIOJIB3yeMOT0 MIEKTPOJINTA MM METO/[a CHHTe3a INICHOK JH1-
OKCHJIa 0JI0BA HE MPUBOAUT K HOSBICHUIO JOMOJTHUTENIBHBIX MOJIOC TIOMIUHECIIEHIINHY B CIICKTPAX JIIOMHUHEC-
neHmy. [IponcxoanT TONBKO MepepacrpeneieHne B MHTEHCUBHOCTSAX MMEIONIAXCS 1Moo cBeueHus. Crek-
TPHl PaMaHOBCKOT'O PAcCesHHs IUICHOK, moiydeHHsle B NaOH, cOOTBETCTBYIOT JINTEPAaTypHHIM JAaHHBIM.
B cnydae aHomupoBanus B anekrpoaute Ha ocHoBe HyCyOy4 ClieKTpBl paMaHOBCKOTO PACCESHUS OTINYAIOTCS
OT CIEKTpOB, HabmomaeMbIx Ui aHoaupoBaHHOW B NaOH mienkn SnO, u I HAHOCTPYKTYP IHOKCHIA
0JI0Ba, TOJYYCHHBIX B JAPyrux padorax. [Ipu 3TOM CIIEKTpBl paMaHOBEKOTO paccesHUs IUICHOK OJMHAKOBbIE
HPH OHO- U IBYXCTaIMITHOM METO/IaxX CHHTE3a.

Kniouesvle cnosa: QJICKTPOXUMHUYECKOEC aHOAUPOBAHUE, TUOKCHU/ OJIOBA, BJICKTPOJINT, SHSpFOI[I/ICHCpCI/IOHHLII\/'I
aHaJIn3, MUKPOCTPYKTYpa, JIIOMUHECLCHIMA, PaMaHOBCKOE paCCCAHNC.

[Ipo3padnble MPOBOASAIINE TUIEHKA OKCHIOB METAJIOB SBJISIOTCS aKTUBHBIMH KOMIIOHEHTaMH MHOTHX
COBPEMEHHBIX AJIEKTPOHHBIX yCcTpoiicTB [1-3]. B HayuHOW nIuTepaType MMEeTCsi HECKOIBbKO JOCTAaTOYHO
TIOJTHBIX 0030POB, TIOCBAIICHHBIX CBOMCTBAM JIMOKCHIA OJI0Ba [2] ¥ APYTHUX IUICHOK IMUPOKO30HHBIX MOITY-
MIPOBOJHUKOB HA OCHOBE OKCHUJ0B MeTaiioB [1]. JIMOKCH I 010Ba UCHOIB3YIOT B IPOU3BOJICTBE NMPO3PAUHBIX,
3JIEKTPOTNPOBOAIIMX U TEIUIOOTPAKAIOUIUX MATepHallOB, a TAK)KE B KaUeCcTBE KaTaln3aTropa peaklui 3ame-
mennst u ruaponusa. Torkue mieHkr SnOy MCTIONB3YIOT B KAYECTBE MPO3PAYHBIX MTPOBOMSAIINX MOKPBITHMA
B QJIGKTPOHHBIX IIPUOOpax, MUPOKO MPUMEHSIOT B Ka4eCTBE Ta30BBIX CEHCOPOB. B TeueHue mocieqHux He-
CKOJIBKHUX JIET OBUIH XOPOIIIO MCCIEA0BaHbI JaTYMKU T'a3a HA OCHOBE MOJYITPOBOTHUKOBBIX OJJHOMEPHBIX OK-
CUJIHBIX HAHOCTPYKTYP, HAHOMPOBOJIOK, HAHOIIEHT, HAHOTPYOOK U T.1. [2-4]. Jls psima MeTauioB npu ompe-
JICJICHHBIX YCIIOBUAX aHOAUPOBAHUS BO3MOXKHO MOIYYEHUE MOPUCTHIX OKCUAHBIX IUICHOK C 3aJaHHBIMU Pa3-
MepaMHi HaHOTIOp, TOJIIWHBL TUIEHKH U TopucTocTH. K TakuM MeTamiaM OTHOCSTCS: alFOMUHHN, HUOOWH,
TaHTaJ, TUTaH, HUPKOHUNA [5]. [y KaXa0ro U3 3TUX METAJIOB CYIIECTBYIOT CBOU YCJIOBHS IMPOBEICHUS
poliecca aHOAUPOBaHMsE. CBOMCTBA MOPUCTHIX IUICHOK CHJIHLHO 3aBHUCAT OT CBOWCTB METaila. Y HUKAIbHAS
MOpUCTasl CTPYKTYpa, MapamMeTpbl KOTOPOHW (IUaMeTp, IJIMHA W PACCTOSHHE MEXIY COCEIHUMHU TIOPaMH)
MOYXHO BapbHpPOBATh MPU BHIOOPE AIEKTPONINTA, YCIOBUH (HANpsHKEHUE, TOK, BpeMs) aHOAMpoBaHus. Bapbu-
pOBaHME BPEMEHH aHOIUPOBAHUS MPUBOIUT K W3MEHEHUIO TITyOWHBI TIOP. DTO SBISETCS BAXKHBIM IIPEHMY-
IIECTBOM JIAHHOTO METO/Ia TIepe]] APYTUMH METOIaMH TIOTYYSHHS ITOPUCTON CTPYKTYphI SnO, [6, 7]. [lnenkn
MOPUCTOTO OKCHJIA OJIOBa MOXKHO HCIONB30BaTh B Ka4ecTBE DJEKTpojia (POTOBOIbTaNYeCKOl sueiiku ['per-
€ISl UM OpPTaHUYECKUX CBETOM3ITYUYAIOUINX JIEMEHTOB.

