Hcaes A.B., Opyoxces @.D., [llabanos H.C., Unvrkanaes P.B., Kacymoe M.A. I'nnpoTtepMalibHBIA CHHTE3 HAHO-
TpyOOK aHaTa3a M HCCIIeJ0BaHUE UX (DOTOKATATUTHYCCKOW aKTHBHOCTH TIO]] IABJICHUEM KHCIOPOAa

YK 544.478.01
DOI: 10.21779/2542-0321-2018-33-1-92-102
A.B. Hcaes', O. 0, Opyt)ofcesl, H.C. Ilaéanos"?, P.B. Hnvkanaes', M.A. Kacymosl

I'maporepmanbHBI CHHTE3 HAHOTPYOOK aHATA3a M UCCJIeI0BAHHNE
o *
UX (POTOKATATUTHYECKOI AKTUBHOCTH TOJI AaBJIeHHEeM KHCJI0pOoa

! Hacecmanckuii  eocyoapcmeennwviii  ynusepcumem, Poccus, 367001, 2. Maxaukana,
va. M. 'aoocuesa, 43a; abdul-77@yandex.ru;

2 Ananumuveckuii yenmp KOJIeKMUBHO20 NOIb308aHUs Jlacecmancko20 HAYYHO20 yeHmpa
PAH; Poccus, 367001, 2. Maxauxana, yn. M. I'adxcuesa, 45

HccnenoBana ¢oTokaTamuTHYecKas akTUBHOCTh HAHOTPYOOK aHaTa3a, CHHTE3UPOBAHHBIX TH-
pOTepMalbHBIM CIIOCOOOM NPU OKUCIEHHH Kpacutens mpsimoro udepHoro 2C (ITH) mox naBieHuem
kucyopona. Ilokazano, 4ro ckopocTs oTokatauTHIecKoro okucueHus 114 3aBucur ot TemmepaTypsl
npokanuBauus TiO, u naBnenus kuciaopona. C yBeanueHHEM TeMIIepaTypsl MPOKATUBAHUS HAHOTPY-
6ok TiO, npoucxoaut (GopMHUPOBAHKE aHATa3a C MOCIEAYIOLUIMM MIEPEX0JI0M B PYTHII IIPH TEMIIEPaTy-
pe Gonee 800 °C, m3MeHsOTCS pasMep KPHUCTAILTHTOB a3kl aHATa3a M 06beM 1op obpasma. Mcceno-
BaHa KHHEeTHKa (oTokaranutuueckoro okucienus [TY B npucyrcrBun Hanorpyook TiO, mon nasie-
HHEM KHCJIOPOJa, a TaKKe JOJIrOBpEeMEHHasi CTAOMIBLHOCTD MIPH MHOTOKPATHOM €T0 HCIIOJIb30BaHUH B
KavyecTBe (poTokaTamM3aTopa.

KitroueBrble ci10Ba: HaHOmMpPYyOKuU, 2UOPOMEPMAIbHBLU CUHMES, AHAMA3, POMOKAMATUMUYECKAS.
AKMUBHOCMb, 0asieHUe, KUCTIOPOO.

Beenenue

Jlnokcua TMTaHa CUYMTAETCS HamboJiee MEePCIeKTUBHBIM MAaTEPUAIIOM ISl UCIOJIb30Ba-
HUS B OTOKATaNIN3€ M3-3a HAJIUUKs OOJIbIION IIUPUHBI 3allPEIIeHHON 30Hbl, HETOKCUYHOCTH,
HU3KOW CTOMMOCTH, TOCTYITHOCTH U CTaOMiIbHOCTH [1]. DoTOKaTanm3aTopsl HA OCHOBE JTHOK-
CUJa THUTAHA NMPUMEHSIOT B Pa3IMUHBIX O0JIACTSAX 3aLIUTHl OKPY’KAIOLIEH Cpelbl: OUMCTKa
CTOYHBIX BOJ OT PA3IUYHBIX OPraHMYECKUX COCTUHEHHH, aHTHOAKTEepUaIbHas 3alUTa, 3alllu-
Ta OT OMOOOpACTaHUs, OYUCTKA Ta3000pa3HbBIX BHIOPOCOB U T. 1. [2—4]. Takum obOpa3om, mo-
Jy4YeHHe TUOKCHJAa THTaHA PAa3NUYHBIMU METOJAaMU B HACTOsIIEe BpeMs MpHBIEKAeT O0Jb-
moe BHUMaHue [5—9]. HanoTpyOKu AMOKCHAAa TUTaAHA C UCIIOJIb30BAaHUEM TUIPOTEPMATIHLHOTO
MeTO/Ia BIiepBbIe ObLIH Mmony4eHsl B padote [10, 11]. Mexanusm GopmupoBaHusi HAHOTPYOOK
3aKJIF0YAeTCsl B TOM, YTO HAHOYACTHUIIBI BCTYNAIOT B PEAKIIMIO C BOJHBIM PacTBOPOM KOHIICH-
TPUPOBAHHOTO TUAPOKCHUA HATPHsI C 00pa30BaHUEM TUTAHATA HATPHUS CO CIOUCTOM CTPYKTY-
poii C MOCTEAYIONIMM MpEeBpallleHueM B HAaHOTPYOku [12, 13].

