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MMOCTCUHTETUUYECKOM 00pabOTKON TMOKPBITHS, IIPU
3TOM  JUIsI  TIOJIyYEHUS  KPEMHHUI-TUTAHOBOIO
MPEeKypcopa B BOJIHBIN pacTBOp CylbdaTa THTAaHUIA
KoHueHTpauueit 0,15 MoJb/1 U TemMnepaTtypoil He
Hmwke 50°C MemTeHHO BBOMST BOIHBIM PacTBOP
amMmuaka Ao ycraHosieHus pH He Huxke 10, u
MOJy4yaroT TUAPATUPOBAHHBIN KOJUIOUIHBIA OKCU
TUTaHA B BHUJIE OCAJKa, KOTOPBIA OTMBIBAIOT
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GONBIIMM KOJHMYECTBOM JMCTHILTMPOBAHHOM BOJIBI
J10 OTPHULATENBHOM peakiyn Ha HoHbI SO,°" 1 NH,

3aTEM K MPOMBITOMY OCAJKy THIPATHPOBAHHOTO
JIMOKCHUJIA TUTaHA MENJICHHO MPH OXJIAXJICHUM Ha
JensiHOW OaHe U TIIATENIbHOM IepeMelIBaHUN
JIOOABIISIOT BOJIHBINM PACTBOP MEPOKCHIA BOAOPOIA
C KOHILeHTpauuen He MeHee 30% U IOoIy4atoT pacTBOP
MIEPOKCOKOMITIEKCA TUTaHA, TOBOIAT 3HaUeHue pH
pacTBOopa TEPOKCOKOMIUIEKCa TUTaHa 10 9,5
JobaBleHNeM TI0 KaIusiIM BOJHOTO pacTBOpa
aMMUaka, pa30aBISIIOT €ro IUCTUILTUPOBAHHOMN
BOJIONM /IO KOHIEHTPAIMU aTOMOB THTaHa, PAaBHOMW
0,05 Momb/n, 3aTeM OTHEIBHO NIPUIOTABIMBAIOT
pacTBOp TETPAdTOKCUCHUIAHA B  H-IPOIAHOJIE
koHneHTpanueti 0,05 MoJTb/J1, 00beM KOTOPOTO PaBeH
00BEMy pacTBOpa MEPOKCOKOMITIEKCA, B KOTOPBIN
TTOMEIIAIOT 003 XKMPEHHBIE IIACTUHBI ITOPUCTOTO
OOPCUITUKATHOTO CTeKJIa, pacTBop
MIEPOKCOKOMITJIEKCA TUTAHA BJIMBAIOT B PacTBOP
TETPA3TOKCUCWIIAHA C IIOMEIEHHBIMU B HETO
IJJACTUHAMM TTOPUCTOTO OOPCHUIIMKATHOIO CTEKIa,
Ipu 3TOM 0Opa3zyercsl 307b CMEIIAHHOTO OKCHAA
KpPEMHUS-TUTaHA, IUIACTUHBI BBIIEPKHUBAIOT B
MIpEKypcope B TeUueHe He MeHee 24 4, U3BIIEKAIOT C
00pa30BaBIIMMCS HA HUX MOKPBITUEM, CYIIAT MO/

(56) (mpomomxeHue):

BaKyyMOM IIpu TeMIiiepaType He Bbile 50°C, 3atemM
MIPOBOJST TTOCTCHUHTETHYECKYIO 00paboTKy
TTOKPBITHS, TIPU KOTOPOU BBICYIIICHHBIC ILIACTUHBI
32JIMBAIOT CMECHIO BOJIa-3TaHOI, 1:1 Mo o0bemy, Ipu
3HaueHny pH, paBHOM 5, MOJTy4eHHOM T00aBIICHUEM
B CMEChb COJSIHOM KHUCIOTBI, 3aT€M IPOBOIST
KUISTYCHHUE TUIACTUH C OOPATHBIM XOJIOJUIBHUKOM
B TEYEHUE HE MeHee 21 4, MOcCie Yero ITACTUHBI
U3BIICKAIOT, CYIIAT 0T BAKYYMOM IIPH TEMITEPATyPe
He Bbime 50°C W MOABEPraroT MPOKATMBAHHWIO B
MydenpHOM Teun mpu TeMirepatype 700°C B TeueHre
HE MEHee ABYX 4YacoB. TeXHUYECKHI pe3yibTaT
COCTOUT B MOJIYYCHHH XUMHUECKU, TEPMUUYECKU U
MEXaHUYECKH CTOMKOTO TOKPBITHS Ha OCHOBE
BBICOKOIIOPUCTOTO U (hOTOKATAIIMTUUECKU AKTUBHOTO
aHaTasa, cTaOMIM3UPOBAHHOTO B MaTpPHUIE OKCUIA
kpeMHuust. ChopMHUpOBaHHOE HA TBEPIBIX ITOMTOKKAX
MUKPOIIOPUCTOE IOKPBITHE CMEIIAHHOIO OKCHIA
TUTAHA-KPEMHUS, CHHTE3UPOBAHHOE U3 HEJOPOTUX
Y MaJIOTOKCHUUYHBIX COeVHEHUI (CyTb(aT TUTAHWUIIA,
BOJIHBIE PACTBOPBI AMMHUAKa U IIEPOKCUIA BOJOPOA,
TETPA3TOKCHUCHUIIAH), COXPaHSIOT BBICOKOE
coaepxanue (He MeHee 95%) das3sl aHaTasza u
BBICOKYIO (DOTOKATATIMTUYIECKYIO aKTUBHOCTBH IIPU
Bo37ekcTBHM BBICOKHX (mo0 1000°C) Temmepatyp. 4
Wi, 1 op.

photoactive particulates and coatings, "Journal of Sol-Gel Science and Technology", 2010, Vol. 54, pp. 203-211.
SHOKUHFAR A. et al. Si02-TiO2 Nanostructure Films on Windshields Prepared by Sol-Gel Dip-Coating Technique
for Self-Cleaning and Photocatalytic Applications," Nanoscience and Nanotechnology", 2012, 2(1): 16-21.
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(54) METHOD OF PRODUCING A THERMOSTABLE MICROPOROUS COATING BASED ON MIXED

TITANIUM-SILICON OXIDE

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates to the technology
of producing a photocatalytically active thermally stable
microporous coating based on mixed titanium-silicon
oxide on solid substrates. Method comprises applying
a single liquid silicon-titanium precursor on the surface
of a pre-treated silicate glass with subsequent post-
synthetic treatment of the coating, wherein to obtain a
silicon-titanium precursor in aqueous solution of titanyl
sulphate with concentration of 0.15 mol/l and
temperature of not less than 50°C, ammonia aqueous
solution is slowly introduced until pH is set to not lower
than 10, and obtained hydrated colloidal titanium oxide
in form of a precipitate, which is washed with large
amount of distilled water to negative reaction to ions

of SO42+ and NH,", then to the washed hydrated

Crp.: 3

titanium dioxide precipitate slowly while cooling in an
ice bath and thoroughly stirring is added aqueous
solution of hydrogen peroxide with concentration of
not less than 30 % and a solution of the titanium peroxo
complex is obtained, adjusting the pH of the solution
of the titanium peroxo complex to 9.5 by adding a
dropwise aqueous solution of ammonia, diluting it with
distilled water to a concentration of titanium atoms
equal to 0.05 mol/l, then separately preparing solution
of tetraethoxysilane in n-propanol with concentration
of 0.05 mol/l, volume of which is equal to volume of
solution of peroxocomplex, in which defatted plates of
porous borosilicate glass are placed, solution of titanium
peroxo complex is poured into solution of
tetraethoxysilane with plates of porous borosilicate glass
placed in it, wherein the mixed silicon-titanium oxide
sol is formed, the plates are held in a precursor for at
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least 24 hours, removed with the coating formed
thereon, dried in a vacuum at temperature not higher
than 50 °C, followed by post-synthetic treatment of
coating, at which dried plates are poured with a mixture
of water-ethanol, 1:1 by volume, at a pH value equal
to 5, obtained by adding hydrochloric acid to the
mixture, then performing plates refluxing for at least
21 hours, after which the plates are removed, dried
under vacuum at temperature not higher than 50 °C
and subjected to annealing in muffle furnace at
temperature of 700 °C for not less than two hours.
Formed on solid substrates microporous coating of

Crp.: 4

mixed titanium-silicon oxide synthesized from
inexpensive and low-toxic compounds formed on solid
substrates (titanyl sulphate, water solutions of ammonia
and hydrogen peroxide, tetraethoxysilane), high content
(not less than 95 %) of the anatase phase and high
photocatalytic activity under high (up to 1000 °C)
temperatures.