B HacTosmeit paboTe mpuBeeHBI Pe3yIbTaThl NCCIICIOBAHUS BIUSHUS YCIOBUN AIIEKTPOXUMHUECKOTO
AHOJUPOBAHUS HA MUKPOCTPYKTYpPHBIE M ONTHYECKHE CBOWCTBA TUIEHOK TMOKCH/IA OJIOBA.

B kauecTBe mMcxomHOTO MaTepuaia JUIs CUHTE3a MOPUCTOTO OKCHJIA OJI0BAa OBLIM HMCIOJIB30BaHbBI ILIa-
CTHHBI 0JI0Ba TOMIUHOM 0,5 MM 1 T€OMETPUIECKUMHU pa3MepamMu 2,5%2,5 cm.

s moAroTOBKM K MPOBEACHUIO MPOLiEcCa aHOJUPOBAHUS MPOBOAWIACH XUMHUUECKAs MOJUPOBKA MO-
BEPXHOCTH OJOBSHHBIX IIacTHH. llepen mpoBeneHHEM CHHTE3a IMOBEPXHOCTh MOJUPOBAHHBIX IUIACTHUH
00e3KUPHUBAITN 3TUIOBEIM CIIUPTOM, TIOCIIE TIPOBOIMIIN OYKCTKY B YIBTPa3BYyKOBOH BaHHe. CHHTE3 IMOPUCTO-
ro SnO, MPOBOAWIIN B ABYXDJIEKTPOIHON IIIEKTPOXUMHUYECKON siueiike ¢ MCIOIh30BAaHUEM MOTEHIIMOCTaTa-
ranpBanoctata P-30JM (Elins), B pexumMe MOCTOSSHHOTO HANPsDKEHUS. BCcroMorarenbHBIM 3JIEKTPOIOM CITy-
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JKWIIa TUIATHHOBAS IIACTHHA, a pab0vMM 3JIEKTPOAOM — ITOJIMPOBAHHAS IUIACTHHA 0JI0BA. B KadecTBe aek-
TPOJIUTA UCITIOJIb30BaHBI BoAHBIC pacTBophl NaOH u maBesneBoit kucinotsl HyC,Oy.

