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Jluokcu TUTaHa, JUOKCHJ KpPEMHUS, CMEIIaHHBICE OKCHJbI, HAHOYACTHIIHI,
MEPOKCOMETO/I, PEHTTeHO(A30BbIN aHAN3, CKAHUPYIOIIAsl dJIEKTPOHHAsT MUKPOCKOTIHS,
OJ1C-kapTupoBaHue.

O0bekToM uccienosanus saeisierca TiO2 u ecMmemansbiil okeng SiO2 — TiO2.

[lenb paboThl — U3yYUTh U3MEHEHHE XapaKTEPUCTUK, B TOM YUCIIEC KaTATUTUICCKOU
aAKTMBHOCTH, CMEIIaHHBIX  (orokaTamu3zatopoB  SiO./TiIO; 1npu  uU3MeHEeHHH
COOTHOIIICHHS TUTaHA M KPEMHUs B oOpasiie.

JUTst TOCTHKESHHS [IeTTH UCCIICIOBAHUS MTOCTABIICHBI CIICAYIOIHE 3a/1a4H:

— MPOBECTH JIUTEPATYPHBINA 0030p 1O TIpobdIeMe UCCIIeIOBAHHS,

— MpoBeCTH CHHTE3 cMenanHbIx 00pasioB SiO2/TiO; ¢ cootHomenuem Si/Ti ot 1:1

mo 1:4;

— UcCleoBaTh (POTOKATATIMTHYECKAsi aKTUBHOCTh 00pa3lloB B peakluu AECTPYKIUH
METHJIEHOBOT'O CUHETO;

— TPOBECTH UCCIEJOBAaHME TIOJIYYEHHBIX MaTepUajoB Ha CKaHUPYIOLIEM

AJIEKTPOHHOM MHUKPOCKOIIE, OCHAIIIEHHOM MPUCTaBKOM /7151 3JIEMEHTHOI'O aHAJIN34;

— TIPOBECTH HCCIIEOBAaHME IMOJYYEHHBIX MaTepUaloB Ha PEHTIeHO(pa30BOM

aHaJu3e.

OOnacTe mpUMEHEHHsS — TOJy4YeHHbIC (poTokatanu3aropbl Ha ocHOBe T102/SiO;
MOTYT MPUMEHEHBI JIJIs1 Pa3I0KEHHUS U YHUUTOKEHUU BPEAHBIX COETUHEHUM B CTOUHBIX
BOJIaX.
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BBEAEHUE

JInokcua TUTaHa UrpaeT BAXXKHYKO POJb B Pa3BUTUM TUTAHOBOW MHAyCcTpuu. Ha
MPOU3BOACTBO OKcHAAa THTaHa ujaer 5 % TturaHoBo pyasl. Mmeercs Oombioe
KOJMYECTBO MOJu(DUKanMii AUOKCHIA TUTaHA. B mpupojie BCTPEUAIOTCS KPUCTAIIIbI
JMOKCHJIa TUTaHA €CTh OOJIBIIIOE KOJIMYECTBO XapaKTEPHBIX JJIsI HETO CBOMCTB. Y HHX
€CTh BO3MOXXHOCTH €T0 HCIOJIb30BAaHUS B PA3HBIX OTPACISIX MPOMBIIIJIEHHOCTH. JJis
JTMOKCHJIa TUTAHA XapaKTEPHBI CIAEAYIONIUE CBOMCTBO: OTJIUYHAS CTETICHh OTOSITUBAHUS
pPa3IUYHBIX BUJOB MaTEpHalOB, OTJIUYHO B3aUMOJIEUCTBYET C BEIICCTBAMH, KOTOpHIE
npeaHa3HauYeHbl IS 00pa30BaHMs TIUICHKH, YCTOMYMBOCTh K BBICOKOMY YPOBHIO
BJIQXKHOCTU M K YCIOBUSIM OKpYXKalOIIEH Cpeabl, HU3KUNA YpOBEHb TOKCHYHOCTH,
BBICOKUM YpPOBEHb CTOMKOCTH C XHMUUYECKOW TOUYKH 3pCHHUSI Ha, KOTOpbIE 00JaaaroT
dbopmoii yeThIpeXyrojdbHUKa Wik poMba. B coBpeMeHHOM MHpE OKCUJT TUTaHA aKTUBHO
MPUMEHSETCS B Pa3IMYHBIX OTPACIISIX MPOMBIIUICHHOCTH. OKCHU TUTaHA TaK)Ke HaIllel
IIMPOKOE TPUMEHEHHE B MUIIIEBON MPOMBINIUIEHHOCTH. [Ipon3BoauTenu 100aBIsiOT €ro
B CBOM M3JIeJIMsl B KAYECTBE OJIHOIO M3 KOMIIOHEHTOB KpacuTesel muieBoro tumna. B
IPOJIYKTaX MUTAHUS OH MPAKTUYECKH He omrymiaeTcs. [IpousBoaurenu 100aBiIsioT €ro
B MHUHUMAJBHBIX KOJHMYECTBAX ISl TOTO, YTOOBI MX MPOAYKIHMS JIy4Ille XpaHWIach U
uMeria PUBJIEKATeIbHBIN BHEITHUM BU/I.

Jlnokcui KpeMHHSI — 3TO TJIABHBIM KOMIIOHEHT MOYTH BCEX 3€MHBIX, B YaCTHOCTH,
Ku3enbrypa. SIBisieTcs KUCIOTHBIM OKCHIOM, KOTOPOMY MPHUCYIIH TBEPAOCTh H
npoyHocTh. OH HE MPOMYCKAeT JJEKTPUUYECKUN TOK (ABISIETCS IUAJICKTPUKOM). Y
OKCHJa KpEeMHHUS aTOMHas KpucTaimdyeckas pemietka. OH SBIsSE€TCS CTOMKUM K
BO3/ICHCTBUIO KUCIIOT, OJJHAKO MUCKIIOUYEHHUE COCTABIIAIOT IJIABUKOBBIM U Ta3000pa3HbIf
¢bTOpPOBOIOPOI.

C mnoMmomIpl0 OKCHJA KPEMHHUS TPOU3BOAAT CTEKIIO, KEPaMHUKy, OETOHHbBIE
U3JIENs, a TakKe MOJIy4yaroT caMm KpeMHuil. Eiie OH BBITIONHSET posib HANIOJHUTENS B
OTpaciv TPOM3BOJACTBA pe3uHbl. Kpucrtamisl amoppHOM MoauduKanud OKCUIa
KPEMHHUSI KBapIEBOIO CTEKJIa HMEIOT MbhE30dJIEKTPUUECKUE CBOMCTBA, U ITHUM
MOJIB3YIOTCSI CO3/IaTeNd PAJAMOTEXHUKH, YIBTPAa3BYKOBBIX YCTAHOBOK U 3a)KUTAJIOK.
Cunukatel U KpemHe3éMbl — mouTu 90% maccel urocdepsl. Takke OKCHUI KPEeMHUSA
M3BECTEH Kak nuieBas nooaska ES51.

Oro ero amopdHas Hemopuctas pasHOBUAHOCTh. OHa MpeaoTBpaIaeT
KOMKOBaHME ¥ CIEKMBAHWE TMHIIKA, B (apMameBTHKE HCIOIB3YyEeTCS  Kak
BCIIOMOTATEJIbHOE BEIIECTBO M JIEKAPCTBEHHBIN TMpemnapar-sHTepocopOeHT. Ilnenku
JAHHOTO OKCHJA CIYXKaT H30JISITOPOM, KOrJa MPOU3BOJIAT MHUKPOCXEMbl U JIPYTHE
ANEKTPOHHBIE KOMIOHEHTHI. TaKkKe ¢ UX MOMOIIBIO CO3/1al0T BOJIOKOHHO — ONTHYECKHE
kabemu. A HarpeBaTEIbHBIC IEMEHTHI AIEKTPOHHON CUTAPEThl ObUTA OBl HEBO3MOKHBI
0e3 KpeMHEe3EMHON HUTH.

Lenp pabOThl — U3YyYUTh U3MEHEHHE XapaKTEPUCTHUK, B TOM UHCIIE€ KATAIUTUYECKOU
aKTUBHOCTH, CMemaHHBIX  (oTokaramuzaropoB  SiO./TIO; mnpu  u3MeHEHHH
COOTHOUIEHHUS TUTaHa U KPEMHHUS B 00paslie.



JI71st JOCTYOKEHMS 1IeNU ObLIM TIOCTaBIICHBI CIICAYIOLINE 3a1auH.
1.CunresupoBathk cmemanubie 00pasisl SiO2/TiO; ¢ cootHomenuem Si/Ti ot 1:1 1o

1:4.

2. BeImoJHUTH GU3UKO-XUMHUUECKYIO XapaKTepu3aluo o0pasioB merogamu POA,
3JIEKTPOHHON MUKPOCKOIIMH, COBMEIIEHHOU C DHEPrO-AUCIIEPCUOHHOMN
CIIEKTPOMETPHUEH.

3. Onpenenuth POTOKATATUTHUECKYIO aKTUBHOCTb 00pa3IoB B peaKIuu
JNECTPYKLHUHA METUIIEHOBOTO CHUHETO.

4. Omnpenenutb ONTUMAJIbHBIE YCIOBHS TOJy4YeHUs1 0O0pas3IoB, o0O0JIagaromuX
BBICOKOH (DOTOKATAIMTUYECKON aKTUBHOCTHIO



1 JUTEPATYPHBII OB30P

1.1 MeToabl moJiy4eHHsI OKCHIA TUTAHA U CMEMIAHHBIX OKCHI0B
1.1.1 Ilepoxcuonwiii memoo

Hambonmee pacmpocTpaHE€HHBIM METOJOM  OIPEACIICHUS THUTaHA  SBJISETCS
nepokcuaHbli. B HacTosmee Bpemst umeercs 6osiee 50 paboT, MOCBSILIEHHBIX 3TOMY
meTony. IIpu B3auMOAEHCTBUU MEPEKHUCH BOJOPOAA C KHUCJIBIMHA PAacTBOpaMM THUTaHa
00pa3yroTCsi HHTCHCHBHO OKpAIICHHBIC KOMIUIEKCHBIE COCAUHCHHS IIePEMEHHOIO
coctaBa ¢ mnpeobnaganuem uona [TiO(Hp0,)]*, ckioHHOro K monuMepu3alMu B
CEepPHOKHCIIBIX pacTBOpaxX. MeTos1 0oCHOBaH Ha (POTOMETPHUPOBAHUH JKEITOTO KOMILIEKCa
tutada B 1,0 — 4,0 H. cepHoit kuciaore. M3BecTHBI pabOThI, MpeaaraloT MPOBOJUTH
OIPEACIICHUE B COJSHOM WJIM Aa30THOM KucioTe. M3MepeHrne OonTUYEeCKOW IUIOTHOCTH
PacTBOPOB MPOBOJAT Ha CIEKTPO(OTOMETPE B MHTEpBajie MIUH BoJaH 410 — 450 mmK.
UyscTBuTenbHOCTh MeTO1a KoneoneTcs ot 0,1 10 0,01 % B 3aBUCHUMOCTH OT BEIOpaHHOM
JUTMHBI BOTHBI. Omnpenenenuro MmemaroT V, Mb, Mo, Cr, Fe, Ni, Mn. Pexomennyercs
HpeABAPUTEIBHO OTACIATH TUTaH [1].