IIpoKanMBaHie IPH BHICOKHX TeMIepaTypax Ha Bosgyxe Bbime 300 °C mpuBomuT K me-
pexony amopdHoii da3er TiO; B da3zy anartaza [14, 15]. YBenudeHue TeMneparypsl MpoKau-
BaHUs MPHUBOJIUT K TMOsIBICHUIO (a3l pyTuina [16]. UeM Bbllle TeMmeparypa MpoKaIUBaHUSA,
TeM ObIcTpee mpoucxoaut GopmupoBanue (aszwl pyruna [17]. TlonHbi mepexoa amopdHOMA

.

Pabora BeIONHEHa ¢ wmcnonb3oBaHueM obopyaoBanus LIKII JlarecraHckoro rocyaapcCTBEHHOTO
YHUBEPCUTETA «AHAIUTUYECKAsI CIIEKTPOCKONUS» U AHAIUTUYECKOTIO LEHTP KOJUIEKTUBHOTO IOJIB30-
BaHus [larecranckoro HaygHoro meatpa PAH.
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¢da3pl TUOKCHIAa THTAaHAa B aHATa3 CIOCOOCTBYET MOBBIIMICHUIO Y(PPEKTHBHOCTH IEPEHOCA
3JIEKTPOHOB BJ10JIb CTEHOK HaHOTPYOOK, YTO MPUBOAUT K YBEIUYEHUIO 3(h(hEKTUBHOCTH Tiepe-
Hoca 3apsina [18].

Taxkum oOpaszoM, nosyueHre HaHOTpyOok TiO, ruxpoTepMabHBIM CIIOCOOOM M HCCIIe-
JIOBaHME BIMSHUS Ha UX CTPYKTYPY pa3IMYHBIX IApaMETPOB BCE €LIE SABJSIOTCS aKTyalbHOU
npo6aeMoit. 3aBUCUMOCTh CTAOMIIBHOCTH KPUCTAJUTMYECKON (Da3bl U JOArOBEUYHOCTH (HOTOKA-
TaJIUTUYECKON akTUBHOCTU HaHOTPYOOok TiO; oT TemmepaTypbl OTXKHUra NoKa3blBa€T HEOOXO-
JUMOCTb JAJIbHEHIINX UCCIIET0OBAaHUM.

B nmanHO#1 paboTe ucciieI0BaHO BIUSHUE TEMIIEPATYPhl OT)KHTa aMOP(HBIX HAHOTPYOOK
TiO, Ha mopucToCcTh, pa3Mep KpUCTALIMTOB U oOpa3oBaHHe pa3nuuHbIX (a3. Kpome Ttoro,
HCCIIEIOBAHO BIIMSHUE TEMIEPATYpPbl OTKUTAa U KOJUYECTBO LUKJIOB HCIOIb30BaHUS Ha ¢o-
TOKATaIUTUYECKYIO0 aKTUBHOCTh HAHOTPYOOK aHaTasa.