EFFECT: technical result consists in obtaining a
chemically, thermally and mechanically stable coating
based on highly porous and photocatalytically active
anatase stabilized in a silicon oxide matrix.

lcl, 4 dwg, 1 ex
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N3006peTeHre OTHOCUTCS K CITOCO0Y MOJTyUYeHHUs] TEPMOCTAOMIIBHOTO MUKPOIIOPUCTOTO
MOKPBITHSI HA OCHOBE CMEIIIAHHOTO OKCH/IA TUTAHA-KpeMHHUS. [ [oJTydeHHBIE O Mpe/iaracMomMy
Croco0y MaTepHuabl MOTYT OBITh UCIIOJIB30BAHbI, B YACTHOCTH, B KAYEeCTBE
CaMOOYMIAIOIIMNXCI NOKPBITUH, a4 TAKKE U151 IPUMEHEHUS B KATAJIMTUYECKUX U
(hoTOoKATATUTUUYECKUX TTpOIeccax, Ie TPEOYIOTCS KaTalIu3aTOPhl, COUETAIOITUE
MHUKPOIIOPUCTOCTD U BBICOKYIO IIOBEPXHOCTH C YCTOMYMBOCTHIO IIPU MTOBBILIEHHBIX
TeMIlepaTypax - HalpuMep, B OpraHMueCKOM CUHTE3€ UJIH /17151 00€3BPEKUBAHUS OPTaHUUECKUX
3arpsI3HUTEINEH B J)KUIKOM (hase.

Ha nanHbIli MOMEHT CyIIECTBYIOT Pa3HbIE METO/IbI OJYUYEHHUS CXOIHBIX IO CBOMCTBAM
MaTepPUaAJIOB.

N3Becten ciocob cuHTe3a (PoTOKATAIU3ATOPOB HA OCHOBE JUOKCH/IA TUTAHA U3 BOJHOTO
pacTBopa cysibhaTa TUTAHWIA TUIPOTEPMATbHBIM cliocoOoM (rmaTeHT RU 2408427).
HenocraTtkoM MaTepuaioB, MOTy4YeHHBIX IO JAHHOMY CIIOCO0Y, SIBJISIETCSI HU3KAs TEpMUYECKast
CTaOMITBHOCTh KaTAJIMTUIECKU aKTUBHOM (ha3bl TMOKCHIA TUTaHA (aHaTa3a). Kpome Toro,
MaTepUalibl O JAHHOMY CIIOCO0Y MOJTyYaroTCs B BUJIE MEJIKOAUCIIEPCHBIX YACTHI, BCIICACTBUE
YEro BO3HUKAET TPYAHOCTb MHOTOKPATHOI'O UX UCIIOJIb30BAHUS B TEXHOJIOTUYECKUX ITPOLECCAX
Y B U3BJICUCHUU UX U3 PEAKTOPA TOCIIE 3aBEPIICHUS TEXHOJIOTHUUECKOTO MPOLECCa.

N3BecTeH criocob momyueHus ME3OTTOPUCTHIX MaTEPUAIOB Ha OCHOBE IMOKCU/IA TUTAHA
ITyTEM JIUCTIEPTUPOBAHMS ITOPOIITKOOOPA3HOTO THAPATUPOBAHHOIO CyIb(aTa TUTAHUIIA C
MEPOKCOCOEIMHEHUSIMU C TTOCTEAYIONMM oTkuroM (nmateHt RU 2565193). Hegocratkom
MaTepHUaJIOB, TOJYUYEHHBIX 10 JAHHOMY CIIOCO0Y, SIBJISIETCS] 3HAUUTEILHOE COJIEP>KaHUE B HUX
da3bl pytuia. KpoMe Toro, Mmatepuasbl o TaHHOMY CIIOCOOY MOJIYyYalOTCsl B BUJIE
MEJIKOAUCIIEPCHBIX YACTHUL, BCJIECACTBUE YETO BOZHUKAET TPYAHOCTh MHOTOKPATHOTO UX
WCITOJIb30BAHUS B TEXHOJIOTUYECKUX MTPOLECCAX U B U3BJICUYEHUU UX U3 PEAKTOPA MOCIE
3aBEPIICHUS] TEXHOJIOTMYECKOT' O IIPOLECCA.

N3BecTeH crioco0 mostyyeHus: CTabMIM3MPOBAHHOTO IMOKCUIOM KPEMHUS YIIBTPATOHKOTO
AHATa3HOTO JUOKCU/IA TUTAHA MyTeM 00pabOTKU AUOKCUAA TUTAHA PACTBOPUMOIL hopmoii
JTMOKCH/Ia KPEMHHUS C HU3KOM MOJIEKYJISIPHOM Maccoi u/uiu (popMoi U3 METKMX HAHOYACTHI]
(matent US 20160074834). HenoctaTkoM MaTepUasioB, MOJTYYEHHBIX MO JAHHOMY CIIOCO0Y,
SBJISIETCSI OTHOCUTENIBHO HEBBICOKAS ylIeNIbHASl TOBEPXHOCTh. Kpome Toro, Mmatepualsl 1o
JTAHHOMY CIIOCO0Y MOJIy4ar0TCsl B BUIE MEJTKOAUCIIEPCHBIX YACTHII, BCIIEICTBUE YETO BOZHUKAET
TPYIHOCTh

MHOTOKPATHOTO UX UCIIOJIb30BAHUS B TEXHOJIOTUUECKUX MTPOLECCaX U B U3BJICUCHUU UX U3
peakTopa Mocie 3aBEPLICHNUS TEXHOJIOTMYECKOT O IIpoLiecca.

N3BecTeH criocob nosyyeHrs CMEIIaHHOTO TUOKCUAA KPEMHUS U TUTAHA U
TUTAHCOEPIKAIIUX [IEOJUTOB ITyTEM BBICOKOTEMIIEPATYPHOTO COOCAKIAEHHUS U3 CMECHU ITAPOB
rajJjoreHu10B TuTaHa u kpemHaus (mateHT EP 2007677 Al). HenoctaTkamMu JaHHOTO METO1a
SIBJISIFOTCS BBICOKHE PECYPCO- U SHEPro3aTPaThl, 4 TAKKE TO, UTO B IAHHBIX YCIOBUSX
MOJTy4YEeHHbIE MAaTepUAJIbI IO OOJIBIIEH YacTu coiepKaT a3y pyTuiia, a He anataza. Kpome
TOT'0, MAaTePUAJIBI TIO TAHHOMY CIIOCOOY TOJIYYarOTCSI B BUJIE MEITKOIUCTICPCHBIX YACTHII,
BCJIEICTBUE YETO BO3HUKAET TPYIHOCTh MHOTOKPATHOTO UX UCITOJIb30BAHUS B
TEXHOJIOTMYECKUX ITPOLECCAX U B U3BIICUCHUM UX U3 PEAKTOPA ITOCIIE 3aBEPIICHUS
TEXHOJIOTUYECKOTO MpoLecca.