Cunre3 nmopuctoro okcuaa SnO, OCYIIECTBISIICS OAHOCTAIUHHBIM WM MHOTOCTAaIUIHHBIM METOJaMH.
[Ipu ogHOCTaNUIHOM METOJE MPOU3BOJWIOCH AHOJUPOBAHUE B AneKkTponure B Teuenue 50 munyt U=12 B.
[Ipu nByXcTaanitHOM MeTO/e MePBOHAYAIILHO MTPOM3BOAMIOCH aHOMpoBaHue B Teuenue 50 munyt, U=12 B.
3aTteM aHOAMpOBaHHAas MIeHKa SnO, yaangnach B yAbTPa3BYKOBOM BaHHE, U MPOLIECC aHOTUPOBAHUS TIOBTO-
psincst. Bpems anopupoBaHus Takxke coctaBisio 50 munyt mpu U=12 B.

DNEKTPONHT OBLT IOIYYCH Ha OCHOBE BOJIBI ABOWHOW (PHIIBTpAIlMU U ICUOHM3AIMHA HA BOJOOYUCTHTEIIC
AquaMax 360 Basic. YaenbHOe cOnpoTHBIICHHE BOABI cOCTaBauio 18,2 MOM/cM. AHOAMPOBAaHUE TUICHOK
MTOPUCTOTO OKCHJA 0JI0Ba MPOBOIMUIIOCH IpH Temmeparype 25 °C.

B mpormiecce aHomMpoBaHUS HANPsHKEHHUE TIOIEPKUBATIOCh TOCTOSTHHBIM (TTOTEHITMOCTATHISCKUN pe-
KUM aHojupoBaHus). [locne aHOMpOBaHMS TUIEHKHU MPOMBIBANIA JUCTUIUIMPOBAHHOW BOJOM 1 BBICYIIHBAIIN
B cyImmibHOM Tikady npu temmneparype t = 60 °C.