[TepoxcuaHblii METOI B IIPUCYTCTBUHU KOMILIEKCOHA II1 co
CHEKTPO(POTOMETPHIESCKUM OKOHYAHHEM IO3BOJISICT ONMPEICIISITh TUTAH 0€3 OTIACIICHUS
OKpaIlleHHbIX WOHOB, HE PEArupyloluX C TMEPEeKUChio Bojopoja. s MOBBIIIEHUS
TOYHOCTH TIPEJIOKEHO MPOBOJUTH CHEKTPO(OTOMETPUUIECKOE ONpeeIcHUe TUTaHa
MOCJIE OTJIEJCHUS €ro HMOHOOOMEHHBIM CIocoOboM. MeToa ¢ MepeKHChI0 BOJOPOJIa
MPUMEHSATCS JJIsI ONpeieNieHrs OONBIINX KOJUYECTB TUTaHA B PYyJax M WIHBMEHUTOBBIX
KOHIleHTpaTax [2].

B nuteparype Hayanmm WCMOJIB30BaTh TEPOKCOKOMILIEKCHI THTaHa Ha OCHOBE
cmerrannoro okcuaa SiOz — TiO,. 3aMHTEpECOBAaHHOCTH K Pa3pabOTKe METOAa CHHTE3a
cmemagHoro okcupa SiOz — TiO, ¢ MCHOIB30BaHMEM IIEPOKCOKOMILIEKCA THTaHA B
KauecTBe Mpekypcopa. CyIIHOCTh 3TOr0 METOJa COCTOMT B TOM, YTO IPOUCXOJIHT
YBEJIUYCHUS YACIBHOU MOBEPXHOCTH, IMYyTEM KHUIITUYCHHsI ObLIO MIPUMEHEHO paHee IS
gactuil T10,2. B xo1¢ KumsiueHus yaeiabHas MOBEPXHOCTh YBEIHMUYHNBAETCSA B HECKOJIBKO
pa3 [3]. YBennuenue moBepXHOCTH cMemanHoro okcuaa SiO; — TiO, paHee U3y4eHo He
OBLJIO U TIPEJICTABIIAECT UHTEPEC NJISi CMEIIAHHOTO OKCH/IA, TTOJYYEHHOTO MEePOKCUTHBIM
METOJIOM.

[TepokcuaHBIA METO, BKIFOUYAIOIIWN THAPOTEPMAIIbEHYIO 00paboTKy mpeKypcopa Ha
OCHOBE TIEPOKCOKOMIUIEKCA THUTaHa W OJUTOMEPHOTO JIUOKCUAA KPEMHHUS, IMO3BOJSET
noirydaTh cMmemanubiid okcuy SiO2/TiOy, e mpucyrerBre SiO2 crmocoOCTBYET POCTy
kpuctaioB TiO,. Takum 06pa3om 3TH MaTepuaibl MPEICTABISIOT KPUCTAIIBI aHaTa3a,
MIPUJIOKEHHBIC K X MTOBEPXHOCTH C1a00 KOHJIEHCHPOBAHHBIMH (PparMeHTaMU TUOKCHIA
KPEMHHS.

JIMOKCHT TUTaHA SIBIISICTCS KaK IIMPOKOIIOJIOCHBINA TONyIpoBoHUK (2,8 — 3,2 eV),
KOTOPBIN BayKEH JJIs1 POTOKATATUTHICCKOTO PA3IIOKECHHSI OPTaHUIECKUX 3arpsi3HUTEIICH
M CO3JIaHUS CBEPXTUAPO(DIILHBIX TOBEPXHOCTEH. B TeueHNEe HECKOMBKHUX NECSITHIICTUN
TiO2 B OCHOBHOM HCIOJIB30BAJICS JIJIsi IPOMBIINUICHHONH OYUCTKH BO3JyXa M BOJBI, B
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KOTOPOM JMOKCHJ THUTaHa mnpucyrctBoBan B HaBamsHoM Buge. Kommiieke
CBEPXTUAPOGUIBHOCTHIO € (DOTOKATAIUTUYECKOM AKTUBHOCTHM Ha JIaHHBIA MOMEHT
TaK)K€ Jal0T BO3MOXXHOCTM JJI1 HWHHOBALMOHHBIX IPUMEHEHHMH, TaKWX Kak
CaMOOYMINAIONINECS, aHTU(OTEPUPYIONINE WA aHTUOAKTEpHUAIbHBIE MOBEPXHOCTH.
Hcnonp30BaHHBIN B KOHCTPYKLIMOHHBIX MaTepHUaiax, 3epKajax, OKHaX, U MEIULIUHCKOM
000py1I0BaHUH, 3TO MPUBOJUT B 3HAYUTEITBHOM J100aBOYHOM 3HAUCHHH.

Takue mnpuUMEHEHUS, OJHAKO, TMpEeJaraloT MNOTPEOHOCTh U30€XKaTh TKEIbIX
MOKPBITAM, KOTJA PACCEUBAIOLIMICS CBET NPUBEAET K OrPAHUYEHHOU MPO3PAYHOCTU U
MOATOMY MCIYCTHUT BCE ONTHYECKOE NMpuUMeHeHue. PemieHne MoxeT ObITh HalEHO B
CHHTE3€ TOMOTC€HHBIX TOHKHX IUIEHOK, KOTOPbIE B OCHOBHOM OIITHYECKH IMPO3PAYHBI.
UToObI JOCTUTHYTh TOMOTEHHBIX TOHKHMX IUICHOK, €CTh BBIOOP IMOHSTH PAaBHOMEPHOE
pacupelelicHue MeETajlyla B PEIICHUH, KOTOPOE COXPAHAETCS BO BpPEMs TEMJIOBOTO
CHHTE3a OKCHJAa MeTaula. B 3TOM MEPCHNEKTHBE XHUMUS 30JIb-TENSA, TIE IMPEKYpPCOop
MeTajula CTaOMIN3UPOBAH K OYEHb BHICOKMM KOHIICHTPAIUSM KaK KOMIUIEKC, SBIISICTCS
OJIHUM M3 HambOoJiee PEKOMEHJyeMbIX MyTeill cuHTe3a. J[pyrue mpeumyiecTBa 30Jib-
reJisi XUMUU — €€ THOKOCTh OTHOCUTEIIBHO YCIIOBUM OTJIOKEHHMS, €€ HU3Kasi CTOUMOCTh U
n30eratb UCMOIb30BAaHUS BAKYYMHBIX YCIIOBUM B CHHTE3E.

CepokcoTuTaHOBas KHUCIJIOTAa COCTAaBISAET JUAEPCTBO K OUYEHb MEPCHEKTUBHOMY
Croco0y CHHTE3a MPO3pPavyHbIX W CaMOOUHIIAIOIIMXCS MOKpeITUi T102. OnucaHHBINH
METOJ HU3KOYTJIEPOUCTOrO0 CHHTE3a Mpe/ijlaraeT HayadbHBIHN IIar B pa3paboTke MeToa
CHHTEe3a HHU3KOH TemmepaTypbl, mus 1102 u3-3a MUHMMH3MPOBAHHBIX PEAKIUN
JEKOMOYCTUU M CaMOMHIYIIMPOBaHHOE ceTreBoe (GopmupoBanue. [lonnmanue xumum,
JeXale B OCHOBE MPOIIECCOB, MO3BOJISIET HECKOJIBKUM OCOOCHHOCTSIM MCIIOJIB3YEMOT0
IPEALIECTBYIOIIETO PELIEHUs] YIPaBiIATb, KOTOPBIA YBEIWYMBACT IIOCIEIYIOLIEE
CMEIIICHHE U CHHTE3 TOHKOU TuieHKkd. CuHTe3upyembie tieHku T102 cocTosT u3 (as3bl
aHaTaza, KOTopasi BOOOIIE IMoJyie3Ha ISl IPOU3BOJCTBA (POTOKATATUTUYECKH aKTHBHBIX
NOKpBITHM. Pacniag aTaHoa IPOAEMOHCTPUPOBAH HA IOKPBITUAX, CHAHTE3UPYEMBIX TUM
BOJIHBIM METOJ0M [4].

1.1.2 CuHTe3 cMemaHHBIX OKCHI0B Ha ocHoBe SiOL/TIO:

OamH W3 caMbIX TEPCHEKTUBHBIX (POTOKATAIUTUYCCKUX MaTEPUaIOB CETOIHS
auokcuy TuTaHa. DoTokaramuTHYeckWe CBoiicTBa HaHOoWacTHIl 1102 MIMPOKO
UCIIOJIB3YIOTCS, 4YTOOBI CO3/aTh caMoouuIiaroniuecss martepuaibl. CONpOTHBICHHE
OKpacKaM M CaMOOYHIIAIOIIUMCS CBOWCTBAM MAaTE€pPUAJIOB MPOSIBICHO M3-32 PA3IMYHBIX
TUTIOB  TIOBEPXHOCTEW W3-3a  CYNEpPruApOGWIBHBIX HIH  CynepruapodoOHBIX
noBepxHocTel [5]. Mcnonp3oBaHue NMOKCHAA TUTaHA B KaTalln3e BMECTE C pEIICHUEM
mpoOjeM Ha YIYYIIEHWd KAaTaIU3aTOPOB: YBEIMYCHHE WX JEATCTbHOCTH U
cenekTuBHOCTH. 1IIMpoko pacmpocTpaHEHHBIM B MPOMBINIJICHHOCTH W HOBOCTSAX O
BEIYIINX CTPaHAX JJISI OYMCTKU JBIMOBBIX Ta30B MOTYUUIT KEPAMUIECKUE KaTaIU3aTOPBI

osoka 6perma DeNOx [6].