Bau3kuM TEXHUYECKUM PEILIEHUEM SIBIISIETCSI CIIOCO0 MOIYyUYeHUs] TEPMOCTAOUITIBHOTO
dboToKaTaIM3aTOpa Ha OCHOBE TMOKCU/IA TUTAHA ITyTEM OCAXKICHUS TUAPATUPOBAHHOTO
JHUOKCHJIa TUTAHA U3 BOJHOI'O pacTBOpPA MEPOKCOKOMINIEKCA TUTAHA 3TUJIOBBIM CIIMPTOM
v anetoHoM (nateHT RU 2563239). HenocraTkamu MaTepraiioB, IOJyYEHHBIX I10 JAHHOMY
crocoOy, SIBIISIIOTCS. OTHOCUTEIbHO HEBBICOKME 3HAUYECHUS YIeJIbHON TOBEPXHOCTH U
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nopucroctu. Kpome Toro, Mmatepuasisl 1o JaHHOMY CIIOCOOY MOIy4atoTCs B BUIE
MEJIKO/IUCIIEPCHBIX YaCTHIl, BCIEICTBUE YETO BO3ZHUKAET TPYAHOCTh MHOTOKPATHOTO MX
UCIIOJIb30BAaHUsI B TEXHOJIOTMUECKUX IIPOLECCAX U B U3BIICYEHUU UX U3 PEAKTOPA I1OCTIe
3aBEPLICHUS TEXHOJIOTMYECKOTO ITPOLIECCa.

N3BecteH criocod moiayyeHusi HOPUCTBIX MOKPBITHUI U3 AUOKCUIA TUTAHA B aHATA3HOMU
(dbopMe myTeM HaHECEHHUS 30J1b-TeJIb KOMITO3ULIMHU, COJIEPKAIIIEN BBICOKOIOJIMMEPHOE BELIECTBO,
Ha CTEKJITHHBIN CyOCTpaT € MOCIIEYIOUIMM HATPEBAHUEM B LIENISIX yIAJIEHUS CPEACTBA IS
06pa3zoBaHus 30J1b-TeJIb KOMIIO3ULMK U 00pa30BaHuUsl IOPUCTOM CTPYKTYpHI (maTeHT US
8802589 B2). HemocratkaMu JaHHOT'O METOA SIBJISIFOTCS UCITOJIB30BAHUE TOPOTOCTOSIINX
AJIKOKCHJIOB TUTaHA B KAYECTBE IIPEKYPCOPOB, a TAKKE HU3KAsl TEPMUUECKAsi CTAOMIIBHOCTD
B MTOJIYYEHHBIX MOKPBITHUSIX (pa3bl aHATA3a U JOBOJIBHO BBICOKOE CO/IEpKaHUE B HUX (ha3bl
pyTuia.

Haunbonee 6;1M3KMM TEXHUYECKMM PEIICHUEM SIBIISIETCS CITOCOO MOJTyUeHUs TJICHOK JUOKCHIA
TUTAaHa Ha TBEP/ABIX MOJIOKKAX, BKIIFOUAIOIIMNA CUHTE3 IIPEKypcopa IJIEHKU Ha OCHOBE
JUOKCHIA TUTAHA OCAXKIAECHUEM TMAPOTeENsd JMOKCHUAA TUTaHa U3 BOJHOIO pacTBopa
TETPAXJIOPUIA TUTAHA BOJHBIM PACTBOPOM I'MIPOKCHUIA AMMOHMUSI, CMELLIEHUEM C PACTBOPOM
MEePOKCHU/Ia BOJOPO/IA 10 00pa30BaHus pACTBOPA MEPOKCUTUTAHOBOM KUCIOTHI, KOTOPYIO
3aTeM IMOJBEPraloT CTAPEHUIO 10 00pa30BaHUS THAPO30J1s TMoKcuaa TuTana. [TomydyeHHbIi
TUIPO30JIb JMOKCUIA TATAHA B KAYECTBE IIPEKYPCOPA ITIEHKW HAHOCAT HA TBEPAYIO OIOKKY,
cymat ¢ oOpa3oBaHUEM IUIEHKH, IOJIBEPratoT ee TepMooOpabOTKe U MATHUTHON 00paboTKe
(matent RU 2632296). HenoctaTkamMu OKPBITHIA, TOJTyYEHHBIX [0 JAHHOMY CITOCOOY, SIBIIIETCS
UX HU3Kas YIEIIbHAs [IOBEPXHOCTD, A TAKKE

OTHOCHUTEIBHO HEBBICOKASI TEPMHUECKAs CTAOUIBHOCTD B HUX (POTOKATATIMTUYECKH
AKTUBHOM (ha3bl aHaTa3a.

Takum 06pa3om, IOUCK CITOCOOOB MOJTYYCHUS HOPUCTHIX (DOTOKATATUTUYECKH aKTUBHBIX
MOKPBITUI HA OCHOBE TEPMHUUECKH CTAOMIIBHOTO aHATa3a SIBJISIETCS AKTYaJIbHOM 3a1a4eh.

TexHuyeckas 3a1a4a HACTOSIIIIETO U300PETEHUs HAITPABIIEHA HA MOJIYyYEHHE XUMUUYECKH,
TEPMUYECKH U MEXAaHUYECKU CTOMKOIO MOKPBITHSI HA OCHOBE BBICOKOIIOPUCTOTO U
(OTOKATATUTUYECKU AKTUBHOT'O aHATAa3a, CTAOMIIM3UPOBAHHOTO B MATPUILE OKCUIA KPEMHHUSI.
TexHU4YecKUM pe3yIbTaTOM U300peTeHUs SIBIIAETCS (HOPMUPOBAHUE HA TBEP/IbIX ITOUIOKKAX
MHUKPOIIOPUCTOTO MOKPHITUS CMEIIAHHOTO OKCU/IA TUTAHA-KPEMHHUS, CAHTE3UPOBAHHOIO U3
HEI0POTMX U MAJIOTOKCUYHBIX COEIMHEHUH (CYIb(aT TUTAHUIIA, BOJHBIE PACTBOPHI aMMUAKa
Y IIEPOKCHIA BOAOPOAA, TETPAITOKCUCHUIIAH ), COXPAHSIIOIIETO BBICOKOE COIEP/KAHUE (HE MEHEE
95%) a3l aHaTa3a ¥ BBICOKYIO (POTOKATATIMTUUECKYIO AaKTUBHOCTb ITPU BO3/1EHCTBUM BBICOKHX
(mo 1000°C) Temnepatyp.