BaxHBIM 3TanioM KOHTPOIIS TpoIlecca aHOIUPOBAHUS ABISIETCS U3MEPEHHE TUIOTHOCTH TOKa B TIPOIIECCe
aHOUpPOBaHUS. BenmnurHa ToKa O3BOISIET OIIEHUBATh CKOPOCTh MPOTEKAHUS PEAKIIHH U TOJNMIMHY OKCHJTHO-
ro ciiosi. XapakTep M3MECHCHHUS TOKa TO3BOJISICT OLICHUTh BPEMCHHBIC XapaKTEPUCTHKHM Pa3JIMYHBIX CTa-
T CHHTE3a OKCUTHOM TuteHKH. Ha pucyHke 1 mpuBeIeHBI TOKOBBIE XapaKTePUCTHKH IIPOIECCa aHOTUPOBa-
uus. poriecc anoaupoBanus i pa3nuyHbIx coctaBos nekTposmra (NaOH u H,C504) 3Ha9MTENBHO OTIH-
qaercs. [ns BogHoro pactBopa NaOH TokoBast xapaktepuctuka (puc.. 1, Kpuas 1) cOep uT cTaauo ma-
nenust BenuuuHbl Toka (0T 0 g0 500 ¢) W cTaguio MOCTENEHHOTO pocTarBeandnHbl Toka (oT 500 c
10 1200 c). P-30JM (Elins) 1 npuBeneHa B pyKOBOACTBE MO KCIUTyaTalliX HIprOOpa. YMEHbIICHHEe HHTCH-
CHUBHOCTH TOKa Ha HA4aJbHOM 3Talle aHOJUPOBAaHUS CBS3aHO C POCTOM TOJIIMHBI OKCUIHOW TuieHKH SnO,.
[Ipu crenyromel cTaguu aHOAWPOBAHUS, CBSI3AHHOW C MEUIEHHBIM POCTOM BEJIMYHMHBI TOKA, MPOUCXOIUT
o0Opa3oBaHre TIOPUCTON CTPYKTYpHI TuIeHKH SnO, U TATBHEUIICE yBEITUICHNE TONIIUHBI OKCHTHOW TUICHKH.
[locmeaawmii 3Tan CBsA3aH ¢ 3aMeJICHUEM POCTa TONIIVHBI MOPUCTOH mieHku SnO,. B mporneccax, mpu KoTo-
PBIX HaOJIIOJaeTcsl HE3HAYNTENbHOE N3MEHEHHE TUIOTHOCTU TOKA, MPOMCXOJUT OJJHOBPEMEHHBIN POCT TOJ-
ITUHBI OKCUTHOTO CIIOS M PACTBOPEHUE OKCHIHOTO CIOS B SJIEKTPOIHTe. B ciiydae MCIoONbp30BaHUs pacTBOpa
[IABEJICBOM KUCIIOTH HAaYalIbHBIM BPEMEHHOW ATam aHOIUPOBAHUS HE COJIEPIKUT yJacTKa, Ha KOTOPOM TIpo-
WCXOJIUT MaJICHNE BEIMYMHBI TOKA, IPOTEKAIOIIETO B fiuelike. ITO TOBOPUT O TOM, YTO K Ha4ajy DJIEKTPOXH-
MHUYECKOTO aHOJMPOBaHUS IJICHKA Sn copepKuT cioil SnO, ¢ OoNpIIMM 3HAUYCHHEM TOJIIHHBI 00pa3oBaB-
IIeTOCs] OKCHIA B Pe3yiIbTaTe KOHTAKTa IUIaCTHHKY ¢ pacTBopoMm H,C,04. Bropas cramus npomecca, conep-
JKalas pocT IUIOTHOCTH TOKa B siuerike B pactBope H,C,04, mpoomxaeTcsa Bce BpeMsi B IPoliecce aHOIUPO-
Banusl. [Ipu aToM HabmoaaroTest O0JbIIME 3HAYCHHS TUIOTHOCTU TOKA 110 CPABHEHUIO C MPOIECCOM aHOUPO-
BaHUs B pactBope ¢ NaOH. B menoM TOKOBBIE XapaKTEPUCTHUKH MPOIECCOB aHOIUPOBAHUS COOTBETCTBYIOT
AHAJIOTUYHBIM JIAaHHBIM, TIPUBEJCHHBIM B pabote [8].
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Pucynox 1. TokoBBIE XapaKTEpHUCTHUKH MpOLecca aHOANPOBAHUS 0JI0BA
B pactBope NaOH (0,3 M) (xpuBas 1) u B pactBope H,C,04 (0,3 M) (xpuBas 2)

JL1st MUKPOCTPYKTYPHBIX MCCIICOBAHNH IJICHOK, aHOJAUPOBAHHBIX TPH PA3IMYHBIX YCIOBHSX, UCIIOIb-
30BAJICSl CKAHUPYIOIIUH AIIEKTPOHHBIH MuKpockon ¢ karogom lortku (COM) Mira3 (Tescan). Mukpoana-
T3 KOJIMYECTBEHHOTO AJIEMEHTHOTO COCTaBa TUICHOK MPOU3BOIWIICS SHEPTOAUCIIEPCHOHHBIM METOJIOM C TIO-
MOIIIBIO PEHTT€HOBCKOTO CIIEKTPOMETPa C AETEKTOPOM, BCTpOeHHBIM B COM. M3yueHne 3MeMEHTHOTO CO-

Cepusa «dusmka». Ne 3(91)/2018 67



I.C. OmaposBa, [1.A. AdaHacbeB, H.X. M6paes

CTaBa IJICHKU, oMydeHHOH B BogHoM pactBope NaOH u H,C,0,, nokaszano npucyTcTBUE aTOMOB 0JIOBA U
KHCJIOPOJIa, YTO CBUJIETEIBCTBYET 00 0Opa3oBaHUM Ha TOBEPXHOCTH TUICHKH OKCHa oioBa (puc. 2 a, 0).
Taxke B 9HEPTOUCIIEPCHOHHOM CIIEKTPE MPUCYTCTBYIOT IIHKH, COOTBETCTBYIOIINE 3MUCCHU ATOMOB HATPHS
U yriiepoja.