Y nuokcuaa TUTaHAa €CTh MHOTO MPEUMYIIECTB: XMMHYECKass CTOMKOCTb, HU3Kas
1IeHa, BbICOKasA ()OTOAKTUBHOCTH KaTajnu3aTopa U HE TOKCUYHOCTH [7]. DOTOAKTUBHOCTH
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katanmzaTtopa TiOz, mpexae BCero, 3aBUCUT OT TaKUX MapaMETPOB KakK cocTaB (asbl,
KPHUCTAJUTMYECKUN pa3Mep, ylelbHas MOBEPXHOCTh. PyTHil mpu HOpMaIbHBIX yCIOBHUSIX
— TepMOJAMHAMUYECKH cTaOwibHas (a3za JUOKCHAA TUTaHA, aHaTa3 U OpPYKHUT
TEPMOJAMHAMUYECKH METAacTaOWJIbHBI U MOTYT JIETKO MNPOWUTH B CTaOWIBHYIO (azy
pyTHiia BO BpeMs TepMooOpaboTku. WM3BecTHO, NOCKOJBKY aHaTa3 — camas
doTokaTanuTuueckas aktuBHas (aza TiO,. Bricokas Temmeparypa TepMooOpabOTKU
MO3BOJISIET YBEIUYUBATH pa3Mep KPUCTAUIOB, TaKUM 00pa3oM, COKpalas KOJUYECTBO
ne(EeKTOB MOBEPXHOCTU MaTepHayia, KOTOPbIA CHOCOOCTBYET YMEHBIICHUIO B YPOBHE
MepeKOMOMHAIIMA JJICKTPOHHBIX TIap M IPOJABUTAeT BBICOKYIO (HOTOAKTUBHOCTH
KaTalau3aTopa, HO BO BpeMs 00pabOTKH, aHaTa3 MOXKET OBICTPO IMPOUTH B PYTUJI, TAKHM
00pa3oM, 0YEHb BaKHBIN aCIIEKT B MOJYYCHUH (POTOKATAIM3ATOPOB, HY)KHO YBEIHYHUTh
TEIJIOBYIO0 CTOMKOCTH (ha3bl aHataza. OauH BO3MOXHBIN CIOCOO yHpaBisiTh COCTABOM
¢dassl cocTouT B ToM, 4T00BI BBeCTH T102 B MaTpuily SiOs.

JIMOKCHT KpPEeMHUH H3-3a €r0 YHHUKAJIbHBIX (PU3MUECKHX U XMMHUYCCKHX CBOMCTB
IIUPOKO UCIIONB3YyeTCs B (hOpMe KBapIIEBOrO IECKa, CTEKJa, IIEMEHTAa U dMaju, JUIs
MEeCKOCTPYHHON 00pabOTKM MOBEPXHOCTH METAJUIOB, JJISl THUIPABINYECKON pPEaKTUBHOU
nepdopaluu U ruapopa3pbiBa B HEPTAHBIX M Ta30BbIX CKBaXMHAX. B dopme cambix
MaJIeHbKUX CepUUYECKUX 4acTHIl (adp030Jib) UCTOJb3YETCsl B KauecTBE I(DPEKTUBHOTO
MIEHOTacHTeNs OypeHHs JKHAKOCTEHM W HAIOJHUTEIS B TIPOHM3BOJICTBE PE3MHOBBIX
npoykToB (Oenast pe3uHa) [8]. BrejgeHne okcHI0OB MEpPeXoHOTO MeTauia B MaTpUIIe
CUJIMKaTa TIO3BOJISICT YBEJIMYMBATh YACABHYIO TIOBEPXHOCTh Marepuajga, 4YToObl
YMEHBIIUTh BEJIWYMHY YacTHI[ OKCHJOB TIEPEXOJHOTO MeTajula, YBEJIUYMBACT
CTaOMJIBHOCTh KATAIMTHYECKU AaKTUBHBIX (a3 W MPOU3BOJUT KHUCIOTHBIE MecTa
nepemeHHoi cwibl [9]. Ha ocHoBe Teopermdeckux BbruucieHu Cepuanu u ap. [10]
IPEATIONOKIIIH, YTO (POPMUPOBAHUE CJIOS JUOKCHJA KPEMHHMsI HAa YacTHUIAX JUOKCH]IA
TUTAHA TMPUBOJAUT K (HOPMHUPOBAHHUIO TAp AJICKTPOHHOTO OTBEPCTHS Ha TpaHUIIS
SiO,/TiO,, koTOpass MOKET CIOCOOCTBOBATH YAYUIIEHHIO (HOTOKATATUTHYECKOM
nestenbHOCTH. CBsizm Ti—O—Si u3BeCTHHI KaK aKTHUBHBIC KaTaJIUTHUYECKHE IICHTPHI
CJIO)KHBIX OKCHJIOB B PEAKIUAX OKHUCJICHHS OpraHMYecKux coeauHeHuid [11], Takum
00pa3zom, pa3yMHO MPUHITH UX BIUSHHUE HA Tporecc (OTOPa3I0KCHHS.

Cwmemannbie okcuabl T102/Si02 MIMPOKO HCHONB3YIOTCS B KadyeCTBE IMOKPBHITHIMA
TOHKOW IUICHKH, CEJIEKTUBHBIX COpPOEHTOB, MaTepHajoB HMOHHOTO OOMEHa W
KaTaJIM3aTOPOB JUISI MHOTHX peakiuidl. ECTh MHOTO pa3IMYHBIX METOJOB IOATOTOBKH
TaKUX JBYXKOMIIOHCHTHBIX CHUCTEM. Y CJIOBUS CHHTE3a KpaHE Ba)KHBI JUISI KHUCIOTHO-
IEJIOYHBIX CBOMCTB IOBEPXHOCTH, CTPYKTYPHBIX OCOOCHHOCTEH TaKMX CHCTEM U
BO3MOYKHOCTH MX JaJbHEUIIIETO UCTI0JIL30BaHUS B COpOIIMM U KaTanuze [12].

Jlis cuHTe3a CMeIIaHHBIX OKCUAOB Ha ocHOBe SiO2/TiO2 H3BECTHBI MHOTO
MOJXO/IOB: METOJ] 30Jb-Tesi oOecleunBaeT KOHTPOJIb CBOMCTB Marepuana Ha
MOJICKYJIIPHOM YPOBHE, THAPOTCPMAIbHBIM CHHTE3 CIOCOOCTBYET KPHCTAILIU3AIUN
OKCHJIOB TIPH OTHOCHUTEIBHO YMEPEHHBIX YCIOBHSX, HETHAPOIUTHYCCKHE METOJIbI
ITO3BOJISIOT MOJIY4aTh OKHCHBIC MaTEPHAIbl, 00XO/s CTAIUIO THIPOJIH3A.
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1.1.3. 30ab-rejib MeTO

DOT0 MeToA TMOJy4YeHUsT MaTepuasoB, BKIIOYAas HaHOMATEepUAlbl, BKJIIOYAs
MPOU3BOJICTBO 30JI1 C €ro NocleAylolleil nepegadyeil B renb, T.€. B KOJUIOMAHYIO
CUCTEMY, COCTOSIIIYK) M3 JKUIKOM JUCIEPCHOM  CpEObl, 3arneyaTaHHOW B
MIPOCTPAHCTBEHHOU CETKEe, CPOPMHUPOBAHHOM YACTSIMHU, K KOTOPHIM MPHUCOCAUHSIOTCS,
nucriepcHod  (aspl. PaccMoTpum Gosiee  mOAPOOHO METOJbI CHUHTE3a CMEIIaHHBIX
okcu1oB Ha ocHoBe Si02/TiO;.

Bo BpeMs ruaponusa mpu THAPOTEPMAIBHBIX YCIOBUSAX YACIBbHAS MOBEPXHOCTH
MOJTYYAOIIEer0 TUAPATHPOBAHOTO JMOKCHAA THTaHA TAaK)Ke 3HAYUTEIBHO 3aBHUCHT OT
TEMIIEPaTyphl M MPOAOKUTEIBHOCTH TIporecca. [lo cioBamM aBTOPOB, CTEICHb
KPUCTAILTU3AIMH THIPOTEPMATIBLHOTO IPOYKTa THAPOJIN3a 3HAYUTEIHHO O] BIUSTHUCM
HavabHOU KoHIeHTpanuK TiCls, KOTOPBIH ONpeaeseT KUCIOTHOCTh CPEbl PEaKIIHH.

[IpocToii W MOCTYHHBIM METOJ JUIS MPOM3BOJACTBA YHUCTOTO W CTAOMIBHOTO
HaHopa3MmepHoro TiOy (aHaTa3) mMpu yMEPEHHBIX THUAPOTEPMAIIBHBIX YCIOBHUSAX OBLI
poJeMOHCTpUpOoBaH, UCoab3ys TiCls. ColbBOTEpMaIbHBIN THAPOIU3 OKCHJIA TUTAHA
B OC3BOAHOM JTaHOJIe C J00aBJIEHUEM CTPOrO0 ONPEICICHHOTO KOJIMYECTBA
CBEPXYUCTON BOABI MpU yMepeHHBbIX yciaoBusax (< 200 °C, 2 4) Takke HPHUBOIUT K
YUCTOMY YJIBTPATOHKOMY, JUCIICPCHOMY, HAHOKPHUCTAJUTMYECKOMY aHaTa3y C BBICOKOH
Y/eNIbHOM MOBEPXHOCTHIO (10 250 M2 ).

Bo Bpemsi TepM00OpabOTKH THAPATUPOBAHHBIX (HOPM rejieil IMOKCcHla TUTaHa WX
KPUCTAILTU3AIMS MPOUCXOAUT mpu (GopmupoBanuu 0e3Bopnoro TiOz. B 3aBucumocTtu
OT TeMIIepaTyphbl MPOKAIUBAHUS MOJIUMOP(HBIE MTpeBpallieHus ruapaTiupoBasiiero Si0;
K aHarazy, pyTWIy WIH OpyKUTY BO3MOXKHBI, COMPOBOXKIAIOTCS HW3MEHEHHUSIMHU B
yIEeTbHOM TIOBEPXHOCTH M TOPUCTOM CTpykType. Takum oOpa3oMm, COTrjacHoO
UCCIIeIOBaHUIO, MpH Temiepatypax Hmwke 600 °C, mpomecc KpUCTaIU3alldh C
dbopMHUpOBaHMEM aHaTa3a MPOUCXOAWT TOYTH B IOCTOSHHBIX BEJIMYMHAX, OO0BEMa
MOPOBOTO  MPOCTPAHCTBA H  YACJNbHOW TMOBEpXHOCTU. Ilpu OGomee BBICOKUX
TEMIIepaTypax, Mepexo]i aHataza K pyTHIIY HaOIIOAAeTCsl U CONMPOBOXKAACTCS PE3KUM
YMEHBIICHHEM U B O0BEME MOPOBOrO IMPOCTPAHCTBA M B YACIBHONW MOBEPXHOCTH.
Temneparypa momuMopdhHOTO MnpeoOpa3oBaHUsT MOXKET TakKe OBITh TOJ BIUSHHEM
MUHEPAIbHBIX MpUMeceil. MHOTOYNCIICHHBIC TaHHbIE TTOKA3bIBAIOT, YTO B JIOMOJIHEHUE
K cocTaBy (a3bl, yCiaoBHSI TepMooOpadboTku reneii SiO; onpenensioT APyrue BaKHEBIC
paboure XapaKTepUCTHKH TUOKCUIA TUTaHA MOP(OJIOTHS U BeinnunHa Jactuil [ 13].