MeTtoauka 3xcniepuMeHTa

J1st monmydeHus: HaHOTPYyOOK auokcuaa tutana 50 r ucxomnoro mopomka TiO, mome-
IIaJIM B aBTOKJIAB, (yTepupoBaHHbIN (propomnactom, u npuauBanu 400 min 10 M NaOH. As-
TOK/AB TepPMETH3MPOBAIN W BhIAepKHBamH npu Temmeparype 130 °C u nasmenmu 0,3-0,4
MlIIa B Teuenue 24 yacos. [lociie 3TOro aBTOKIaB OXJIAXaIl €CTECTBEHHBIM IIyTEM 10 KOM-
HaTHOW TemmepaTypsl. [lonyueHHbIN oOpasen B BHJE€ TUTaHaTa HaTpUs (QUILTPOBAIIH, MPO-
MBIBJIM JUCTHJUIMPOBAHHON BOJOM 10 NOCTHKEHUS HEUTpaNIbHON Cpelbl. 3aT€M OCaJOK TH-
taHata HaTpusi oOpadateBaim 0,1 M pactBopom HCI (pH 1,6) n mpombIBanu ITuCTHIUIAPO-
BaHHOM BOJOM N0 AocTkeHus 3HadeHus pH 7. OOpa3oBaBIIMiiCS MOPOIIOK, MPEACTABISNIO-
M co00i HaHOTPYOKM aMOp(HOTO AMOKCHAA THTaHA, BHICYIIMBAIHA HAa BO3IYXE U HCIIOJb-
30BaJIM JUIs JalibHEHIUX uccaenoBaHuil. OTKUT aMOphHOI0 TMOKCHJIA TUTaHA OCYIECTBIIs-
¥ B My(eTbHOM IeYH MpH pa3IndHbIX Temreparypax [19].

N300pakeHust TOBEPXHOCTH CUHTE3UPOBAHHOIO 00pa3la NOJYUYHIN C UCHOIb30BAHUEM
CKaHUPYIOLIEro aeKTpoHHOro Mukpockona LEO-1450 ¢ MHKpPO30HAOBBIM aHalINW3aTOPOM
ISYS ¢ cucremoit EDX (Leica Micro-systems Wetzlar Gmbh, I'epmanust). Pentrenodazonsrii
aHaJIM3 ocymliecTBIICS Ha nudpakromerpe Empyrean series 2 ¢upmer PANalytical B.V.
(Hunepnangsr). O6paboTka JaHHBIX AU(PPAKIMOHHBIX MUKOB MPOBOAMIM C MCIOJIb30BaHUEM
nporpammuoro obecnieuennst HighScore Plus u 6a3er nanusix PDF-2. Pacuér pa3mepoB kpu-
CTAJUIUTOB MPOU3BOAMIM C momoulbio Gopmyisl Jlebas—Llleppepa u3 ymupenus pediaekco
Ha U paKTOTpaMMax:

kA
fcost’

rae d — cpelHuil pa3Mep KpUCTAJUIMTOB, A — JJIMHA BOJHBI MCIOJB30BAHHOTO M3ITyUEHHs

4 (CuKo) = 1,54051 A, B — mmpuHa nuka Ha HOJOBHHE BHICOTHL, 6 — IU(PaKIMOHHBIA yro,

k=0,9 [20].

[Tnomane moBepxHOCTH HaHOTPYOOK TiO, M3Mepsu MO M30TepMe ancopOuuu a3ora
npu 77 K ¢ ucnonszoBanueM aHanuzatopa «Sorbi-MS» (3AO «Merta», Poccust). doTokara-
JUTUYECKYIO aKTUBHOCTh MCCIIEIOBAJIM MIPU OKHUCIECHUM Kpacutens npsimoro yepHoro 2C. B
KauecTBe NCTOUHUKA Y D-u3ayueHus NpuMeHsun pTyTHyto damiy [IPJI 250 ¢ anuHOM BOJIHEI
365 um npowusBozactBa OO0 “Cserorexnuka” (CapaHCK), ¢ KOTOPOMl MpeIBapUTENbHO ObLI
CHAT BepXHHUH cioil momuHodopa. bosee moapobHo mMeTronnka uccnenoBaHus GOTOKaTaIH-
THUYECKOM aKTUBHOCTH TTOJIy9E€HHBIX 00pa3IoB ObLIa onrcaHa HaMu paHee B padote [21].
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O0cy:xnenne pe3yibTaToB