TexHuueckas 3a1a4a peraercs 3a C4eT TOro, YTo CrocoO MOoJIyYeHUs TEPMOCTAOUIBHOTO
MUKPOTIOPUCTOr0 (POTOKATATIMTUUECKH AKTUBHOTO MOKPBITHS HA OCHOBE CMEIIAHHOT'O OKCHU/Ia
TUTAHA-KPEMHMS], BKIIIOUAET HAHECEHUE €IMHOTO )KUIKOT 0 KPEMHUHA-TUTAHOBOTO IIPEKypcopa
Ha IIOBEPXHOCTH NIPEABAPUTEIILHO TOATOTOBIEHHOI'O CUJIMKATHOTI'O CTEKJIA C MOCIIEAYOIIEeH
ITOCTCUHTETUYECKON 00OpaOOTKOM MOKPHITHS, IPU KOTOPOM JUJIs1 ITOJIyUEHHUs] KPEMHUIA-
TUTAHOBOTO MPEKYpPCOpa B BOJIHBIN PACTBOP CyiIb(daTa TUTaHUIA KOHLIEeHTpauuel 0,15 MoJb/
u Temriepatypont He Huxke S0°C MesIeHHO BBOAST BOAHBINA PACTBOP aMMHUAKa 0 YCTAHOBJICHUS
pH, paBHoro 10, ¥ IOJy4ar0T rTUAPATUPOBAHHBINM KOJUIOUIHBINA OKCHJ TUTAHA B BUJIE OCAJIKA,
KOTOPBIA OTMBIBAIOT OOJIBIIMM KOJIMYECTBOM JUCTUNIMPOBAHHOM BOABI 10 OTPULATEIBHOM

peaxuuy Ha UOHBI SCm?" u NH4*, 3ateM k IIPOMBITOMY OCaJKy TMAPATUPOBAHHOIO JUOKCUAA
TUTAHA MEUIEHHO NP OXJIAKICHUHU Ha JIEASHON OaHe M TIATEeJIbHOM IIepeMEIINBaAHUU
JIO0ABJISIOT BOAHBIN pacTBOP MEPOKCHUIIA BOJIOPOIa ¢ KOHIIEHTpanuel He MeHee 30% u
I10JIy4aloT pacTBOP NIEPOKCOKOMILIEKCA TUTaHa, 10BOAAT 3HaueHue pH pacrBopa
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MEPOKCOKOMIUIEKCA TUTaHa 10 9,5 1oOaBlIeHHEM 10 KAIUISIM BOJIHOTO pacTBOpa aMMHUAKa,
pa30aBIISIOT €ro JUCTUIIMPOBAHHOM BOAOM /10 KOHLUEHTpAIMU aTOMOB TUTaHa paBHoi 0,05
MOJIb/J, OTAEIIBHO MPUTOTABIMBAIOT PACTBOP TETPAITOKCUCUIIAHA B H-IIPOIIAHOJIE
koHneHTpanueit 0,05 MoItb/11, 00beM KOTOPOTO paBeH 00BEMY PACTBOPA IEPOKCOKOMITIEKCA,
B KOTOPBIN MOMENIAIOT 00€3KUPEHHbBIE MJIACTUHBI TOPUCTOTO OOPCUIIMKATHOIO CTEKIIA,
PacTBOP NEPOKCOKOMILIEKCA TUTAHA BIIMBAIOT B PACTBOP TETPAITOKCUCUIIAHA C TOMEILIEHHBIMU
B HErO IUIACTUHAMM IMOPUCTOr0 OOPCUIIMKATHOT'O CTEKJIA, IIPU 3TOM 00pa3yercs 30J1b
CMEIIAHHOTO OKCUAA KPEMHUSI-TUTAHA, IJIACTUHBI BBIJIEPKMBAIOT B IPEKYPCOPE B TEUEHUU
HE MeHee 24 4, U3BJIEKAIOT ¢ 00pa30BaBIIMMCS HA HUX MTOKPBITUEM, CYLIAT MO/ BAKYYMOM
pu Temriiepatype He Boiie 50°C, 3aTeM NPOBOASAT TOCTCUHTETUYECKYIO 00pa0OTKY TOKPBITHS,
IIPU KOTOPOH

BBICYIIIEHHbIE TJIACTUHBI 3JIMBAIOT CMEChIO BOJIa-3TaHOI, 1:1 M0 06beMy, IPU 3HAUECHUU
pH paBHOM 5, oTyueHHOM JOOABJIEHUEM B CMECh COJITHOM KUCIIOTBI, 3aT€M MTPOBOJIST
KUIISTYEHUE TJIACTUH ¢ OOpaTHBIM XOJIOJIMIIBHUKOM B T€UEHHE HE MeHee 21 4, IToce Yero
TJIACTUHBI U3BJIEKAIOT, CYIIAT MO BAKYYMOM IpU TeMriepaType He Bbiie 50°C 1 moiBepraoT
MPOKAIMBAHUIO B MyesbHOI eun mpu Temmnepatype 700°C B TeueHre He MeHee JBYX YacOB.

Cnoco6 nostyueHust TOKPBITUN Ha OCHOBE CMEILIAHHOTO OKCHU/IA TUTAHA-KPEMHHUS, BKITIOUAET
HAaHECEHHUE €IMHOI0 )KUJKOT'O0 KPEMHUI-TUTAHOBOTO MPEKYypPCcOpa Ha TIOBEPXHOCTh
MPEeIBAPUTENIEHO TOATOTOBIEHHOT O CUJIMKATHOT'O CTEKJIA, C MOCIIEAYIOLIEN TOCTCUHTETUUECKOM
00paboOTKOV C LENIbIO YBEIUYEHUS] TOPUCTOCTU U YACIbHOM MOBEPXHOCTH MOJTYUYEHHOTO
MTOKPBITHUSL.

HoBu3Ha npeaioxkeHHOro crnocoda COCTOUT B TOM, UTO B HAHOCPYKTYPUPOBAHHBIX
MOKPBITUSIX, TOJTYYAEMbIX COOCAXKIEHUEM OKCUIOB KPEMHHUS M TUTAHA U3 €MHOTO XKUIKOTO
MPEKypcopa B KOHTPOJIUPYEMBIX YCIOBHUSX, HAOIIOJAETCS PABHOMEPHOE paclpe/ieieHre
ATOMOB TUTaHa, KPEMHHUSI U KUCIIOPOa BO BCEM 00BEME MOKPBITHSI, YTO CBUIETEIIbCTBYET O
HaJIMYMY B MaTepUaiax eauHoM a3l CMEIIAHHOTO OKCHUIA U, KAK CIIEJICTBUE, O TIOBBIIIICHUH
TEPMUUYECKON YCTOMUMBOCTH CTAOUIM3UPOBAHHON B CUJTMKATHON MaTpHLE (POTOKATATUTUIECKU
akTUBHOM (pa3bl aHaTaza. Kpome Toro, BepBble A1 JAHHOTO BUIa MATEPUATIOB ObLIa
MpeUI0KEeHA TOCTCUHTETUYECKAsl 00paboTKa, Beylias K 3HaUUTEIbHOMY MTOBBIIIEHHUIO
ITIOPUCTOCTH U yJIEITbHON TOBEPXHOCTH.

JI71s cMHTE3a TEPMOCTA0OUIIBHOIO MUKPOIIOPUCTOT'O MTOKPBITUSI HA OCHOBE CMEIIAHHOTO
OKCHJIa TUTaHA-KPEMHHUS MpeiaraeTcsi KOMOMHUPOBAHHAS MTPOLEypa, OCHOBAHHASI 301b-
rejlb TEXHOJIOTMU U METOJI€ 3aMEHbI PACTBOPUTEIIEH.