1.1.4 Cunre3 HaHo4acTul 1102 MeTOI0M NMPOCTOr0 OCAKIEHHS

Hanowactuiipl nrokcuma TuTaHa OBLIM MOJTYYEHBI MPOCTHIM METOJIOM OCaKICHUS,
ucnoib3ys uzomnponokcuaa tutad (IV) kak HavaneHblid MaTepuain. [IpeamecTByromuii
MOPOIIOK OB COXKEH B Bo3nyxe npu temneparypax oT 400 go 700 °C. Pe3ynbTaThl
anamuza XRD mnokazanu, 4TOo pa3Mep KpHUCTALIUTa U KPHUCTALNIMYHOCTH 00pa3oB
YBEIIMYUJIUCH C TeMIepaTtypoil npokanuBanus. Mopdosorust u BennuuHa yactuil TiO;
ObUTM M3y4YeHBbl, HCHOJB3Yys u3o0paxeHuss TEA, u 3arem aumamerp dYacTul ObLI
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BBIYHUCIICH, UCIIOJIB3Ys U300pakeHusl. bbuio 04eBUIHO, YTO TeMIepaTypa MpoKaIuBaHUs
MMella 3HAYUTENbHBIM 3(PQGEeKT B CpeaHEM BeIWYMHA YaCcTHUIl, IOCKOJBKY pa3Mep
yBenmuumicss ¢ 11.3 mo 27.4 uM ¢ yBemmdyeHueMm Ttemiepatypel ¢ 400 mo 700 °C.
Okctpanonupys rpaduk (anbda-hv) (n) mo cpaBHenuto c¢ 3Heprueil gorona (hv) k
TOPU3OHTAIILHOM OCH, TPOMEXKYTOK J3Hepreruueckol 30Hbl (Eg), mpokaneHHBIX
HaHouactuly TiO, Obu1 B nuamasone 2.98 — 3.30 sB. Korga ocsemieno c¢ YO,
aKTUBHOCTh Jierpananuu ¢GoToMeTaHa METHIOpaHXka Obla caMmasi ObICTpas KUHETHKA,
M3MEpEHHAass KOHCTAHTONM KOHCTAHThI CKOPOCTH PEaKLUM, K, UCMOJIB3ys HAHOYACTHUILY
yrcToro aHarasa TiO», coxokenHbli Ha ypoBHe 400 °C [14].

1.1.5 CunTte3 u xapakrepuctuka yactun SiO: ¢ noxkpeitiem TiO2 myTreM ruaposinsza
AJIKOKCH/IA TUTAHA B CIIMPTOBBIX PACTBOPHUTEJISIX

Yactuuel SiO2 ¢ nokpeitueMm TiO2 ObUIM TOJSYYEHBI, MPOMBIIUICHHO MNOTPEOIsis
amopdubpie dactuibl Si02 adKOKCHIHBIM MeToaoM. Amopduble dYacTumel SiO;
WCITOJIb30BAJINCh B KAUECTBE OCHOBaHUA I oTokaranmm3aropa Ti0,. CpexHuii pazmep
amopduoit yactunpl Si0, cocraBis npuomusutenbHo 100 HM. ['maBHBIE mapamMeTphl
CHHTE3a OBUIM CIHPTOBBIC PACTBOPUTEIN (METAHOJ, 3TaHOA M | — mpomaHon) u
Temreparypa npokaauBanus. Yactumelr Si02 W TETPau3OMPONOKCHA THUTAaHA OBLIN
CMEIIIaHbl B CHOUPTOBOM pacTBOpUTENE, W K CYCICH3WH J100aBJIEHO OIpeaeIeHHO
KOJIMYECTBO JUCTWUIMPOBAHHOW BOJbI K MPUOCTAHOBKE MJIA THUAPOJIM3a aJTKOKCHA.
Ocanok mnpokanuBaHue B JAuamnazoHe Ttemneparyp oT 600 mo 1300 °C  gus
kpuctaum3anuu  yckopeHHoro  Ti0z.  OGpasupl  ObUIM  XapaKTepU30BaHBl €
ucroinp3oBanieM XRD, BET u TEM-EDS anmanuzatopsl. beuto HalimeHo, YTO
ucrojiabp3oBanre Hocutenss SiO,, pacTBOpPHUTENsT METaHOJIa B THAPOIHM3C AaKOKCHIA
TUTaHA U CYIIKE MPU TeMIepaType HUXKE HYJIS IPaJycoB MPOAYKTa ObUIO 3 PEKTUBHBIM
IpH To/iepKaHnum (a3bl aHATa3a IMPU BEICOKOM TeMIlepaType MpOKaJIMBaHUsI, JaxXe TIPU
TOM, YTO pa3Mep KPUCTAUIMTOB aHaTa3a YBEJIMYWICS, U YJeJbHas IOBEPXHOCTH
yMeHbIIWJIach. B pesyiapTrare MaKCUMalbHBIH 00BEM METHJIICHOBOTO CHHETO
pasnokeHus ObuI moydeH Ha yactuax Ti0, — mokpeiBaeMoro SiOz, CHHTE3UPYEMBIX B
pacTtBope MeraHoJja, u kanmuoposai B 1000 °C [15].

1.1.6 HeruapoauTtudyeckuii MeTo1 30J1b—TeJIb CHHTE3a

Hcnonp3oBaHne OpPraHMYECKMX W HEOPraHMYECKHX KOMILUIEKCOB, COJEpKaIINX
KPEMHHUM M TUTAaH KaK MPEAIIECTBEHHUKNA B HETMAPOJIUTUYECKUX METOJaX 30JIb - I,
MPUBJICKJIO OYEHb MHOTO AKTHBHBIX, CMEIIAHHBIX OKCHAOB u3-3a 3(()EKTUBHOCTHU
MpOLEypbl CUHTE3a. OJTOT METOA OOECIEeYMBAET BO3MOXKHOCTH OJHOBPEMEHHO
YBEIIMYUTh OJJTHOPOJHOCTh MaTepualia, yMEHbIIUTh Beauuuny yactuil T10;. B marpuie
CWIMKaTa W TIONIYYUTh ME3OMOPHUCTBHIA MaTepwan ©O0e3 pacTBoputenss U 0e3
WCMOJIb30BAHUS TEMIUIATHBIX WM CTPYKTYPHBIX PYKOBOIAIIMX areHToB [16].
['ubpunHble renm Ha OCHOBE IMOKCHAA TUTAHA M TUOKCHIA KPEMHUSI CUHTE3UPOBAIIUCH,
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ucnoin3ys npemamecrBeHHUKoB xiopuaa: TiCls u SiCls [17], MeSiClz nnmn MesSiCl
(Me — metm). unzonponwiossii 3¢up (i-ProO) ucrnosnp3oBayics B Ka4eCTBE TapUTEIs
Kuciopoaa. Heruaponmutuaecknii MeTo1 CIOCOOCTBYET BBICOKOW CTENIEHU YIIJIOTHECHHSI,
KOoTOpoe (HOpMHUPYET ME30MOPUCTHIC MaTEpHUAbl, B OTIHYHAE OT THUAPOIUTHYECKOTO
METO0/1a, KOTOPBIH OOBIYHO MPHUBOJNUT K (POPMHUPOBAHUIO MUKPOIIOPHUCTHIX MATEPUATIOB.
OngHako y  HETHIPOJUTHYECKUX METOJOB €CTh  OINPEICICHHBIC HEIOCTATKHU:
NOTPEOHOCTh CO3/AaTh M TOJJEPKaThb HMHEPTHYIO aTtMochepy BO BpeMs CHHTE3a.
PeakTBBI, HCMOIB3yeMbIE B OTOM METOJE, TOKCUYHBIC, W3MEHYHMBBIC, TPYIHO
COXPaHUTH U JIOPOTHE.

1.1.7 ConbBaTroTepMu4ecKkuii MeTO/ 30J1b—TeJIb CHHTEe3a

ConpBaTOTEpPMHUUCCKUN METOJI TOYTH MMOJ00EH THAPOTEPMAILHOMY METONY 34
UCKIIFOUEHUEM TOTO, YTO PACTBOPUTEIIH, UCTIONB3yEMbI€ B ’TOM METOJIe, HEBOAHBIC. Tem
HE MEHee, TeMIlepaTrypa MOXKET ObITh yBelMueHa 0 0ojiee BBICOKMX 3HAYEHUM, YeM B
TUAPOTEPMATILHOM METOJIe, TaK KaK OPraHWYECKHE PACTBOPHUTEIN C BBICOKOKHUIISIICH
TEMIIepaTypoit MOTYT OBITH 0TOOpaHbI KaK  pacTBOPUTEIIH. Merton
COJIbBATOTEPMHUYECKHI 00Jiee KOHKPETHO OO0ECIeUMBAET KOHTPOJIb (DOPMBI, y3KOTO
pacnpeziesieHus: o0 KpymHOCTH U pazmepam 1102, 0 CpaBHEHHIO ¢ THAPOTEPMAIbHBIM
meroaoM [18]. MeHee 4acTo METOJT THAPOTEPMATBHOTO CHHTE3a UCIIOIB30BAJICS, YTOOBI
npousBectd cmerranubiii okcug SiO2/TiOz, MOTOMY YTO NPUCYTCTBHE JHOKCHIA
KpEMHHH B MaTepuajge BO BCEX M3BECTHBIX paboTax YCIOXKHWIO TMPOIEce
KpUCTAJUIM3AIUU JUOKCUJIA TUTAHA.

CnoxHbie (QoTOKaTAIM3aTOPBI IS Pa3IOKEHUs KPAaCOK M JIPYTUX OPraHUYeCKUX
COeTMHEHUN OBUTM TOJIYYeHBI THIPOTEPMAIbHBIM OOpAaIllCHHEM C MPEIIIeCTBEHHUKOM,
cogepxkamm T1 u Si [19]. Kuxbe cuHTe3upoBan cioxubie Matepuayibl SiO2/TiO;
METOJIOM 30JIb—TeJIsI ¢ THAPOTepMalIbHBIM 00paboTKOM M 0€3, W HaIled, YTO B CiIydyae
TUAPOTEPMATILHOTO JICUCHHS, 00paslbl MOKA3bIBAIOT XOPOIIYIO TEIUIOBYKO CTOMKOCTH
(mo 1000 °C) u nyumas (GOTOAKTUBHOCTh KaTajlu3aTopa, TaK KaK 00pa3Ibl, MOJIyUYCHHBIC
METOJIOM 30JIb - TeJIs, OBUTH TIOJIBEPIKECHBI Cerperalyy Mpy 0oJiee HU3KUX TeMIlepaTypax
1 OBICTPOM TIEpexoJiec aHaTaza B PYTHI. PeceHzie W apyrue MCCIeI0BaTeNId TOJTYYHIIH,
KPUCTAJLIBI TUOKCHIIA TUTAHA, MMOKPHITHIC TOHKUM CJIO€M JTHOKCHAA KPEMHHUU, KOTOPHIN
obecTieur BRICOKYIO TEIUIOBYIO CTOMKOCTh aHaTaza [20].