Jis onpeneneHus KOMMYECTBEHHOTO COCTaBa aHOJAWPOBAHHBIX TUICHOK OBLT MCTIONB30BaH 3JIEMEHTHBIN
COCTaB, IIPUBEJCHHBIN Ha PUCYHKE 2 B BECOBBIX (MaccoBbIX) %. [l omnpenesneHuss OTHOCUTENBHOIO Yucia
aTOMOB KaXKJIOTO 3JIEMEHTa B COCIMHCHHUH BECOBBIC % 3JIEMEHTOB MEPEBOIIUCH B aTOMHEIE %. OI1eHKa KO-
JIMYECTBEHHOTO COCTaBa IJICHKH IMOKAa3aja, YTO C BEICOKOH CTENEHBIO COOTBETCTBHSI IMIPOUCXOAUT 00pa3oBa-
Hue mwieHkn SnO,, a He wieHku SnO.
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PucyHOK 2. DHEeproaucnepcUOHHbBIN aHAIH3 IDICHOK okcuaa onosa: a) NaOH; b) H,C,04

bbu poBeIeHb! UCcCIeI0BaHUs MUKPOCTPYKTYPbI INIEHOK SnO,, MOIyYEHHBIX B JIEKTPOJIMTAX HA OC-
HoBe NaOH u H,C,0,. Mopdosorust mnoBepXxHOCTH TIICHOK MpHUBEJeHa Ha pucyHke 3. OueHka pa3mepa mnop
MoKa3ajia, 4To Iopsl B mieHke SnO,, momydenHord B NaOH (42 HM), IMEIOT MEHBLINHA pa3Mep, YeM IOpPHI B
mierke SnO,— H,C,04 (54 HM). DTO HECKOJIBKO OTIIMYAETCS OT pa3MepOB MOp, MOIY4YEHHBIX B paboTte [8].

Hiis monydeHHBIX wieHOK SnO, ObUIM U3MEPEHBI CIIEKTPHI JIIOMUHECHEHIIMU U CIIEKTPBl PAMaHOBCKOTO
paccessHus cBeTa. CrieKTphl (hiyopecueHIn u3Mepsuinch Ha cnektpodayopumerpe Cary Eclipse (Agilent).
CHexTpsl paMaHOBCKOTO PACCESHUS CBETa M3MEPSUINCh HAa CKAHMPYIOIIEM PaMaHOBCKOM KOH(OKAIEHOM
mukpockore Confotec MR520.

CrieKTphl JTIOMUHECLEHLIMH TTOJIyYSeHHBIX TOPUCTHIX TeHOK SnO, npuBeaeHbl Ha pucyHke 4. @oToBo3-
OyXJIeHHE TUICHOK OCYIIECTBISUIOCH Ha JuinHe BomHe 350 M. Jlns mienku SnO,, nomydennoit B HyCyOy,
B CIIEKTpE JIFOMUHECIICHIIMM HAOIIOJAI0TCsl J[BA BBIPAKEHHBIX NMHKAa ¢ MakcuMmymamMu Ha 420 u 430 HM.
B cnextpe momunectennmy mieHkn SnO,—NaOH nabnromaercs nuk Ha 440 M. [Tuk Ha 420 HM MeHee BEI-
pakeH M MPOSABIISIETCS B BUAE IJIeya B CIIEKTPE JIOMHUHECIICHIIUHN. TakuM 00pa3oM, BHE 3aBUCHMOCTH OT XH-
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MHYECKOTO COCTaBa HKCIIOJIE3YEMOTO DIICKTPOJUTA, CIIEKTPHI JTFOMHUHECHECHITUM aHOUPOBAHHBIX IIICHOK
ONM3KK MO0 CBOUM XapakTepucTukaM. CpaBHEHHE CIIEKTPOB JIIOMUHECIICHIIMU C JIMTEPaTypHBIMU JaHHBIMU
MOKAa3bIBAET, YTO TOJOCHI JIIOMUHECIICHIIMN ¢ MakcuMyMamu Ha 420 HM u 440 HM MOTYT OBITH CBSI3aHBI CO