[TepBbIM 3TAanIOM CMHTE3a KPEMHUI-TUTAHOBOI'O IIPEKYPCOPA SIBISAETCS IPUTOTOBIIEHUE
BOJHOTO pacTBOpa MepoKcoKoMIuiekca TuTaHa. C 3ToH 1eJbI0 THIpaTUPOBAHHBIN
KOJUTOUJHBIN OKCUJI TUTaHA (OPTOTUTAHOBYIO KMCIOTY) HEOOXOIMMO OCAIUTh U3 BOJIHOTO
pactBopa cyJjibdata TUTAHWUIIA ITyTEM BBEJIEHUSI BOJTHOTO PACTBOPA aMMHAKa, MOCIIe Yero K
MIPOMBITOMY OCAJIKy CBEXKEMOIYYEHHOTO THAPATUPOBAHHOI'O JUOKCUIA TUTAHA HEOOXOIMMO
MIPY OXJIAXKJICHUM Ha JIEJSHOW OaHe U TIIATeIbHOM IepeMEIIMBaHUN JOOABIISTh
KOHLEHTPUPOBAHHBIN BOJHBIA PACTBOP MEPOKCUIA BOAOPOAA A0 IMOJHOTO PACTBOPEHUS
nocienHero. 3ateM 3HayeHue pH pactBopa moayuyeHHOro NeEPOKCOKOMILIEKCA CIIEAyeT
noBecty 10 pH=9,5 nob6aBreHreM BOJJHOTO pacTBOpa aMMHAaKa.

BropbIM 3TanomM cMHTE3a KPEMHUH-TUTAHOBOTO MIPEKYPCOpa SIBISETCS IPUTOTOBIIEHUE
pacTBOpa TETPa3TOKCUCUIIAHA B H-IPOIIAHOJIE. B moIydyeHHbI pacTBOP NOMEIIAETCS
MOJArOTOBJIEHHAS TBEpasi MOAJIOKKA. PaCTBOp MEpOKCOKOMIUIEKCA TUTAHA CIIEYET BIUTh
B PACTBOP TETPA3ITOKCUCUIIAHA C TIOMEILIIEHHOMN B HETO ITOJIJIOKKOM, B pE3YyJIbTATE YETO Uepe3
HECKOJIbKO MUHYT 00pa3yeTcst 30J1b CMELIAHHOT'O OKCHIA KPEMHHUSA-TUTAHA, KOTOPBIN SABIISIETCS
KPEMHUIA-TUTAHOBBIM MPEKYPCOPOM MOKPBITHS.
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ITocne BbIAEp)KUBaHUS OJIOKKH B 30J1€ B TEUEHUE HE MEHEE 24 4acOB CIIEAYET OCTOPOKHO
U3BJIE€Yb TMOJIJIOKKY U3 30JI51 U BBICYIIIUTH MO BAKYYMOM.

TpeTbuM 3TanoM Moay4YeHus MOKPBITUS SIBIISIETCS TOCT-CUHTETUYECKast 00paboTKa C LENIbIO
MOIM(pUKAIIMY TTOPUCTBIX XapPaKTEPUCTUK OCAXKICHHOTO HA TIPEIBIYIIEM ITare MOKPBITHS
Ha OCHOBE CMEIIIAHHOTO OKCUJIa KpeMHUs-TUTaHa. [locTcuHTeTHYeckast oopaboTka
3aKJII0YAETCS B KUIITUEHHUU TTOJIJIOKKU C HAHECEHHBIM ITOKPBITUEM B CMECH BOJa-3TaHoII 1:1,
BBICYILIMBAHWU U MTPOKaJIMBaHUM 1pu Temiiepatype 700°C B TeueHUE HE MEHEE 2 YaCOoB.

[Tpumep ocyiecTBiIeHUs CIIOCO0A.

1. IToaroraBnMBarOT KOMIUIEKCHBIN pacTBOp nepokcoTuTtanata. C 3Tou 1ebio
TUIPATUPOBAHHBIN KOJUIOUIHBINM OKCUJ TUTAHA (OPTOTUTAHOBYIO KUCIIOTY) HEOOXOAUMO
0CaJIUTh M3 BOJHOI'O pacTBOpa CyjbdaTa TUTAHWIA KOHIEeHTpanuen 0,15 Moab/i1 1
temnepatypoit He Huke 50°C myTeM MeIJIEHHOTO BBEJIEHHS BOJJHOT'O paCTBOpAa aMMHaKa 10
ycranosyieHust pH He nuxe 10. [ToyueHHBIH TPy 3TOM 0CaA0K THIPATUPOBAHHOTO IMOKCUIA
TUTaHA HEOOXOJAUMO OTMBITh OOJIBIIIUM KOJIMUECTBOM JUCTUIIMPOBAHHOMN BOJIBI 10

OTPHULATEIILHON PEAKIIMU HA HOHBI SO4%" u NH4*. [Tpu mpuroToBIeHUM pacTBOpa CyjbdaTa
TUTAHWJIA MEHbLIEH KOHIEHTPALUK BO3PACTAET MPOLEHT OTEPh TUTAHA BCIIEACTBUE
HETOJIHOT'O OCaXEHUSI TUTaHA B popMe OPTOTUTAHOBOM KUCIOTHI. [1pu mpurorosieHuu
pacTBopa cynb(daTta TuTaHWIA OOJBIIEH KOHIEHTPALMU BPEMEHHBIE 3aTPAThI HA €r0
pactBopenue BozpactatoT. [Ipu remniepaTtype Hrke S0°C BpeMeHHbIE 3aTpaThl HA pACTBOPEHUE
cyibara TuTaHWIa Bo3pacTtatoT. [1pu ycranosinenun pH Huke 10 Bo3pacTaeT mpoLeHT
MOTEPb TUTAHA BCIIEACTBUE HEMOJIHOTO OCAK/ICHUS TUTaHA B (DOPME OPTOTUTAHOBOM KUCIIOTHI.

2. Jlanee K IPOMBITOMY OCaJKy TMIPAaTUPOBAHHOTO TMOKCUIA TUTAHA HEOOXOIUMO
MEJIEHHO TPU OXJIAXKICHUH Ha JIEASTHOM OaHe U TIIATEIbHOM MepeMEIIMBAHIN T00ABISATh
BOJIHBII pacTBOP NEPOKCUAA BOAOPOAA KOHLUEHTpauuen He Huxke 30% A0 OJIHOTO
pacTBOpPEHHS M OOPA30BAHMUS ITPO3PAUHOTO KEITO-OPAHKEBOTO PACTBOPA NMEPOKCOKOMITIIEKCA
tuTaHa. [1py uConb30BaHUU pACTBOPA NMEPOKCUIA BOJIOPO/Ia MEHBIIEH KOHIEHTpaLUX
00pa3oBaHue MEPOKCOKOMIUIEKCA TUTAHA 3aTPYAHSIETCS.

3. 3atem 3HaueHue pH pacTBopa nepokcokoMIUIeKca TUTaHA CIEAYeT TOBECTH /10 9,5
JI00aBJIeHUEM IO KAIUISIM BOJHOI'O pacTBOpa aMMHaKa. 3aTeM MOJIyUeHHBINH pacTBOP
MEPOKCOKOMIIEKCA TUTAHA HEOOXOIUMO pa30aBUTh TUCTUIIIMPOBAHHOM BOJIOW 1O
KOHLIEHTpALUU aTOMOB TUTaHa paBHOM 0,05 MOJIB/II B iepecyeTe Ha UCXOAHOE KOJIMYECTBO
cyibdara. [1pu 3Hauennn pH pactBopa Huxe 9,5 MepOKCOKOMILIEKC CTAHOBUTCS
HeycTtonuuBbIM. [1pu 3Hauenun pH pacrBopa Beie 9,5 rugposnus TerpadTokcucuiana (1. 6)
Oynet 3aTpynHeH. [Tpu pazdaBieHun pacTBopa 10 KOHIEHTPAIMU ATOMOB TUTAHA MEHBIIIE
0,05 MOJIB/JT TOJTyYEHHOE MOKPBITHUE OKAKETCSI MEHEE OJTHOPOIHBIM U Oy1€T UMETHh MEHBIIYIO
tonumHy. [Tpu pazdaBieHun pacTBopa 10 KOHUEHTPALWU

aToMoB TuTaHa 6oJbiie 0,05 MOJIb/JT TOJIy9eHHOE TTOKPBITHE OKAXKETCS MEHEE OTHOPOTHBIM
u OyJeT UMETh MEHBIITYI0 MEXaHUUECKYIO CTOUKOCTD.