Ha puc. 1 npencraBneno nzobpaxkenue oodpasia HaHopasMepHbIX 3D ctpykTypsl TiO,,
HOJIyYEHHBIX THAPOTEPMAIIBHBIM CIIOCOO0M U OTOXOKEHHBIX Tipu Temmeparype 700 °C. Tux-
porepMaibHasg 00paboTKa MPUBOIUT K OOpPa30BAHUIO YACTULl C PA3NIUYHON MOPQOIOrHeH.
[Toyuennbrii oOpazenr aMOppOHOTO TUOKCHJIA TUTAaHA TPEICTABIIET COOOW KOHTJIIOMEpat
HAHOTPYOOK, a TakXe IUIACTHH, HE JI0 KOHIA c(hOpMUPOBAHHBIX B HAHOTPYOkH puc. 1 (A).
Taxast Mmopdosorus noBepXHOCTU HaHOAMCIIEpCHOTO nopoika TiO; Mo3BoJSET MONYyUUTh 00-
paser] ¢ BEICOKOM IIIOMIAIbI0 TIOBEPXHOCTH W MOPUCTOCTHI0. DHEPTOUCIIEPCHOHHBIE CIIEKTPHI
oOpasua HanopasMepHoro TiO; MoKa3bIBAIOT MeMeHTHbIH coctaB. Kak BuaHo u3 puc. 1 (B),
Ha CIEKTPE BUAHBI TOJBKO MUKH, COOTBETCTBYIOLIME THUTAHY U KUCIOPOLY C HEOOJIbIINMHU
npuMecsMu HaTpusi. Hanmnume HaTpust ykasplBaeT Ha HEAOCTATOYHO TOJHOE IMPOMBIBAHUE
CUHTe3upoBaHHbIX 00pa3ioB 3D cTpykryp TiO,.

A
oo [
15,00 |
14,00
13,00 |
1200 |
1000 |
10,00 |
P o o o
S 800 b
8 700 f
6,00 H H H . h . H H ' H H H . h H . '
5,00
4,00
3,00
2,00
1,00
0
keV
B

Puc. 1. Mukpodotorpadus obpasua HaHopazmepHoro TiO; (A) 1 ero SHEProAUCIIEPCUOHHBIN CIIEKTP
(B), mpokasnenHoro npu Temmeparype 700 °C
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HccnenoBanue o0pa3ioB HAHOTPYOOK ITHMOKCHA TUTaHA C MCIOIB30BAaHUEM PEHTTEHO-
(ha3oBoOro aHayM3a MOKa3ajio, 4ToO Mpu Temreparypax omxkura 100-200 °c HAaHOJIUCTIEPCHBII
nopomiok TiO, siBisieTcst peHTreHoaMophHBIM. DTO BUAHO U3 PUC. 2, TJE MPEACTaBICHA 3aBU-
CUMOCTb cofepkaHus (a3pl aHaTaza U pa3MEpoOB KPUCTAUIUTOB OT TEMIEPATypbl OTXKHIa.
Haunmas ¢ TemmepaTyps omxura 300 °C HaGmoaaeTcs npoece KpUCTaLIH3au aMOpdHOit
(da3wl B (ha3y anataza. [Ipu remmeparype 800 °c MPOLECC KPUCTAIIM3AIMY aHaTa3a 3aBepiia-
€Tcs, 0 YeM CBUICTENBCTBYET TOT (PaKT, YTO COJCPKAHNE KPUCTALITHUECKON (ha3bl COCTABIISET
100 %. Haubosee MHTEHCUBHO MPOUCXOIUT KPUCTAILTM3ALlMs aHaTas3a Mpu TeMIleparypax oT
200 g0 400 °C [22]. [oBbiuIeHHE TEMIEPAaTYphl OTXKUra CHOCOOCTBYET YKPYIMHEHHIO KPH-
CTAJJIUTOB, YTO OOBSICHSIETCS CIIEKAaHUEM U arjioMepalueii 0oyee MeJIKIX KPUCTAJIIUTOB.
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Puc. 2. 3aBucumocts comeprkanus (ha3bl aHaTa3a ¥ pa3sMEepPOB KPUCTAUIUTOB OT TEMIIEPATYPhl OTXKUTa