1.2 ®orokaTaauTHUYECKOE Pa3ji0KeHHe OPraHUYeCcKUX BellecTB

OnuH n3 Hanbosiee PacIpOCTPAHCHHBIX CIIOCOO0B K YMCTOM BOJIE OT 3arpsi3HUTENICH
oumostormueckoe paspymieHue. OmHaKO TOKCHYHBIE (ochHOpOOpraHUYSCKUE BEIIeCTBA
JIOMAIOT KJICTOUHYIO CTCHKY OakTepuid. B O0NBIIMHCTBE ciaydaeB OnMoaerpaganus UaeT C
HHU3KOW CKOPOCTBIO.

B Hacrosiee BpeMsi IIUPOKOE PACHPOCTPAHEHHE MOMYydusl (POoTOKAaTaIU3 Ha

noJrynpoBogHUKax [21]. Bei3piBaeT 00JbIIONH HHTEPEC POTOKATATUTHICCKOE OKUCIICHHE
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NECTHIIMIOB W JeTepreHToB [22]. VYike omucaHbl (POTOKATATUTHYCCKUE PEAKIUH
OKHCJICHUS TaKUX MECTUIIUJIOB, KaK aKpUHATPUH, MeTaMU10(OC, MaJaTUOH, IMA3UHOH,
kapOeramug W ¢enutpation [23,24]. B psme paboT NPOBOIMIOCH CPaBHEHHE
(OTOKATATUTUYECKOTO OKHUCIEHHUS TMOJYIPOBOJHUKOBBIM KAaTAIM3aTOPOM JTHUOKCHUIOM
TUTAHA C OYHUCTKOM J00aBJICHUEM OKHUCISIONMIMX PEareHTOB, TaKUX KaK TMEPEKUCH
BOJIOpOJIa U Tiepcyib(aT HaTpus. Peakiinu ¢ OKUCIAIONIMMU peareHTaMu UIyT ObICTpee,
4eM ¢ JUOKCHAOM TUTaHa. Ho sl moJIHOro OKHCiIeHUsi TpeOyeTcs MHOTOKpPATHBIM
n30bITOK peareHTa (B ciaydae peaktuBa dentona-80-kpatubiit). Kpome Toro, mocie
3aBepIIEHUs] peakuu TpeOyeTCsl OUUIIEHNE PACTBOPA OT OCTABLIErOCs peareHTa.

[Ipu ¢oTokaTadTUTHYECKOM CIOCOOE OYUCTKU BOJBLI B OOJBIIMHCTBE CIy4acB
UCTIONIB3YETCS JTUOKCHJA THUTaHa. JIMOKCHJ THUTaHa — JCHICBBIH M HETOKCUYHBIN
karanu3arop. Ilociie OKOHUaHMS peakluu €ero MOXXHO OTIEIUTh OT pPacTBOpa
dbunpTpoBaHMEM, JUOO C TMOMOIIbID HAHECEHUS Ha HOCUTENb. MIMEHHO MOATOMY B
HacTodllee Bpemsi Bce Ooblliee 3HauYeHUWEe npuodperaer (OTOKATAIUTUYECKOE
OKHCJIEHHE BPEIHBIX (oCcHOpOpraHnuEeCKUX BEIIECTB B BOJHBIX CYCIICH3USIX JUOKCH]IA
TUTaHA.

I[Ipu QorokaTanuTHYECKOM OECKHCIOPOJHOM PA3JIOKEHUU OPraHUYECKUX
BEIIECTB Ha JIONMMUPOBAHHOM OJIArOPOJHBIMUA META/UIAMHU JTUOKCHUJIC TUTaHA 00pa3yeTcs
Bo0po. Bomopoa, kak akosoruuecku 6€301nacHOE U BHICOKOIHEPT€TUUECKOE TOIUIUBRO,
NpUBJIEKACT BHUMAHUE HCCIEAOBaTeNed BO BCEM MHpE YK€ HE OJHO JECATUIICTHE.
boutn  pazpaGoTtansl CcrocoObl MOJTYyYEHUS BOAOPOJA C TOMOIIBI0 TEPMUUYECKUX
(TeMHOBBIX) U (POTOCTUMYIMPOBAHHBIX (KBAaHTOBBIX) mpoiieccoB. [lonmydyenue Bogopoaa
C TMOMOUIBI0O KOHBEPCHHM OpPraHWUYECKUX BEIIECTB HATAJKUBAETCA Ha OrPAHUYECHUS.
Bogopon, monmydaemblii TakuMU HE KBaHTOBBIMHU CIOCOOAMH, COJEPKUT BBICOKHE
KOHIIEHTpamu TpyaHootaensembix mpumeceir (CO, CO, u np.). [ns mpoBeneHus
peakuuii  Tpebyercs  co3laHMe  BBICOKMX  Temmeparyp. Ilpu  mpoBeaeHuu
(OTOCTUMYIIMPOBAHHOTO BBIJICNICHHUS] BOJOPOJAa HCIIOJNb3YIOT DSHEPTUI0 KBAHTOB
BUJUMOTO M YJIbTPA(QHUOIETOBOTO CBETa JUIsi BOCCTAHOBJICHHS BOJOPOJA W3 BOIBI.
ConHEUYHbI CBET MPU ITOM BBICTYINAET KaK BO30OHOBIISIEMBI HCTOYHUK SHEPIHH,
KOTOPBIA MOXHO HCHOJIb30BaTh HA MPOTSHKEHUH MUJUIMOHOB JIET, YTO MHOTOKPATHO
MIPEBBIIIAET BPEMSI PACXOJIOBAHMS YEJIOBEUECTBOM BCEX 3allaCOB OPraHUYECKUX TOIUIUB
Ha 3emsie. [lomydaTh BOJOPOA MOXKHO U3 TeX K€ BpeAHbIX (PochopopraHUIecKux
BemiectB JIMM®, TM®, TO®. IIpu sToM OyaeT JOCTUTATHCS OJHOBPEMEHHASI OUUCTKA
BOJIbI U BbIZIENIEHHE BoAopoAa. OCHOBHBIM HEJOCTATKOM JUOKCH/IA TUTAHA SIBJIETCS €ro
HEJIOCTATOYHO BBICOKAs] AaKTUBHOCTb.

CymecTByeT ABa METOJa MOBBIIMICHUS! aKTUBHOCTU AUOKCHAA TUTaHA — 3a CUET
YBEJIMYCHHs aicopOmmm cyOcTpaTa M 3a CYET MOBBIMICHUS KUHETHYECKON KOHCTAHTHI
CKOPOCTH. YBEIWYUTH aJCOPOIHUI0 MOXKHO 33 CYET YBEIWYEHUS YIASITHHOUW TIIOMIATN
MOBEPXHOCTH, €MKOCTH MOHOCJOS W 00beMa IOp, KOTOPBIA TaKXKe BaXeH IS
TpPaHCIOpPTa PEAreHTOB. TeMIUIaTHBIM METOJ CHHTE3a I03BOJIIET KOHTPOJUPOBATH
pa3mep, ylIelbHbIH 00BbEM MOp U MOJydaThb MaTepuajbl C OYEHb BBICOKOW YJIENbHOU
wionaapo moepxHoctu [24, 25]. KuHeTHYECKyr0 KOHCTAHTY CKOPOCTH MOYHO
YBEIIMYUTH 33 CUET MOJIU(PUIIMPOBaHUSI TOBEPXHOCTH JTUOKCHIA TUTAHA OJIaropoIHbIMU
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MeTaJlJlaMi: HaHECEHHBIE METAJIJIbl CTATMBAIOT HA ce0s JJIEKTPOHBI, 32 CUET 3TOrO
MIPOUCXOJIUT pa3JeJeHUE 3apsA 0B, YMEHbIIAETCA PEKOMOMHALIMS Taphbl JJIEKTPOH-/IbIPKa
M, COOTBETCTBEHHO, pAacTeT KUHETHYeCKas KOHCTaHTa cKopoctu. Kpome Toro,
OJaropoIHbIe METAJIIBI KATAIM3UPYIOT PEaKIIM TEMHOBOTO OKHCIeHHS [26, 27].
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2 JKCHEPUMEHTAJIBHAS YACTb
2.1 ObopynoBaHue U NpUOOPbLI

1) Ananutndeckue Bechl Sartorius cepuu CPA. [IuckperHocts otcuera 0,01 wr,
HauOonbIuil npeaen B3pemuBanus 100 r, kiacc Tounoctu o 'OCT 24104 —2001 — I,
BCTPOCHHBIN HHTEPPEIC, BCTpPOECHHAs KannOpOBKa, aBTOMAaTUYECKasi KaTuOpOBKa.

2) IIpodeccuonanbubiii pH-metp Sartorius PP-25, yHuBepcalbHbIE U3MEPHTENb C
¢yHkuuen uamMepenus pH U HOHOCENEKTUBHOIO aHaIU3a.

3) MarnutHas memainka ¢ Harpeeom BIOSAN MSH-300.

4) PeakTopsl AJisl TUAPOTEPMATIBLHOTO CHHTE3A.

5) Bakyymubiii cymmnbHbi mikad Binder VD 115.

6) MHuoroueneBoi peatreHoBckuii audpakromerp RIGAKU (XRD) Ultima IV.

7) ABTOOMHUCCUOHHBIA PacTPOBBIN 3eKTpOHHBIH Mukpockon Jeol JSM 7001F,
NPUMEHSIEMbIA TSI UCCIIEIOBaHUS CTPYKTYPHO-XMMHUYECKHX OCOOCHHOCTEH TBEPbIX
00pa3oB (TOPHBIX TOPOJN, PYyJ, MHUHEpPAIOB, CIUIABOB, KEpaMHUK M T.IL.), aHAIN3a
00pa3IoB B TOYKE, a TaKXe paclpeleieHUs XUMUYECKHX SJIEMEHTOB IO JIMHUU WIIH
IUIONIA/IM ¢ ucnonb3oBanueM EDS-cniektpoMerpa B Anana3oHe 3neMeHToB ot B go U.

8) Cnekrpodoromerp Shimadzu UV — 2700.

9) Lentpudyra Hermle LaborTechnic Z383, ¢ MUKpOIPOLIECCOPHBIM YITPABICHUEM.
Yckopenue 25910 xg (yriioBoii poTop), MakcuMaiibHasi ckopocTh 17000 06/MuH.