CTPYKTYpHBIMH faedexTamu B ienke SnO, [9, 10].
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Pucynok 3. MEKpoCTpyKTypa oBepXHOCTH IuIeHOK SnO,: a) NaOH; b) H,C,0,4
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Pucynox 4. CnekTpsl JIFOMHAHECIICHITH IeHOK SnO,: a) H,C,04; b) NaOH

Takxke H3MEpEHBL CIIEKTPhI JTIOMUHECIEHIIMH TIJIEHOK, MOJYYEHHBIX OJHOCTAIUMHBIM M ABYXCTAIUN-
HBIM MeToAaMH. JJaHHBIE CIIEKTPHI IPUBENCHBI HA pUCYHKE 5. [Ipy NBYXCTaIMHHOM METO/E CUHTE3a MHTEH-
CUBHOCTB JIIOMUHECHEHIIMY B [[Ba Pa3a BbIIIE MHTCHCUBHOCTH Ul IJIEHKH, [IOJYYEHHOHW OJHOCTaJAUNHHBIM
MeToAoM. Takum 00pa3oM, BOSMOXKHO, KOJIMYECTBO CTPYKTYPHBIX OE(PEKTOB YBEIMYMBAETCS MPH JIBYyXCTa-
JUIMHOM MeTone cuHTe3a. [laHHbI pe3ynbTaT TpeOyeT MPOAOJDKEHHUS! MCCIEIOBAHUN U MOXKET MO3BOJIHTH
YCTaHOBUTH MIPUPOJLY LIEHTPOB 1€(EKTHOMN JIFOMUHECHEHIIMN aHOJUPOBAHHBIX INIEHOK SnO,.
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Pucynok 5. CriekTp JIFOMHHECIIEHITUN OKCHIa 0JioBa B pacTBope HyC30,
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Pucynox 6. CnekTpsl KOMOMHAIIMOHHOTO paccesHus cBeTa IICHOK SnO,,
MOJIY9eHHBIX METOJOM OHOCTaanitHOTO cuHTe3a: a) NaOH; b) H,C,04

CnexTpbl KOMOMHAIIMOHHOIO PaccesHusl cBeTa IIeHOK SnO,, MONyYEHHBIX B Pa3HBIX 2JIEKTPOJHUTAX,
MPUBEACHBI HA PUCYHKE 6. JlaHHBIE CIIEKTPBI 3HAUYUTEIBHO OTIAMYAIOTCA APYr OoT Apyra. s mienku SnO,,
nonyyeHHol B NaOH, cmeKkTpbl paccessHusl COOTBETCTBYIOT JUTEpaTypHbIM naHHbM [11, 12]. B cnekrpax
paccesHus MPUCYTCTBYIOT MUKH, [TOKa3bIBalOIUe (OPMUPOBAHNE PYTUIBHON (POPMBI KPUCTAIUTMYECKOHN pe-
metku SnO, (630.em™, 770 em™). TTuxu Ha 500 cM™' 1 700 cm™' HaGrOAIOTCS IS OGBEMHBIX KPHCTAILIOB
SnO,. [ux Ha 550 cM! TOBOPHT O HATMYMH HEyIOPSIOUEHHOCTH B aHOAMPOBaHHOH mierke SnO,. Crektp
pPaMaHOBCKOI'O paccesHus uid mwieHKu SnO,, nomyuenHoi B H,Cy04, COAEPAKUT MIMPOKYIO MOJIOCY C MAKCH-
mymoM Ha 520 um.  Jisa aeyxcraauiinoi mienku SnO, (H,C,0,) Takxke HaOM0Aa€TCS TONBKO MIUPOKAs MO-
Joca ¢ MakcumyMoMm Ha 520 uwm (puc. 7).
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Pucynok 7. CriekTp KOMOWHAITMOHHOTO paccessHus cBeTa TuieHkr SnOy;
MOJY9YEeHHON AByXcTaauiHBIM MeTtoaoM B H,C,Oy