VY ienbHyI0 MOBEPXHOCTh ¥ HOPUCTOCTh HAHOTPYOOK aHaTa3a ONMpPEAEIUIH 10 H30TEpMe
HU3KOTEMIIepaTypHOil ancopoumu-necopounn N2. IlomydeHHBIE W30TEpPMBI  aacoOpOLUU-
necop6uu N2 otHocarcs k IV tuny nmo kinaccudpukamun [UPAC, 9410 TOBOPUT O HATHYUHU
Me3omop B oOpasnax. Ha kpuBBIX ancopOrmu-necopOy HaOIoaanack metTis TUCTepesnca,
KOTOpasi CBUJIETEIICTBYET O KANMWLIAPHOW KOHACHCALWHU KHUIKOTO N2 BHYTpPH HaHOTPYOOK
aHaraza. O00OILIeHHbIE JaHHbIE B BUJE 3aBUCUMOCTH YJEJIbHOW IUIOIIAIM MOBEPXHOCTH U
yJIEJIBHOTO 00BbeMa T0p, OMPENENIEHHBIX 110 H30TepPMaM aJcopOLnH a30Ta, MPEJCTABICHB! Ha
puc. 3. Kak BuUmHO u3 puc. 3, yAenbHas IUIOMIA[b MMOBEPXHOCTH W YJICIBbHBIH 00BEM MOP
YMEHBIIAIOTCS TIPH TepMoobpaboTke o 100 1o 800 °C. JlaHHbIE XOPOIIO COrIACYIOTCS C pe-
3yJIbTaTaMH PEHTTEHOCTPYKTYPHOTO aHAJIH3a.
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Puc. 3. 3aBHCHMOCTE yIeIHHOM IIOMAIN TIOBEPXHOCTH U YIECIHLHOTO 00BheMa Imop 00pa3Ion
HAHOTPYOOK aHaTa3a OT TEMIIEPATYPhI OTKUTA

@DoTOKATAIUTUYECKYIO aKTUBHOCTh MOJYYEHHBIX 00pa3loB HAHOTPYOOK AMOKCHIA TH-
TaHa OLIGHUBAJIM NPH OKUCIEHUH Kpacurtens mnpsmoro uepHoro 2C mpu obmyuenun Y D-
cBeToM. B kauecTBe OCHOBHOIO MapameTpa, XapakTepU3yIOIIero yaajJeHle KpacuTes U3 pac-
TBOpa, ObLJa B3sATa ONTHYECKas IIIOTHOCTh. Ha puc. 4 mpuBeneHa 3aBUCHMOCTb ONTUYECKOM
m1oTHOCTH pactBopa 1Y ¢ xonmnenTpamueit 100 Mr/n oT BpeMeHu 00pabOoTKH U ConepKaHus
HaHOTPYOOK Ti0O,, MPOKAICHHBIX NMPH PA3TUYHBIX TEMIepaTypax. Y BeIUUYEHUE TEMIIEPaTy bl
MPOKAJUBAaHUSI HAHOTPYOOK TMOKCHAA TUTAHA MIPUBOJUT K MOBBIIICHUIO CTETIEHU 00eCIBeUn-
BaHUs pactBopa [IY. MakcumanbHas creneHb OOECIIBEUMBAHHS MpPU BpeMEHH 00pabOTKH
50 muH. HaOMIOAAETCS A1 00pasiia, MPOKaJIEHHOTO Mpu TemmepaTtype 700 °C, u cocrasisier
77 %, uro Ha 41 % BbIlIE, YeM AJIs1 00pa3LIOB, MPOKAJICHHBIX MpHU TeMiepatype 800 °c (puc. 4
(BcTaBKa).
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Puc. 4. VI3smenenne ontudeckoi IIOTHOCTH pacTBopa [TY mpu ¢poTokaTaTuTHIECKOM OKUCIICHUN Ha
0
JMOKCHIC TUTaHa, 00pabOTaHHOM MPH pa3IHYHBIX Temmeparypax, C: 1 —300, 2 — 500,
3-700,4 - 800