4. OTaenpHO HEOOXOUMMO ITPUTOTOBUTH PaBHBIH 110 00BEMY PACTBOPY MIEPOKCOKOMITIEKCA
00beM pacTBopa TerpasTokcucuiiana (TO0OC) B H-nmponaHosie koHueHTpauuen 0,05 Mosb/I1.
Ecnu 00beM pacTBopa TeTpa’TOKCUCUIIaHA OyIeT He paBeH 0O0beMy pacTBopa
MEPOKCOKOMIUIEKCA, TO COOCAXK/IEHHUE OKCH/IA TUTAHA U OKCUIA KPEMHUS OyAET 3aTPYIHEHO,
B pe3yJbTaTE YEro MOJIyYeHHOE MOKPBITHE OYJIET UMETh UHOM (pa3oBbIil cocTaB. Eciu
KOHLEHTpAalKs pacTBOpa TeTPA3TOKCUCHIIaHA Oy/IeT He paBHA KOHLEHTPALMU pacTBOpa
MEPOKCOKOMIUIEKCA, TO COOCAXK/IEHHUE OKCH/IA TUTAHA U OKCUIA KPEMHUS OyAET 3aTPYIHEHO,
B PE3YJIbTATE YEro MOJIy4YeHHOE MOKPHITHE OYJAET UMETh MHOM (Da30BBIN COCTAB.

5. B IpuroToBieHHBIN paCTBOP TETPAITOKCUCUIIAHA B H-IIPOMAHOJIE TOMEIAIOTCS
BEPTUKAJIbHO U 0€3 KacaHus APYT K IPYyry 00e3KUPEHHBIE IJIACTUHBI TOPUCTOTO
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OOPCUIIMKATHOTO CTEKJIa C pa3MepaMu, Hampumep, S0x35x2 mM. Pa3zmep mmacTuH He
OKa3bIBAET CYIIECTBEHHOT' O BIIMSHUS HA XapAKTEPUCTUKH IOJIYyIAEMOTO OKPBITHSIL.

6. PacTBOp nepokcoKOMIUIEKCA TUTAHA CIEAYET C YMEPEHHOW CKOPOCTHIO BIIUTH B
OXJIaXTaeMbId Ha JIEJITHOM OaHEe pacTBOP TeTPA3TOKCUCUIIAHA, B KOTOPBIN 3apaHee MTOMEIIEHBI
IIOJITOTOBJICHHBIE IUIACTUHBI U3 CUJIMKATHOTO CTEKJIA, B PE3YJIBTATE YEr0 YEPE3 HECKOIBKO
MHUHYT 00pa3yeTcst 30JIb CMEIIAHHOT'O OKCUIA KpeMHUs-TUTaHa. ClieyeT ClIeIuTh 3a TEM,
YTOOBI IPU CMELIMBAHUU PACTBOPOB TEMIIEpATYpa CMECH He MoJaHuMaach Baiie 5°C, B
MIPOTUBHOM CJTyuae MePOKCOKOMIIEKC TUTaAHA CTAHOBUTCS HECTAOMIIBHBIM U pa3pyIIaeTcs 10
TOr0, KaK yCIeBaeT 00pa30BaThCsl yCTOMUHUBOE MOKPBITHE.

7. Ilocne BbIAEPKUBAHUS B TEUEHUE HE MEHee 24 U TJIACTUHBI C 00pa30BaBIIMMCS Ha HUX
MTOKPBITUEM CIIEAYET OCTOPOKHO M3BJI€Yb U3 30J11 CMELIAHHOTO OKCUJIa KPEMHHUS-TUTAHA U
BBICYIIUTH MIOJ] BAKYYMOM ITPU TeMrepaType He Bbiiie S0°C 10 yaaaeHust HECBA3aHHOM BOBI,
H-TIPOIIaHoJIa, aMMHAKa, a TAKXKe JTI0OBIX He MPOPEearupoBaBIINX KOJUYECTB MEPOKCUIA
BOAOPOJA U TETPA3TOKCUCHIIAHA. [Ipy BhIIEPKUBAHUM TUTACTUH MEHEE 24 4 TOKPBITUE HE
ycreeT chopMUPOBATHCS JOJHKHBIM 00pa3oM, Oy1eT MeHee OJTHOPOIHBIM U UMETh MEHBIITYIO
MEXaHMYECKYI0 MPOYHOCTh. [1pu cyiike npu temrepatypax Boiie 50°C BO3MOKHO
3arpsi3HEHUE MOKPBITUS YIIIEPOAOM U HEXellaTelbHble U3MEHEHUs (ha30BOTO COCTaBA
MOKPBITHUSL.

8. C nenbio MoM(pUKAIMKU MTOPUCTHIX XapAKTEPUCTUK HAHECEHHOTO MTOKPBITHUS, CIIETYET
MPOBECTU MOCTCUHTETUUECKYIO OOPaOOTKY CIEIYIOIUM 00pa30M: BbICYIIIEHHbIE TITACTUHBI
HYHO 3aJIUTh CMEChIO BoAa-3TaHoJ (1:1 mo o0bemy) npu 3Hauenuu pH=5, kotopoe
YCTaHABJIUBAETCS JOOABIEHUEM COJISTHOM KUCIIOTHI. 3aTE€M MPOBOISIT KUITSTUEHUE C OOPATHBIM
XOJIOJIMJIBHUKOM B TEUEHHUE HE MEeHee 21 4, TIOCIIE Yero IJIACTUHBI CIIEAYET OCTOPOXKHO U3BJIEYD
Y BBICYLIUTH MO/ BAKYYMOM IpH TeMriepaTtype He Bbiie 50°C 10 yaaneHus: HECBA3aHHOM
BOJbI, 3TAHOJIA U COJISHOM

KHUCIIOTBI. 3aT€M BBICYLIEHHbIE TUIACTUHBI HEOOXOAMMO MOABEPIHYTh MPOKAIUBAHUIO B
MydenbHOM nieun nipu Temnepatype 700°C B TeueHue He MeHee ABYX yacoB. [1pu
UCIIOJIb30BAHMU BOIHO-CIIUPTOBOM CMECH MHOT'O COCTaBa M € MHBIM 3HaueHrueM pH nopucrocts
MOKPBITHUS Mociie 00paboTku Oynet Huxe. [1pu mpoBeaeHun 06paboOTKU B TeueHue MeHee 21
Y IIOPUCTOCTH IMTOKPBITHS ITOCTIe 00padboTKu Oy et Huke. [1pu cyiike mpu TemMiiepaType BhIIIe
50°C BO3MOXKHO 3aTpsI3HEHUE TTOKPBITHS YTIIEPOAOM U HEXKeIaTeTbHbIE H3MEHEHUS (ha30BOTO
cocTtaBa NokpeITHs. [1pu npokanuBanuu rpu temmeparype Hwke 700°C 1ubo B TeueHue
MEHee JIBYX YACOB ITOJTyYEHHOE MOKPBITUE OyI€T UMETh MEHBIIYIO0 MEXaHUUYECKYIO TPOYHOCTb.
ITpu npokanuBanuu ipu Temiepatype Boiiie 700°C BO3MOXKHBI HeXelaTeIbHbIE U3MEHEHUS
($ha30BOTO COCTaBa MOKPHITHSI.