CriekTpbl KOMOWMHALIMOHHOTO paccestHusl cBeTa Uid IuleHOK SnQOj, MOIYYEHHBIX ONHOCTAIUIHBIM
u nByxctaguiHeiM Metogamu B H,C,04, HMEIOT 0ZJMHAKOBBIE XapaKTepucTUKN. OHAKO OHM OTJIMYAIOTCS OT
CIEKTPOB, HabmogaeMbIx 11t aHoaupoBanHON B NaOH mienku SnO, u At HAHOCTPYKTYDP AHUOKCHIA OJI0Ba,
MOJTYYEeHHBIX B ApYyrux padorax [11, 12]. Dror dakT TpeOyeT npoBeneHus OTACIBHBIX MOAPOOHBIX UCCIIEI0-
BaHmi 00pasnoB SnO,, anoaupoBanHbIX B HyC,0y.

Takum 06pa3zom, Hcciien0BaHus MOTYUYSHHBIX 00pa3IoB MOKa3all, YTO aHOAUPOBAHHbIE INICHKH UMEIOT
CTEXHOMETPHUECKHUM cocTaB, Onm3kuii kK SnO,. [IneHkn UMEIT MOPUCTYIO CTPYKTYPY € pa3MepoM Iop, 3aBU-
CSLIMM OT XMMHYECKOTO COCTaBa HCIIOIBb3YEeMOIO 3JIEKTPOJNUTA. K3ydeHbl CIEKTphl JIIOMMHECLEHLIUH U
CIEKTPbl PaMAaHOBCKOIO PACCESIHUS IMONTYyYCHHBIX IUICHOK. VICHONb3yeMblli 3JIEKTPOIMT HE3HAYUTEIIHLHO
BJIMSIET HA CIEKTP JIOMUHECLEHINH TUICHOK, HO 3HAYNTENBHO BIHSET Ha CIIEKTP PAMAHOBCKOI'O PACCESTHMUS.
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DNEeKTPXUMMSUIBIK aHOATAY dAiciMeH SnO, KeyeKTi Ka0bIPIIAKTAPBIH CHHTE3/1ey