Haubonpiryto akTHBHOCTH MPOSBISET HAHOIUCTIEPCHBIH mopomok TiO2 oTOX KEeHHBIH
pu Temmnepatypax 600-700 OC, a0 obBsCHACTCH GOMBIIEHT KPUCTaJNIMYHOCTBIO (pa3bl aHaTa-
3a ¥ pazMepaMu KpuctaunToB. HeBbicokas ¢oTokaTanuTuyeckass akTUBHOCTh HaHOIOPOILIKa
OTOXOKEHHOTO Tipu TeMriepatypax 300-500 OC, MoxeT BBITh OOBICHEHA HAIHYHEM amopQHo-
CTH ¥ JIe(peKTaMH B KPUCTAITMYECKOW CTPYKTYpE, CIIOCOOCTBYIOMINX PEKOMOWHAIIMH TeHEPH-
POBaHHBIX 3JEKTPOH-ABIPOUHBIX map [23]. YMeHblIeHHne (OTOKATATUTHYECKON aKTHBHOCTH
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JUIst 00pa3lioB HAHOTPYOOK JAMOKCHAA TUTAaHA, OTOXKEHHBIX TIpu 800 %C, cBsi3aHO ¢ M3MeHe-
HUEM UX CTPYKTYpPbI M YaCTHYHBIM TMIpEBpallieHueM (a3bl aHaTaza B pyTui [24].

W3 nosyydeHHBIX 3KCIEPUMEHTANIBHBIX JaHHBIX M0 U3MEHEHUIO ONTHYECKON MIIOTHOCTH
pacTBopa OT BpeMEeHH (POTOKATATUTUYECKOTO OKHCIEHUSI mpu 00mydeHun Y D-cBeToM ObuH
MOJTy4YeHbl KHHETHYECKHE MapaMmeTpsl mporecca. B t1abn. 1 mpencraBieHbl paccuMTaHHbIE
3HAUEHUS KOHCTAHT CKOPOCTEH M HavalbHbIE CKOPOCTH peakiuu (HOTOKATATUTHIECKOTO
okucnenus [TY. M3 TaGauuyHBIX TaHHBIX BHUIHO, 4TO (hoTOKaTanmuTHueckoe okucieHue [14
MPOTEKAaeT MHTEHCHUBHEE C HCIIOJIb30BaHWEM B KauecTBe (hOTOKATaIM3aTOpa HAHOAMCIIEPCHO-
ro TiO; otoxxeHHOTrO pu Temmeparype 700 °C. Ar0 CBHUJIETEIBCTBYET O TOM, UTO MPH JaH-
HOI Temmnepatype orxura Ti0O,, JOCTUraeMoe COYeTaHHe KPUCTATNIMYHOCTH U Pa3MEPOB KpH-
CTaJUIUTOB CIIOCOOCTBYeET OoJiee 3(hpeKTUBHOMY pa3/IeNeHHUIO 3apsI0B, P KOTOPOM MPEAOT-
BpalllaeTcsi peKOMOUHAIINS TeHEPUPYEMBIX 3JIEKTPOH-IBIPOYHBIX Tap.

Tab6umua 1. Biussnue Temnepatypsl npokajuBanus TiO; Ha KHHeTHYeCKHe NAapaMeTPhI
(poroxaramuTuyeckoro oxkucaenus Y

Temmeparypa KoncranTa ckopoctn, |  CkOpoCTb peakuuu,
npokanuBaHus, C Mr MITT "MHH R2
100 0,006 9,8-104 0,9858
500 0,018 2,8:107° 0,9783
700 0,033 51107 0,9590
800 0,008 1,2:107 0,9595

Jns ompeneneHus: akTUBHOCTH JUOKCHA TUTaHA MPH UIUTEIHHOM HCIOIB30BAaHUH U
BO3MOYKHOCTH €r0 TTOBTOPHOTO MCIOJB30BaHUSI B HECKOJIBKHUX ITUKIIAX (DOTOKATATUTHIECKOTO
OKHCJICHUS KpacuTese HaMu ObUTH MPOBEACHBI UCcClieJoBaHus Mo okucieHuto [1Y B Teuenue
HECKOJBKHUX IUKJIOB. [lomyueHHbIe pe3ynbTaThl B BHI€ 3aBUCUMOCTH ONTHYECKOU MIOTHOCTH
pacTBopa OT BpeMeHH 00TyueHus B TeueHue 6 IUKIIOB MPUBEACHBI Ha PUC. 5.