10) Paznuunas xumuueckas 1ocynga (CTakaHbl, KOJOBI), 3JIEKTPOHHbBIE
aHAJIMTUYECKHE BECHI.

2.2 PeakTHUBBI

Bce ucnonb3dyembie B paboTe peakTHUBBI MMENH KBalH(puKanuio He Hibke «XY»
(XMMUYECKH YHUCTBIN):

— okcucynbdar tutana (TiOSO4-NH0), comepxammii He Oomee 17% cepHolt
KUCIIOTHI H2SOy,

— BOJHBIN pacTBOp cuinkata HaTpus NapSiOs

—NaOH (1,5 M),

— H202 (30%),

— BOAHBIN amMuak (3 M),

—HNO3; (3M),

— pacTBOp METHJICHOBOTO CHHETO, OpPaHXEBOTO, (PHOJIETOBOTO C KOHIICHTpAIMEH
20 mr/m.

KoHiieHTpanuioo pacTBOPOB a30THOM KHUCIOThI, aMMHUaKa U THAPOKCHAA HATPUS
OMpeNesyid MO CTaHAAPTHBIM MeToAukam [28]. BoaHbiil pacTBOop cuiaukaTta HaTpus
pa30aBsaaM BOJOM 10 HEOOXoamMol KoHIeHTparuu. KoHmeHTpaiuioo okxcucynbdaTa
TUTaHa ompenesim  TpaBuMmerpudecku. Heob6xogmmoe kommdectBo  TiOSO4
pPacTBOPSUIM B BOJIE B MPUCYTCTBUM CEPHOM KUCIOTHI, I00OABIEHHOMW B PacTBOpP COJIU
MeTaJslia Jisl TIOBBIIIIEHUS €T0 CTAOMIBHOCTH U TIPEIOTBPAIICHUS OCAXKICHHSI.
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2.3 T'uapoTepMa/IbHBIH CHHTE3 HHAMBUHAYAJIbHBIX H CMEIIAHHBIX OKCHIOB HA OCHOBE
TiO2 u SIO/TIO:

Ha nepBoii cranguu cunteza k 50 mu pactBopa okcucyibpara tutaHa TiOSOs ¢
koHueHTpauuei 0,1 M npunusanu:

e 50 mu1 pacTBOpa cunukaTta HaTpus ¢ koHueHTpauueu 0,05 Monb;
e 75 mul pacTBOpa cuiaMkaTta HaTpus ¢ koHueHTpanuen 0,05 Morb;
e 25 Ml pacTBOpa cuiMKaTa HaTpus ¢ KoHueHTpanuen 0,05 Morb;
e 100 M pactBOpa cunukaTta HaTpus ¢ KoHueHTpanuen 0,05 Mob.

B Ttabnune 2.1 mpencraBieHbl 0003Haue€HHE OOpa3IOB. 3aTeéM CMECh PacTBOPOB
TUAPOIU30BAIA ¢ TIomoIbio 1,5 M pacTBopa ruapokcuaa Hatpusi, BBeaenue NaOH
npekpamaim npu  jpoctkeHuu 3HadeHus pH 3,2, IlomyueHHble B pesyibTare
reneoOpazHeie  ocanku  1eHtpupyrupopam (3000 06/MMH) W OTMBIBAIU
JTUCTUJUTMPOBAHHON BOJION /10 OTPHUIIATEIbHONW PEaKIMK Ha MPOTHBOMOHBI MCXOJIHBIX
COJICH.

Ha cnepyromeit cragum k ruaporento npuiauBanmu 4 min HyOz (30%), 00béM
noBoawiA 70 50 MJT TUCTUWTMPOBAHHOM BOJIOM, C TTIOMOIIBIO BOAHOTO amMmmuaka (3 M)
pH peaknuonno#t cmecu poBomuiau a0 3Hadenus 7,0. Bckope o00pa3oBbIBaiics
IPO3PAYHBId  OpPAaH)KEBBIM PACTBOP, COJEPXNKAIIUK TMEPOKCOKOMIIEKC THTaHa U
KpeMHHEBYI0 KucioTy. [locie ycranosnenust pH 7, B peakiiMOHHYIO CMECh T10 KaIuIsiM
BBOAMIN 3 M pactBop aszotHoi kuciotel HNOj3 go goctmkenuss pH 2. Baxno
OTMETHUTH, YTO TOcie J00aBICHUS KUCIOTHl BCE PACTBOPHI OCTABAIMCH MPO3PAYHBIMU
3a uckmouenuem oopasnoB OHTS u 0,1HTS, roe nabmroganock popMupoBanue 305s.
3aTeM 00BEM pacTBOpa JOBOIUIN IUCTULINPOBAHHON BOIOM 10 80 MiI.

PacTtBop mepenocunu B aBTOKIaB 00bEMOM 140 Ma s THAPOTEPMAaIbLHOM
o6paboTku. ['maporepmaabHyl0 00pabOTKY MPOBOAMIM MPU CAMOPETYIUPYIOMIEMCS
napiaenuu npu 180 °C B Teuenue 48 dacoB. [ yCTaHOBICHHS POJU IIpeKypcopa
CHUHTE3HUPOBAIM 00PAa3I(bl CPABHEHHS C DKBUMOJSAPHBIM cooTHoIeHHEM SiO2/TiO; B
pCakIMOHHON cMecH: oOpaser, moydeHHbIH 0e3 mobabimenus NHsz u HNOs; (PTA —
SiO2) B peakIIMOHHYIO CMECh; 00pas3ell, MOJyUYeHHBIH THAPOTESPMAIbHON 00pabOoTKOM
rens Ha ocHoBe SiO./TIO,, 6e3 BBemenms nepekucu Bomopoma (GelTS); ob6paser,
MOJTyYEHHBI CMENIEHUEM U TOCJICAYIONMEH THapOTepMaIbHOM 00pab0oTKOM, OTIEITBHO
MEPOKCOKOMILIEKCA TUTaHa U pacTBopa cuinkata Hatpust (NH3PT — SiOy).

[Tocne ruaporepmanbHO OOpaOOTKH, OCaTOK OTIEISIN UEHTPU(YTUpOBAaHUEM
mpu 3000 o6/MHUH, OTMBIBANM AUCTHUITMPOBAHHON Bomod u cymman npu 60 °C B
TeueHne 24 dvacoB. 3areM dHacTh oOpasnoB mpokanuBanu npu 400 °C B TeueHue 2
4acoB, JAPYTryl0 dYacThb TeX JkK€ oOOpaslloB OCTaBIsIM HE MPOKAJICHHOW s
TEPMOAHATUTUYECKUX UCCIICIOBAHUM.
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Tabnuua 2.1 — O6o3HaueHne 00pa3loB

HasBanue oOpasna | KommuectBo wmons  SiO; B | CootHomenue SiO2/TiO;
pacTBope
1:1 TiO,/SIO; 0,005 1:1
1:1,3 TiO2/SiO; 0,00375 1:1,3
1:2 TiO2/SiO; 0,0025 1:2
1:4 TiO2/SiO; 0,00125 1:4

2.4. Onpenenenue GoTOKATAIUTHIECKON AKTUBHOCTH OKCHI0B HA OCHOBE
SiO2/TiO:

DOTOKATATUTUYECKYI0 aKTHBHOCTh CHHTE3MPOBAHHBIX OKCHUJOB Ha OCHOBE
SiOo/TIO, TecThpoBanmM B pPEAKIUH  PA3JIOKECHHUS OPraHUYECKOUX  KpaCHUTEIs
METUJIEHOBOTO CHHEro (opaHkeBoro, (¢uoysieToBoro) B BoaHoW cpeae. s
JKCTIEpUMEHTA Opalii HaBeCKy oOpasia 25 Mr u momenianu €€ B KBapIEBbIH PEakTop C
50 MJ1 BOZHOTO pacTBOpa METUIIGHOBOT'O CUHET0 ¢ KoHIeHTpaluen 20 mr/i. CycrieH3uo
nepeMenMBaii Ha MAarHUTHOW MeIajke B TEMHOTE 10 JOCTHXKCHUS aJICOPOIMOHHOTO
paBHOBecHs. AncopOIuio omnpene/suii  GOTOMETPUYECKH II0 MUKy 664 HM ¢
UCIojb30BaHueM crekrpodgoromerpa Shimadzu UV — 2700. Ilocine wu3sMepeHHs
azcopOlMM, CYCNEeH3U oOiydanu yiubTpaduonetom, B TedeHue 330 wMuH, C
uHTepBaioM 30 MUH, OTOMpaNN aTUKBOTY S5 MJI, pacTBOP OTIEISAIM OT KaTajau3aropa
neHrpudyrupoBanreM npu 8000 o0/MUH M U3MEPSIIH ONTHYECKYIO IUIOTHOCTh Ha 664
oM. [locie m3MepeHus KaTajau3aTop W PacTBOP BO3BpaIllaii OOpaTHO B PEakTop M
npojopkan  o0nmydeHne. DOToONMM3 METHWICHOBOTO CHHETO NPOBOJWIIM B TEX K€
AKCTIICPUMEHTAIBHBIX YCIOBUAX, HO B OTCYTCTBHHU Karaiu3zaTopa. V3 mapamienbHBIX
U3MEPEHUHN BBIYKCIICHO, YTO OINMMOKAa B ONPEACICHUH KOHIEHTPAIIUH METHJICHOBOTO
cuHero He mpeBblmania 7 %. OOmee cojaepKaHUEe OPraHUYECKOro yriepoja
omnpeaensutn, nucnoibdys Shimadzu TOC — V CSH Analyzer.

2.5 UcciienoBanue 00pa3noB MeTOAOM PEHTIeHO(A30BOI0 AHAIU3A

[TpuHIMn 3aKmoyYaeTcs B IMOJYYCHUH TU(PPAKIIMOHHONW KapTHUHBI, BO3HHKAIOIICH
NpU  TOPOXOXKIACHUM PEHTTCHOBCKUX JIy4€Hd Yepe3 H3Jy4yaeMoe BEIIeCTBO U
COTIOCTABJICHUW TIOJIOKCHUSI M HMHTEHCHBHOCTH JTU(PPAKIUOHHBIX 3P(dEKTOB, ¢
STAJIOHAMH KOTOPBIMU CITY>KAT CTAHJAPTHBIE MUHEPAJIBI.