Makanaga  9JICKTPXUMHSUIBIK ~ TOTBIFYMEH  aiblHFaH  Kajaiibl  JHOKCHIOI  KaObIpIIAKTapbIHBIH
MHKPOKYPBUIBIMIIBIK JKOHE ONTHKAIBIK KACHETTEPiH 3epTTey HOTIKeNepi KentipiareH. Harpuil runpokcuai
JKOHE OKCOJI KBIIIKBUIBIHBIH Cy epITIHAICIHIEe aHOATaNFaH KaJaibl TUOKcui cuHTe3neni. Cunres Oip- sxoHe
KOICaThUIbl OMICTEPMEH JKY3€re achIpbULIbl. OPTYPJi OJICKTPOIUTTEPAC AHOATBHIK YICPICTIH YaKbITTBHIK
CHMaTTaMaiapbl 3ePTTEIIl. DIEKTPOIUTTIH XUMHUSUTBIK KYPaMbl OOUBIHINA AHOATHIK TOK OJIIIEMIiHIH YaKbITKA
Toyenminik e3remrerniri Oafikamamel. Keyekri Kamaiibl IHOKCHAI KaOBIPIIAKTAPBIHBIH  AJICKTPOHIIBIK
MHKPOCKOMMSUTBIK ~ KecKiHaepi anmbiHAbl. SnO, KaOBIPUIAKTApBIHBIH KEYeKTi eJIIeMi aHBIKTaJJIbl.
KaObIpurakrapablH CaHABIK 3JIEMEHTTIK KYPaMbIHBIH MHKPOTaJIaybl JICKTPXUMHSIBIK aHOATAY YIepiciHie
KaJaibl TUOKCUJIIHIH Taiina 0onybsiH KepceTTi. COHai-aK CHHTE3/IiH Oip- )KOHE eKiCaThUIBI 9IIicTepi Ke3iHae
opTYpii 3nekTponuTTepie ansiaraH SnO, KaObIpIIAKTApBIHBIH JFOMHHECIICHIUSACH JKOHE paMaH Ianibipay
criektpiepi 3eprrenai. KojgaHbUIaTblH 3JEKTPOJUTTIH XUMUSIIBIK KYpaMBIHBIH €3repyi HeMece Kaslaibl
IUOKCU/I KaOBIPIIaKTapAbl CHHTE3JEY OJiCi JIOMUHECHEHIUS CIIEKTpJIepiHe KOCHIMINA JIIOMUHECIEHIINS
JKOJIAKTAPbIHbIH Maiaa 6oybiHa okeaMenai. KomkeTiMal xapKpipay ’O0JaKTapbIHbIH KapKbIHIBUIBIFBIHIA TEK
Kaiita Oesry Gomansl. NaOH-ma anelHFaH paMaHZIBIK INAIIBIpay CIEKTpi o1ebu aepekrepre!coiikec TypHe.
backa 3epTTeysep/ieH anblHFaH Kajlaiibl AMOKCUATI HAHOKYPBUIBIMAAP YIIiH jkoHe SnO, KaObIpIIaKTapbIHBIH
H,C,0, Herisingeri »naeKTpOIMTTE aHOATANIFAH >KarAaiinarbl paMaHAblK Imambipay crekrpi NaOH-ta
AQHOJMPJICHIeH KaObIpIIakTa OalKaJaThIH CIEKTpIEepIeH epekineneHeni. bip- 'koHe eKicaThuIbl CHHTE3
oxicrepine KaObIpIIaKTapAbIH paMaHAbIK MaNbpay ceKTpiepi 6ipaeH.

Kinm co30ep: 2NeKTpXUMUSIIBIK aHOATAY, KAJIAHbl AUOKCH/IL, STIEKTPOIIUT, MUKPOKYPBUIBIM, JTIOMUHECIICHIIHS,
paMaHJBIK IAIIBIPAY.

G.S. Omarova, D.A. Afanasyev; N.Kh. Ibrayev

Synthesis of porous SnQO, films by electrochemical anodizing

The results of the investigation of the microstructural and the optical properties of tin oxide films obtained by
electrochemical oxidation are presented in the article. Synthesis was conducted anodized dioxide tin in aque-
ous solution of sodium hydroxide and oxalic acid. Synthesis of porous tin dioxide was carried out by single-
step or multistage methods. The time characteristics of the anodizing process in various electrolytes have
been studied. There is a different nature-of'the time dependence of magnitude of the current anodizing from
the chemical composition of the electrolyte. Obtained electron microscopic pictures membranes porous diox-
ide. The pore sizes of the tin dioxide films were determined. Microanalysis of the quantitative elemental
composition of the films showed the formation of SnO, oxide in the process of electrochemical anodization.
The luminescence and Raman scattering spectra of SnO, films obtained in various electrolytes during the
one-stage and two-step methods of synthesis have also been studied. The change in the chemical composition
of the electrolyte used or the method of synthesis of tin dioxide films does not lead to the appearance of addi-
tional luminescence bands in the luminescence spectra. There is only redistribution in the intensities of the
existing luminescence bands. Spectra of Raman scattering of films obtained in NaOH correspond to the litera-
ture data. In the case of anodizing in an electrolyte based on H,C,04, the Raman scattering spectra differ from
the spectra observed for the SnO, film anodized in NaOH and for tin dioxide nanostructures obtained in other
studies. At the same time spectra of Raman scattering films the same with the one-stage and two-stage meth-
ods of'synthesis.

Keywords: electrochemical anodizing, tin dioxide, electrolyte, microstructure, luminescence, Raman scatter-
ing.
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