Kak BugHO U3 puc. 5, ¢ yBeIMYEHHUEM KOJIMYECTBA LUKIIOB (POTOKATAIMTHUECKON 00pa-
0oTku pactBopa Kpacutens [IY akTUBHOCTh OUOKCHAA THUTAaHA HEMHOTO YMEHBIIAETCH.
YMeHbIIIeHHEe aKTUBHOCTH (POTOKATAIM3aTOPa CO BPEMEHEM, MO-BUIUMOMY, CBSI3aHO C 00pa-
30BaHHEM Ha TMOBEPXHOCTH HAHOTPYOOK TUOKCHAA THTaHA B KayeCTBE MPOIYKTOB JECTPYK-
uun kpacurenda [IY moamMepHbIX COEAMHEHHM, OTPABIISIOIIMX MOBEPXHOCTh KaTaau3aTopa.
[Tpu mcnonap30BaHUM HAHOTPYOOK MUOKCHAA THTaHA B TeueHHe 360 MHHYT MpPH OKUCICHUU
kpacutens [TY B Bujie 6 UKIIOB MX aKTHBHOCTH CHIKaeTcs ¢ 88 % a3 dexTuBHOCTH MTPH TIep-
BoM 1ukIie 0 80 % creneHn obeclBeUnBaHUs pacTBOpa mocie 6 mMuKIia.
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Puc. 5. U3menenue hoTokaTaIuTHIECKOW aKTHUBHOCTH HAHOTPYOOK JIMOKCHA TUTaHA ITPH OKHCICHUH
kpacurens 114

OnHoit U3 mpakTHUECKUX MpodiieM B ucnoib3zoBanuu TiO; kak goTokaranuzaropa siB-
JSIETCSL TIOTEPsl SHEPTHH TPU PEKOMOMHALIMHU AJIEKTPOHOB M JBIPOK, NMPHUBOJAIIEH K HU3KOM
s dextuBHOCTH PoTOOKUCHeHUsA. [ToaTOMY mpenoTBpameHne peKOMOUHAIIMK YJIEKTPOHOB U
JBIPOK SBIISETCS OYEHb BaXKHBIM acmekToM. OIHON M3 TEXHOJOTHH, Mo3BONIAIOMUX dhdek-
TUBHO TIPEJOTBpAIIATh PEKOMOMHAIINIO JICKTPOHOB M JBIPOK, SIBISETCS HOOABICHHUE aKIICTI-
TOPOB AJIEKTPOHOB HEMOCPEICTBEHHO B PEAKIIMOHHYIO Cpey.

B kadectBe 3(ppexkTuBHOrO aKkIenTopa MEKTPOHOB B (POTOKATATIUTUYECKUX CHUCTEMaX
HaMU OBLT UCIIOJB30BaH MOJIEKYJISIPHBIN KUCIIOPO/I, C TOMOIIBI0 KOTOPOTO B CHCTEME 3a/1aBa-
J0Ch U30BITOYHOE JaBiieHre. Pe3ynbTaThl H3yUeHUs BIMSHUS JaBICHUS KUCIOpoaa Ha (oTo-
katasutuueckoe okucienue 1Y npencrasiens Ha puc. 6.

BecThuk JlarectaHCKOro rocyJapCTBEHHOIO YHUBEPCUTETA. 99
Cepus 1. EcrectBennnie Hayku. 2018. Tom 33. Bem. 1



Hcaes A.B., Opyoxces @.D., [llabanos H.C., Unvrkanaes P.B., Kacymoe M.A. I'nnpoTtepMalibHBIA CHHTE3 HAHO-
TpyOOK aHaTa3a M HCCIIeJ0BaHUE UX (DOTOKATATUTHYCCKOW aKTHBHOCTH TIO]] IABJICHUEM KHCIOPOAa

96 — -

O
N8}
|
|

Crenens odecuBeunBanus, %
o0 o0
i oo
1 1
1 1

80 -

T v T v T v T
0,1 0,2 0,3 0,4 0,5 0,6

Hasnenue, MIla

Puc. 6. Bnmustaue maBimeHus KHCIOpoaa Ha cTerneHb odecnBeunBanms pactsopa [TU mpu dhoTokaTanm-
tuueckoM okucieHun Ha TiO, (mpu P = 0 MIla, T =90 OC; npu P =0,1-0,5 Mna, T =130 0C,
mxkar. = 0,1 T TiO,, T = 30 MuH.)