[TopomkoBass peHTreHOBCKash AuUGpaKkIus — METOJ, pa3paOOTaHHBIA, YTOOBI
M3y4uTh (Ha30BBI COCTaB MaTepHaloB. METON HCIONB3YeT SIBICHHE Iu(PpaKiuu
PEHTIEHOBCKUX Jyudel Ha oOpasile, KOTOPBIM fABISIETCS COOOW KOT€pEeHTHOE YNpyroe
paccestHUE PEHTICHOBCKUX Jyued ¢ uHTepdepeHiuell BTOpUYHBIX BOJH. Bo Bpems
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HCcCleIoBaHusl o0pasel] OCBEIICH PEHTTCHOBCKUM H3JIYyYE€HHEM, KOTOPBIA 3aHUMAET
4acTh JIEKTPOMATHUTHOIO CIIEKTPA OT HECKOJIIBKUX COTEH 0 AeCAThIX AHrcrpema. Tak
KaK y pacCTOSAHUM MEXIYy aTOMaMH B KPHUCTAJUIMUYECKUX PEIICTKAaX TBEPHABIX YaCTHIL
€CTh MOPSAOK €IUHULIBI AHICTpeMa, MPOXOJ PEHTIEHOBCKHUX JIyYEH Yepe3 BEIIECTBO
COIIPOBOXKIAETCS PACCEMBAHUEM PEHTTCHOBCKHUX JTy4Yeil.

B3anmopelicTBue peHTT€HOBCKOTO U3ITYYEHHs C BEIIECTBOM BBI3BIBAET UCITyCKAHUE
BTOPUYHOTO U3Ty4YE€HUS, JJIMHA BOJIHBI KOTOPOT'O PaBHA JJIMHE BOJIHBI MAJAIOIIEr0 Jyda
(korepeHTHOE paccesHue). Kaxapli H30JIMpOBAHHBIA aTOM pacceBaeT H3IYYCHHE
OJIHOPOJHO BO BCEX HampaBiieHUsX B ¢opme KoHIeHTpuueckux cdep. Eciu BosHa
NaJalolMX PEHTIEHOBCKUX Jy4ed TNEpHeHAUKYJIApHA TPaHU KPUCTALIMYECKOU
pELIETKH, TO BCE aTOMbI PsA/la PELIETKA OAHOBPEMEHHO HMCIIYCTAT JJIEKTPOMArHUTHbBIC
KosjeOanus. M3nyueHue oT pa3iMuHBIX aTOMOB OyAET MOJABEPraTthCcsi MHTEPHEPECHIINU
(pucynkom 2.1)

Pucynok 2.1 — OTpaxxeHre peHTI€HOBCKUX JIyueld B KpUcTauie o bparry
YcnoBuem audpakivd PEHTTEHOBCKUX Jyded CIY)KHT Ha KPUCTAUIMYECKON
peletke sBisieTcs ycnosue Bynbda-bparra (1):

2dsing = A, 1)

raie d — paccTossHHE MEXKIYy COCEIHMMM KPHCTAUIOrPa(QUUYECKUMHU IUIOCKOCTSIMH C
aToOMaMH KOTOPBIX B3aUMOJICHCTBYIOT PEHTICHOBCKHE JIYUH
6 — yroJ mo KOTOPBIM HAOII0MaeTCs QU PaKIs;
N —opsAI0OK TUPPAKITHOHHOTO MaKCUMyMa (TIOPSITIOK «OTPaXKEHUS);
A — IJIMHA BOJHBI MOHOXPOMATHYECKHUX PEHTTCHOBCKHMX JIy4eH, MaJaromux Ha
KpHCTAJII.

Onaumu u3 Hanbosee pacrnpoCTpaHEHHBIX KpucTautnueckux monumopdos TiO;
SIBIITFOTCS] TETPArOHAIBHBINA PYTUJI, TETPArOHAIBHBINA aHATa3, OPTOPOMOMUECKHI OPYKUT
n MoHOKIMHHBIN TiO2. Ecth 5 menee u3BectHbix (a3 TiO,, Takme Kak MIPUITAHKUAT
(opropomOuueckuii momumopd Buaa a-PbO,), kyoudeckuit mosmmMopd BHIA QITFOOPUT,
nonumMopd BUJA MUPUT, MOHOKIMHHBIA MoauMopd Buiaa OaaaeduT U noiaumopd Bujia
KoTyHHUT [31].
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[Tonyuenue >xemaemoit (a3pl AMOKCHIA TUTAaHA 3HAYUTEIBHO 3aBHCUT OT YCIOBUH
cuHTe3a Mmatepuana. Cumraercs, 4yTo yucTas ¢aza aHataza B BO3JAyXe OE3BO3BPATHO
npoxoauT B (aszy pyruna npu 600 °C, HO B nuteparype temmepaTrypa (HazoBoro
nepexona Bapbupyetrcs B aumamazone 400 — 1200 °C B 3aBUCMMOCTH OT METOJA,
MCTIONB3YeMOr0, YTOOBI OnpeaenuTh (Ha30BBIi Mepexo], HCXOIHbIE MaTepHallbl, METO/
cunre3a [31]. [Tepexon aHaTa3a K pyTHIIy HE POUCXOAUT HEMEIJICHHO, 9TO 3aBHCHUT OT
BPEMEHH BBIJICP)KKH TP OTIPEeNIEHHON TeMiepaType. s HegonupoBaHHOTO aHaTasa,
NOMHMO TEMIIEpaTyphl HarpeBa, MapaMeTpamy, BIHMSIONIMMHU Ha TEPEXOj] aHara3 —
pyTWII, SBISIIOTCS pasMep, ¢dopMa dYacTHIla, YAeNbHas IOBEPXHOCTh, aTMocdepy
HarpeBa, o0OBeM oOpaslia, CKOPOCTh HArpeBaHUs, BPEMsl BBIICPKKH, NMPUMECH (OT
HCXOJHOTO MartepHuana). AHaTaz — (oToKartaauTHueckas Oojee akThBHas ¢asza Io
CPaBHEHHIO C PYTHJIOM, MOJTOMY MHOXKECTBO METOJOB HAIlEJICHO Ha YIPaBICHHE
Nepexo0M METacTaOMIBHOTO aHaTa3a K PYTHILY.

2.6 MHccaenoBanue 00pa3smoB MeETOAOM CKAHUPYKOIIEH JJIEKTPOHHOI
MHUKPOCKONMUHT

CkaHupytomass d3JeKTPOHHAs MUKPOCKOMHS SIBISETCS OJHUM U3 Haunbojee
IIUPOKO HCIIOIB3YEMBIX JIJISI IMaTHOCTUKH HAHOMATEPHAIOB U HAHOCTPYKTYP METOJIOB.
[Ipenen pazpelieHuss CKaHUPYIOIIETO S3JIEKTPOHHOTO MHKPOCKOINA MPUOIMKAETCS K
HECKOJIbKUM HaHOMETpaM, a YBeJIMUeHHUE JIETKO BapbupyeTcs oT ~ 10 g0 6omee 300000.

[Ipu B3auMOJIEUCTBUU SJEKTPOHHOTO 30HJa C OOpas3IoM, MOMHUMO MPOIIEAIIETO
pacCcessHHOTO  M3JYYEeHHS, MCIOJIB3YyeMOr0 B  IPOCBEUYMBAIOIICH  AJIEKTPOHHOU
MHKPOCKOITHUH, (HOPMUPYIOTCSI U IpYyTrHe BHIbI U3Iy4deHUs (pUCYHOK 2.2), Haubojee
MH()OPMATUBHBIMHU U3 KOTOPHIX SBJISFOTCS

® BTOPUYHBIE DJJICKTPOHBI TEHEPUPYIOTCS TOHKUMH TPUIOBEPXHOCTHBIMHU
cnossMu  (~ HECKOJIBKUX HAHOMETPOB); OHHM OYEHb UYBCTBUTEIBHBI K
COCTOSIHUIO TIOBEPXHOCTH, ATOT THIl H3JIy4YeHHUS HeceT HHGPOPMAIUI0 O
penbede MOBEepPXHOCTH;

® OTpPaXXEHHBIC BJIEKTPOHBI — DIIEKTPOHBI, OTPAXKEHHBIE OT 00pasla ympyrum
paccestHueM;

® XapaKTepUCTUYECKOE PEHTIEHOBCKOE U3IyYEHUE — U3TyUYECHHUE, TEHEPUPYEMOE
B CIly4asX, KOIJa OJJICKTPOHHBIM JIyd «BBIOMBAET» OJJICKTPOHBI C 19
BHYTPEHHHUX 000JI0UYEK aTOMOB 00pasIia, 3aCTaBIIsAs AJIEKTPOHBI MIEPEXOAUTH C
0onee BBICOKOTO HHEPTreTUYECKOTO YpPOBHS Ha HWXKHUH C HCIyCKaHHEM
KBaHTa PEHTI€HOBCKOTO U3JTyYCHUSI.

Kaxnpii W3 3THX THUNOB H3IYy4YEHUS MOXKET PETUCTPUPOBATHCS CIIEIUAIbHBIM
JATYIUKOM U HCIOIB30BAThCSI, YTOOBI TONYYUTh WH(HOPMAIUIO O CTPYKTYPHOM
COCTOSIHMM ONPEAEIEHHOIO CJI0SI TOBEPXHOCTH MAaTepHUaia.
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Pucynok 2.2 — Cxema peructpauuu uapopmanuu 00 00beKTe B CKaHUPYIOIIEM
ANIEKTPOHHOM MHUKpOCKONE: 1 — mepBUYHBIN MyYOK 3JEKTPOHOB; 2 — AETEKTOP
BTOPUYHBIX AJIEKTPOHOB; 3 — IETEKTOP PEHTI€HOBCKOTO U3TyUeHUs; 4 — IETEKTOp
OTpaXEHHBIX IJIEKTPOHOB; 5 — IETEKTOP CBETOBOI'O U3JIYyYEHUS; 6 — IETEKTOP
NPOIIEANINUX DJIEKTPOHOB; / — AETEKTOP MOTJIOMIEHHBIX 3JIEKTPOHOB

[TpuHnMUanpHas cXeMa CKaHUPYIOIIEro JIEKTPOHHOTO MUKPOCKOTa MPUBEICHa Ha
pucyHnke 2.3. IToTok 351eKTpOHOB (DOPMHUPYETCS OCBETUTEIEM — 3JISKTPOHHOM ITYyIIKOii |
(yckopsromiee Hanpsbkenre B COM cocramsier U = 1 — 50 xB). C nmomoriero 0J10Ka
AJIEKTPOHHBIX JIMH3 2 AIEKTPOHBI (POKYCUPYIOTCSI Ha MOBEPXHOCTH 00pasiia 3 B IMSITHO
(anmexTpoHHBIN 30HA) AuamMeTpoM @ ~ 1 MkM. C MOMOIIBIO OTKIIOHSIOIIEH KaTymku 4
IIPOUCXOAUT CKAaHUPOBAHMUE DJICKTPOHHOTO 30HJA TI0 TIOBEPXHOCTH OOBEKTA.
DIEeKTPOHHOE TISATHO, MepeMeIasch M0 MOBEPXHOCTH, 00pa3yeT Ha HEl CUCTEMY CTPOK
— pactp. Bo3Hukaromiee B pe3ysibTaTe€ B3aMMOJICHCTBHS DJIEKTPOHHOTO MydKa C
HCCIIeTyeMbIM MaTEepHUaJioOM H3JyYCHHE C IOMOIIBIO JIeTeKTopa S5 mpeolOpasyercs B
BJICKTPUYECKUN CHUTHAJ, KOTOPBIM IOJACTCA Ha YIPABJISIOMIMN 3JIEKTPOJ JIEKTPOHHO-
JTy4eBOU TpyOKH 7