VkazaHHbIe PEKUMBI CHHTE3a U MOAU(DUKAIMU TTOKPBITUSI CMEIIIAHHOTO OKCHIa KPEMHHUSI-
TUTaHa OBLIN MOJIYYEHBI ONBITHBIM ITyTEM U SIBJISIFOTCS HEOOXOIUMBIMU JIJIs1 TTPEAJIaraeMoro
cnoco0a. BHeceHue n3MeHeHMI B KOHLIEHT ALY UCIIOJIb3YEMBIX PEAT€HTOB U B TEMITEPATYPHO-
BPEMEHHOM PEXUM HEOJArONMPUSITHBIM 00Pa30M CKa3bIBAIOTCS HA MEXAaHUYECKUX U
IKCIUTyaTAMOHHBIX XapPAKTEPUCTUKAX ITOKPHITUS - B YACTHOCTH, TIOKPBITUE MOKET MOy YUTHCS
MeHee MEXaHUUYECKU MTPOYHBIM, UMETh MEHBIIIYIO TOPUCTOCTh U MEHbBIIIEE COACPIKAHUE
noaumopdHoI (ha3bl aHaTasa.

[TonyyeHHoOE MO NMpeaIaraeMomy croco0y MOKPBITUE SIBISETCS MEXAHUUYECKHU IPOUYHBIM

Y XUMHUYECKU CTOMKUM. CpelHss yaeIbHasi Macca MOKPBITUS cocTaBuia 4,2 mr/em?, cpenHsis
TOJIIMHA MTOKPBITHUS - 0KoJIo 12 MkM. MccrienoBanre Ha CKAHUPYIOLIEM 3JIEKTPOHHOM
MHUKPOCKOIIE TTOKA3aJ10, YTO MOKPBITHE MTPEUMYIIIECTBEHHO COCTOUT U3 C(HepUIECKUX YaCTHIL
CO CPEITHUM JUaMeTpoM 0KoJ10 700 HM. DJIeMEHTHOE KapTUPOBAHHUE ITOKA3aJI0 PABHOMEPHOE
pacnpenenenre aToMoB Si v Ti B 00beMe MUKPOIIOPUCTOr0 Kommo3uta. McecnenoBanue
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METOJIOM HU3KOTEMIIEpaTypPHOM COPOLMH a30Ta MTOKA3AJI0, UTO MOJIyYEHHOE IOKPBITUE UMEET
BBICOKYIO YIEJIBbHYIO [IOBEPXHOCTH (82 MZ/F), BbICOKHME 00beMbl Me3omnop (0,198 CM3/1") U

Mukpomnop (0,021 CM3/F).

Ha ®wur. 1 npencraBiiena KMHeTHYeCKask KpuBasi GOTO NECTPYKIMU (HEHOJIA B BOJTHOM
pactBope (50 M1 pacTBOpa ¢ UCXOAHOM KOHUEeHTpauyer = 10,0 Mr/i1) o nercreremM
yIbTPaHOIETOBOTO U3ITYUYEHUS B IIPUCYTCTBUM MOJTYUYEHHOTO (DOTOKATAITUTHIECKOTO

MMOKPBITHS (CTEKJISIHHAS TUIACTUHA TUIoIAabo 17,5 M2 U TOJIIIMHON 2 MM C HaHeCEeHHBIM Ha
00e CTOPOHBI MOKPBITUEM CyMMapHOU Maccoit 147 mr). Mcnonb3oBajcs o0ydyaTesb Ha
OCHOBE PTYTHOM JIAMIIBI C IJTMHOMN BOJIHBI U3 IyUEHUS paBHOM 254 HM M MOIITHOCTBIO OOTYyUYCHUS

45 Br/m®. KonuenTpanuu eHona B mogBepruyThIX 0OTYyYSHHUIO pACTBOPAX YCTAHABIUBAINCH
MeTosoM Y D-crieKkTpoMeTpuu (UCTIOIb30Bajics criekTpoMeTp Y D-BuamMort oomactu Shimadzu
UV 2700, onThYecKyI0 IIIOTHOCTD U3MEPSIIACh ITpy 269 HM u 290 HM, B KA4eCTBE pacTBOpa
CPaBHEHMSI UCIIOJIb30BAIACH JUCTUIUIMPOBAHHAS BOAA) IO IPEABAPUTEIBHO IIOCTPOCHHOMY
rpagyupoBOYHOMY Irpaduky. B Tedenue 5 yacoB 061yueHust oToeCTpyKLUUH TOABEPIIOCH
47% wucxomaHoro (eHona (B

KOHTPOJIbHOM OTIBITE ITPU OTCYTCTBUU (POTOKATATIU3ATOPA IECTPYKLMU ITOABEPIIIOCH MEHEE
1% wucxomHoro deHoma).

Taxum 00pazom, ObIIO MOATBEPAKIECHO, YTO IAKE MPU OTHOCUTEITLHO HEBBICOKOM MOIIHOCTU
Y®-061y4eHuns MOIy4eHHOE OKPBITHE CIOCOOHO IEMOHCTPUPOBATH BHICOKYIO
(OTOKATATUTATIMTUIECKYIO AKTUBHOCTb, U3 YErO BBITEKAET BO3MOKHOCTD UCIIOJIb30BAHUS
MOJTYYEeHHBIX (DOTOKATATIMTUYECKUX MIOKPBITUIN B TEXHOJIOTMUYECKUX MPOLeCcaX, UHUIMUPYEMBbIX
OOBIYHBIM COJTHEYHBIM CBETOM.

Ha ®wur. 2 npencrasiena kKuHeTHUecKast KpuBasi GOTOAECTPYKIMHU peHoJIa B BOJTHOM
pactBope (50 M1 pacTBOpa € UCXOAHOU KOHUEeHTpauuer = 10,0 Mr/i1) o 1encTBueM
yIbTPA(PHUOIETOBOTO U3IIYYEHUS B IPUCYTCTBUU MOJIYYEHHOTO (POTOKATAIIUTUYECKOTO

ITOKPBITUS (CTEKJIIHHAS IUIACTUHA TUIoaasio 17,5 cM” 1 TOJILMHON 2 MM C HAHECCHHBIM Ha

00€ CTOPOHBI MOKPBITUEM CyMMapHOU Maccoil 147 mr). Mcnionb3oBascst o0irydaTenb Ha
OCHOBE PTYTHOW JIAMIIBI C JIJTMHOM BOJTHBI MU3JTyUEHUSI paBHOM 254 HM Y MOIITHOCTBIO OOJTyUeHUS

600 Br/m>. KonuenTtpanuu ¢eHosna B oaBepruyThIX OOIYUYEHHUIO PACTBOPAX YCTAHABIMBAIIUCH
MeToA0M Y D-CIIEKTPOMETPUH 110 NIPEABAPUTEIILHO IIOCTPOEHHOMY I'PAAYUPOBOYHOMY
rpaduky, ucrob3oBaiics criekTpomeTp Y -Bummmotit oomactu Shimadzu UV 2700, ontudeckast
IUIOTHOCTBb U3Mepsu1ach npuy 269 HM 1 290 HM, B Ka4ECTBE pacTBOPA CPABHEHUS
UCTIONIb30BaJIach AUCTUILTMPOBaHHAs BoAa. [locie 1 waca oOmyueHust poTomecTpyKuuu
noJBepriock 38% UCX0HOTO (heHosa (B KOHTPOJIBHOM OIBITE MPU OTCYTCTBUU
dboTokaTanM3aTOpa AECTPYKIUMH ITOABEPTIIOCh MeHee 1% ucxoaHoro ¢genona). Takum o6pazom,
ObLIa MOATBEP)KICHA BEICOKAS (POTOKATATMTATIMTHUECKASI aKTUBHOCTD MOJTyYSeHHOTO TIOKPBITHS
B ycioBusiXx Y ®D-0051yueHus: BBICOKON MOIIIHOCTH.