Kaxk BHUHO M3 pHUC. 6, IOBBIIICHUEC HABJICHHA KHUCJIOpOAa IMPUBOJUT K 3HAYUTCIBHOMY
YBEJIMYEHUIO CTENEHH (OTOKATAIUTUYECKOro OKMcieHuss Mmosekyn ITH. Orto cBsizaHo ¢ uH-
TCHCHUBHBIM 06pa3OBaHI/IeM PA3JIMYHBIX KHUCJIOPOACOACPKAINNX AKTHBHBIX YaCTHI B XOAC
NPOTEKaHHs TPOLECcca, BHIXOJ KOTOPHIX YBEIMUUBAETCS ¢ pocToM naBieHus [25]. [Ipu sTom
TeMmIeparypa peakTopa nogHuManack ot 25 10 90 °C mpu atmochepHom nasnenuu u 10 130
TPH TIOBBIIICHHBIX JABICHHSX KHCIOpoaa. 1Ipy JoCTrKeHNH Temmepatyps mporecca 130 °C
B TeueHue 15 MHHYT JaJIeC €€ NMOAACPKUBAIN MMTYyTEM UCKYCCTBCHHOI'O OXJIAXKACHUS.

3akirouenune
Takum 00pa3zoM, MoJlyueHHbIE HAMM SKCIEPUMEHTAJIbHBIE JaHHbIE MOKa3bIBAIOT, YTO
HauOONbIIYyI0 (POTOKATAIUTUYECKYI0 AKTUBHOCTh IMPOSABISAIOT HAHOTPYOKHM aHarasa,
OTOXOKEHHBIE TIpU TeMiieparypax ot 600 o 700 OC. YBemmuenue 3¢ deKTUBHOCTH (oTOKaTa-
muTrdeckoro okucieHus 114 mox u30BITOYHBIM TaBICHHUEM KHCIOpOJa CBA3aHO ¢ 00pa3oBa-
HUEM aKTMBHBIX KMCJIOPOICOAEP)KAIMX YaCTHUL], YYaCTBYIOIUX B OKHCICHUN aJICOPOMpPOBaH-
HbIX Mosekyn kpacutens [IH. Kpome Toro MonexkynspHblid KUCIOPO BBIIIOJIHSIET B CUCTEME
pOJIb AKLENTOPa, 3aXBaThIBas TeHepUpOBaHHbIe Tpu Y P-00/yueHNH Ha KpUCTAJUIaX aHaTas3a
AJIEKTPOHBI U YMEHbIIAs TEM caMbIM pekomOuHanuioo. HaHoTpyOku aHartasza, CHHTE3UPOBAH-
HbI€ THPOTEPMAIIHBIM CIIOCOOOM, COXPAHAIOT (DOTOKATAIUTHUECKYIO aKTUBHOCTh B TEUCHHE

JUTUTENIFHOTO BPEMEHH TPU HEOOJIBIIIOM YMEHBIICHUH.
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Hydrothermal synthesis of anatase nanotubes and investigation of
their photocatalytic activity under oxygen pressure
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The photocatalytic activity of hydrothermal synthesized anatase nanotubes was studied at the
oxidation of the C.I. direct black 22 (DB) dye under oxygen pressure. It is shown that the rate of pho-
tocatalytic DB oxidation depends of the TiO, calcination temperature and the oxygen pressure. With
an increase the TiO, nanotubes calcination temperature the anatase structure is formed and trans-
formed to rutile phase at the temperature of more than 800 °C herewith the size of the anatase phase
crystallites and the pore volume of the sample changes. The kinetics of photocatalytic oxidation of DB
in the presence of TiO, nanotubes under oxygen pressure has been studied, as well as long-term stabil-
ity with repeated use of TiO; as a photocatalyst.

Keywords: nanotubes, hydrothermal synthesis, anatase, photocatalytic activity, pressure, oxy-
gen.
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