Pucynok 2.3 — [IpuHnunuansHas cxema CKaHUPYIOIIETO (PacTpOBOTO)
AIEKTPOHHOTO MUKpPOCKOMA: 1 — 3eKTpoHHAs MyITKa; 2 — OJIOK 3JIEKTPOMArHUTHBIX
auH3; 3 — 00BEKT UCCIACAOBAHNS, 4 — OTKIOHSIONIAS KAaTyIIKa; 5 — JeTeKTOp; 6 —
(hOTOYMHOXKHUTEND;, / — AJIEKTPOHHO-JTy4YeBasi TpyOKa
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3 OBCYXIEHUE PE3YJIbTATOB

Pentrenoga3oBslii aHaIN3 MOTyYEHHBIX 00pa3IloB MOKa3all, 9TO BO BCEX CIIydasx B
CMEIIIaHHBIX 00pa3iiax 00pa30BaluCh KPUCTAUIMYECKUE YACTHUIBI JTUOKCHAA THUTaHA B
¢aze anaraza. CieqyeT OTMETUTh, YTO KPUCTAIMYHOCTH PACTET C YBETUUYCHHUEM JOJIU
TUTaHa B oOpasIle.
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Pucynoxk 3.1 — PeHTreHoBckue qudpakTorpaMmbl 00pasios: (a) cooTHomennn Si/Tl,
paBHoM 1:1; (6) cootHomenuu Si/Ti, paBHom1 :4

Ha pucynke 3.1. mpencraBineHnsl AudpakTOrpaMMbl CaMOTO MaJOKPHUCTAUTUIHOTO
(moNMy4eHHOTO  IPU  COOTHOUIEHMHM THUTaHa ©  KpemHus 1:1) wu  camoro
BbICOKOKpHucTayuTiaHoro (Si/Ti paBHo 1:4) oOpasna.
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COM-u300paxkeHusi TOJYYEHHBIX OOpa3LoB MOKa3bIBAIOT, YTO arperaugus
HAHOYACTHIl MEHbIIE BCEro HaOIIONaeTcss B 00pasle, MOITy4EeHHOM IIPH COOTHOIIEHUH
koMroHeHToB 1:2. Ha pucynke 3.2. mpuBenensl COM-uzoOpaxeHus o00pas3LoB,
CUHTE3UPOBAHHBIX IIPU COOTHOLIEHUAX KpeMHHs ¢ TUTaHoM 1:1 m 1:2. ITommHOCTBIO BCe
COM-u3zo0paxenus npeacrabiensl B [Ipunoxenun A.

a
%
PRRE, AT .

— lpm  JEOL 5/24/2019
X 10,000 20.0kV SEI  SEM WD lomm  12:49:12

P
— 1pm JEOL 5/24/2019
X 10,000 20.0kV SEI SEM WD 10mm 12:09:10

6)

Pucynok 3.2 — COM-u3o06pakenus o0pasiios: (a) coorrorennu Si/Ti, papHom 1:1;
(6)cootnomennu Si/Ti, papHom 1:2

3/1C-kaptupoBanue, caeiranHoe npu COM-uccienoBaHuy Moka3ajgo, 4TO TUTaH U
KPEMHHI OJIMHAKOBO M PaBHOMEPHO pacmpeneeHsl B 00bEMe oOpasioB. Ha pucynke
3.3. mpuBen€H MpUMep KapT pachupeiesieHus AJIEeMEHTOB i 00pasiia, MOITyYeHHOTO
npu cootHornenuun Si/Ti, paBHom 1:1,3. CiemoBareibHO, 00pasibl MPEACTABICHBI
KPUCTANIMYECKUMH YaCTULIAMU JTUOKCUJA TUTaHA, MPHUKPETUIEHHBIMUA K MOBEPXHOCTHU
38peH CHJIMKaress; KOMMo3uTHbIX ¢parmeHToB SO-Ti He MHoro. IlonHOCTBIO BCe
O/IC-crieKTpbl ¥ pacCUMTAaHHBIE AJIEMEHTHBIE COCTaBbl OOpPA3IOB MPEJCTaBICHBI B
[Tpunoxenuu B.

Ti Kad Si Kal

f 25um ' f 25um !

Pucynoxk 3.3 — KapTsl pacnpesieiieHust coJiepKaHus 2JIEMEHTOB JUIsl 00pasiia,
NOJTy4eHHOT0 IpH cooTHommeHunu Si/Ti, paBaom 1:1,3
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@OTOKATATUTUYECKUM TECT B PEAKIIMU JECTPYKLIMY METHIIEHOBOIO CUHETO MTOKAa3aJl,
YTO KaTaJIUTHYECKasi aKTUBHOCTH BBILIE Y T€X 00pa3LoB, KOTOPbIE CUHTE3UPOBAHBI MTPU
COOTHOLIEHNH KpemHusa W TtuTaHa |:2. Ha pucyHke 3.4. npuBeneHbl KHHETHYECKHE

KpuBbIe (pOTOKaTaIM3a AJis1 00pa3LOB, MOJIYYEHHBIX B Pa3HbIX YCIOBUSIX.
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Pucynok 3.4 — Kunetnka qecTpyKIIMM METHUIICHOBOTO CHHETO Ha oOpasIax,

MOJYYEHHBIX MpHU pasunaHoM cootHomenuu Si/Ti B pactsope: (a) 1:4, (0) 1:2, (8) 1:1,3
u((rl:l
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SAKVIIOYEHUE

1. Ilpu UCIIOJIb30BAaHUU MEPOKCOMETOA NOJIy4aroTCs CMEILIaHHbIE
(oTOKaTaNMU3aTOPHl HA OCHOBE JUOKCUIA THUTAHA U CUJIMKAressi, B KOTOPBIX JTHOKCH]L
TUTAHA [IPEJICTaBJICH YaCTULIAMU aHaTa3a.

2. Pacnpenenenune yactui SiOz u TiO2 B 00bEMe 00pasiia paBHOMEPHO.

3. Haummenswmmas arperainus dYacTul] oOHapykeHa B 00pas3iie C COOTHOIICHUEM
SiO,/TiO; 1:2. DtoT 006pa3en UMeeT MAKCUMATBHYIO (POTOKATATUTUIECKYIO aKTHBHOCTh
B PEaKIMU Pa3I0KEHUSI METHJICHOBOT'O CHHETO.
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ABSTRACT

Asilbekova A.A. The use of a peroxomethod
for obtaining a photocatalyst on the basis of
Ti0,/Si0; — Chelyabinsk: SUSU, ET — 431,
2019. — 36p., 16 fig., 1 table, 31 references,
3 app.

Titanium dioxide, silicon dioxide, mixed oxides, nanoparticles, peroxomethod, X-ray
phase analysis, scanning electron microscopy, EDS-mapping.

The research object is TiO, and mixed the oxide TiO,/SiO;

The aim of the study is to study the change in the characteristics, including
catalytic activity, of SiO,/TiO, mixed photocatalysts with a change in the ratio of
titanium and silicon in the sample.

In order to achieve the research aim the following objectives have been met:
—to compile the literature review in the research area;
— to synthesize mixed SiO,/TiO, samples with Si/Ti ratio from 1:1 to 1:4;

— to investigate the photocatalytic activity of samples in the reactions of methylene
blue destruction;

— to study the obtained materials on a scanning electron microscope equipped with
a prefix for elemental analysis

— to an attachment study the materials was obtained on an X-ray phase analyzer.

The field of application includes: the resulting photocatalysts based on TiO2/SiO; can
be used for the decomposition and destruction of harmful compounds in wastewater.
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HPUJIOKEHUSA
HNPUJIOKEHUE A

I 5/24/2019
X 10,000 20.0kV SEI WD 10mm 14:10:17

Pucynox A.1 — COM - uzoOpakenust oOpasiia, MoJIy4eHHBIM IIPU COOTHOIIIEHUU
KpeMHUs U TuTaHa 1:4
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Oxonuanue lIpunoxenns A

I— lpm  JEOL 5/24/2019
X 10,000 20.0kV SEI SEM WD 10mm 12:32:04

Pucynox A.2 — COM - uzoOpakenust oOpasiia, MoJIy4eHHBIM IIPU COOTHOIIIEHUU
KpeMHHS U tuTana 1:1,3
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HNPUJIOKEHUE b

Intens|
1000 .

1000 15.00 20.00 25.00 3000 35.00 40.00 45.00 50.00 55.00 60.00 65.00 70.00 75.00 80,00 £5.00 90.00

Pucynok B.1 — PentrenoBckas audpakrorpamMma oopasiioB, MOJyIeHHBIX IPU
cootHotienuu Si/Ti, paBHoM 1:2
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HNPUJIOKEHUE B

Si Kal

f 25um ' f 25um '

Pucynok B.1 — KapTbl pacnpenencHus coepxaHus dJIEMEHTOB JIJIsl 00pasiia,
HOJy4EHHOT0 MpH cooTHommenuuu Si/Ti, paBaom 1:1,3

Pucynok B.2 — EDS cnektp obpasua mpu cootHomenuuu Si/Ti, pasaom 1:1,3
DnemeHTHBIH cocTaB oopasma 1:1,3 TiO,/Si0O;:

% macc.: O — 54.25, Si —7.66, Ti— 38.00.
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IIponoikenue Ilpunoxenus B

Ti Kal Si Kal

Spm Spm

Pucynok B.3 — KapTsl pacnipeencHus coepanus dJIEMEHTOB JiJIsl 00pasiia,
HOJYYEHHOT0 MpH cooTHomeHuuu Si/Ti, paBaom 1:4

Pucynok B.4 — EDS cnektp o6pasna mpu cootHomenuuu Si/Ti, paBaom 1:4

DeMeHTHBIN cocTaB oOpasma 1:4 Si/Ti:

% macc.: O —52.51, Si —9.56, Ti— 37.94.
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Oxonuanue lIpunoxenne B

Ti Kal Si Kal

e e

Pucynok B.5 — Kaptsl pacnipenenenus coaepkanus 3J€MEHTOB [t o0pasia,
HOJYYEHHOT0 MpH cooTHommenunu Si/Ti, paBaom 1:1

Pucynok B.6 — EDS cnektp obpasua mpu cootHomenuuu Si/Ti, pasaom 1:1

DnemeHTHBIN cocTaB oOpasma 1:1 TiO2/SiO,:
% wmacc.: O —58.59, Si—4.17, Ti— 37.24.
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