Ha ®wr. 3 npencrasnensl kpusble Tepmorpasumetpuu (T1) u nuddepermpanbHoM
ckanupyronieit kaaopumerpuu (JICK) nms oOpasia mokpeITHs, HE TTIOJBEPTHYTOTO
MPOKAJIMBAHUIO MOCJIE MPoLEeayphl yBenuueHus nosepxHoctu. Mcnonpzosancs TT-JICK
a"anuzatop Netzsch 449 F1 B temnepatypHom auarnazone oT 25°C go 1000°C B moToke

BO3/1yXa Ipu ckopoctu Harpesa 10 K MI/IH_I). INMuxk, nabmromaemsbrit Ha kpusoit JJCK nipu
temriiepatypax oT 620°C 10 650°C cBUIETEIBCTBYET O IOJTHOM IIEPEX0ie peHTTeHOaMOPGHOTO
JTMOKCUIA TUTAHA B KpUCTAJUTMUECKYIO (pa3y aHaTaza. OTCyTCTBUE MHBIX BHIPAKEHHBIX ITMKOB
B nuana3one temmepatyp oT 650°C u 1o 1000°C cBuaeTeNnbCTBYeT 00 OTCYTCTBUU
MOJIMMOPQHOTO Mepexoa aHaTa3-pyTUIT B JAHHOM JIMANa30He TEMIIEPATYP JUIs TOJTyYEeHHOTO
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IOKPBITHUS.
Ha ®wr. 4 npencraBieHa peHTreHOrpaMMa YaCTUL CHHTE3UPOBAHHOTO MOKPBITHS.
Hcnonws3oBascs nopoikoBsiii qudpakToMeTp Rigaku Ultima IV, paboTaroruii ¢ U3mydeHueM
Cu Ka (A=0,154 am). Pe3ynbpTaThl peHTreHOIUPPAKIIMOHHOTO aHAJIM3a CBUIETEIbCTBYIOT O
3aMeIJICHUU arperaiyyd KpucTalJIOB aHaTa3a U O 3aTPyJAHEHUM nepexo/ia ¢a3bl aHaTas3a B
a3y pyTuiia B CBSI3M C JUCIICPCHEN OKCHIA TUTaHA B aMOP(MHON CUITMKATHON MaTpHIIE.

(57) ®opmyna uzoopeTeHus

Cnoco0 nosty4eHust TepMOCTabUIbHOTO MUKPOTIOPUCTOTO (DOTOKATATTUTUUECKH AKTUBHOTO
MMOKPBITHUS] HA OCHOBE CMEIIAHHOTO OKCH/IA TUTAHA-KPEMHHUSI, BKIIFOUYAIOIIUI HAHECEHUE
€IMHOTO KUJIKOr0 KPEMHHUN-TUTAHOBOTO MPEKYpCcOPa Ha MOBEPXHOCTh MPEIBAPUTEIIBHO
MMOJITOTOBJICHHOT'O CUJIMKATHOTO CTEKJIa ¢ MOCIeAYOIIEH MTOCTCHHTETUUEeCKOM 00paboTKOoM
MOKPBITHS, TPA KOTOPOM JJIs1 OJTyUYEHUSI KPEMHUN-TUTAHOBOTO MPEKYPCOPA B BOAHBIN
pacTBop cyibdaTa TUTaHUIA KOHUEHTparuet 0,15 Mo/ u TemriepaTypoit He Hke 50°C
MEIJIEHHO BBO/JISIT BOJIHBIN paCTBOP aMMHakKa 10 ycraHoBlieHus: pH He Huxke 10, v rmosryyaror
TUIPATUPOBAHHBIN KOJUTOWIHBINM OKCU/] TATAHA B BUJIE OCAKa, KOTOPbIN OTMBIBAIOT OOJIBIITUM

KOJIMYECTBOM JIMCTUINIMPOBAHHOM BOJIBI 1O OTPULIATEIILHON PEAKLIMY HA MOHBI SO42+ uNH,",

3aTEM K IPOMBITOMY OCAAKY THAPATUPOBAHHOI O JUOKCUIA TUTAHA MEIUIEHHO ITPY OXJIAXKICHUN
Ha JieAsTHON OaHe U TIATENIbHOM MepeMellIMBAHUM JOOABISIOT BOJAHBIN pacTBOP MEpoOKCUaa
BOJOPOAA ¢ KOHUEHTpauuei He MeHee 30% U IOJIy4aroT pacTBOP HEPOKCOKOMIUIEKCA TUTAHA,
JIOBOJAT 3HaueHue pH pacTBopa nepokcokoMIuIeKca ThTaHa A0 9,5 106aBIIeHHUEM O KaIlIsM
BOJIHOT'O pacTBOpa aMMMaKa, pa30aBIIsIIOT €ro JTUCTUIITIMPOBAHHOMN BOJIOM JJO KOHIEHTPALUU
aTOMOB TUTaHa, paBHOMU 0,05 MOJIB/J1, OTAEITBHO MPUTOTABIMBAIOT PACTBOP TETPAITOKCUCHUIIAHA
B H-TIpomnaHose KoHueHTpanue 0,05 Mo/, 00beM KOTOPOT0o paBeH 00beMY pacTBOpa
MEPOKCOKOMIUIEKCA, B KOTOPBIN MOMEIIAI0T 00€3)KUPEHHBIE TUIACTUHBI IOPUCTOTO
OOPCUIIMKATHOT'O CTEKJIA, pACTBOP NMEPOKCOKOMILIEKCA TUTAHA BIMBAIOT B PACTBOP
TETPa’TOKCUCUIIAHA C TIOMEIICHHBIMU B HETO MJIACTUHAMU MTOPUCTOTO OOPCHIIMKATHOTO
CTEKJIA, IPU ITOM 00pa3yercs 30J1b CMEIIAHHOTO OKCUAA KPEMHUSI-TUTAHA, TUTACTUHBI
BBIJICP)KUBAIOT B IIPEKYPCOPE B TEUEHUE HE MeHee 24 U, U3BJIEKAIOT C 00pa30BaBIIUMCS HA
HUX ITOKPBITUEM, CYLIAT IO BAKyYMOM IIpU TeMIiepaType He Bbiiie 50°C, 3aTeM TpoBOIAT
MMOCTCUHTETUYECKYIO 0OpabOTKY MOKPBITHS, TPU KOTOPOH BBICYIICHHbBIE IJIACTUHBI 3AJTUBAIOT
CMEChIO BO/Ta-3TaHo, 1:1 mo oObemy, mpu 3HaueHun pH, paBHOM 5, MOJTy4eHHOM J100aBJIEHUEM
B CMECh COJISTHOM KUCIIOTBI, 3aTEM POBOIAT KUIISTUEHHUE IJTACTUH C OOPATHBIM XOJIOIUITBHUKOM
B T€UEHHE HE MeHee 21 4, Mociie Yero rmiacTUHbI U3BIIEKAIOT, CYLIAT M0l BAKYYMOM IpU
Ttemnepatype He Bbiie 50°C 1 moABEPraroT NPOKAIMBAHUIO B MY(EITHHOM Me4n IPH
temnepatype 700°C B TeueHHe HE MEHee JBYX YacoB.
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