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Paspabomana marocmaouiinas memoouxa cunmesa cepedbpocooepxcawux kcepoeeneu Ag(0)/TiO; [0.2—
3.2 mac% Ag(0)], exniouarowas pacmeopenue AgNO3 6 mempabymoxcumumane, 2u0OpoaU3 pacmeopa 6 napax
VKCYCHASL KUCTIOMA—B800d, CYWKY U npokaausanue kcepozens npu 600-800°C. Memooamu penmeenopazoeoco
ananu3a u 2NeKMpOHHOU MUKPOCKORUY YCINAHOBIEHO, YO OCHOBHOE KOIUYECHIB0 YACMUY MeMAIUYecKo20 ce-
pebpa (75-90%) & npoxanennom npu 800°C mamepuane umeem pasmep 25-45 um. C pocmom konyenmpayuu
AgNOj3 Ha cmaduu pacmeopeHus yeenuuueaemcs 00 4acmuy (8 8ude CPOCMKO8 KpUCMAios) OUdMempom
95—115 um, TiOs npucymemsyem 6 ¢haze pymuna. Ipu memnepamype npoxanugarusi 600°C oomunupyrowetl
Gasoii TiO; (72%) sasraemca anamas, pazmep yacmuy cepebpa 6 oantom ciyuae cocmasisem 5—10 um.
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JlonupoBaHHbiii HaHOYacTHIIaMU cepedpa TiO; uc-
MOJIB3YETCs KaK KaTaym3atop ((hoTokarain3arop) B TEX-
HOJIOTHSX JeTpa/iallid OPTaHUIECKAX U HEOPTaHNIECKUX
3arpsi3HATENeH cTouHbIX Box [1] m Bo3zayxa [2]. K gucry
HanOoJiee PacpOCTPAHEHHBIX CIIOCOOOB MOJIYUYCHHS
Ag(0)/TiO; oTHOCSTCS 30Tb-TeNb MeTob!. [Iponecc ocy-
IIECTBISIETCS B HECKOJIbKO cTtaanid. Cepedpo, Kak MmpaBu-
10, BBoANTCA B TiO; 110 mMyTeM MPOMUTKH MIpeIBapH-
TeNbHO cuHTe3upoBaHHOro TiO; conbio Metaia [3-5],
6o myTem gobaBneHus comu cepedpa [umu 3011 Ag(0)]
HEMOCPEICTBEHHO K 30JTI0-TIPEIIIeCTBEHHUKY KCepPOTes
TiO, [5-7]. Boccranopnenue HOHOB cepedpa OCyIIecT-
BJISIFOT XUMHUYECKHUMHU BOCCTAHABIIUBAIOIIMMHU areHTaMu
[1, 8-10], Tepmuueckum pasnoxxkeHueM conu [7, 11] unu
B xone (oTokaranurudeckoro BoccranoieHus (TiO,
OJTHOBPEMEHHO HTpaeT poyib poToceHCcHUOUIm3aTopa
u cyoctpara) [3, 4, 9]. Janee cepebpocoaepxariunit
Marepuaj MOABEPTaroT CYIIKE U IMPU HEOOXOAUMOCTH
MpoKanuBaHUI0. Pa3paboTka TEXHOIOTHI TMONyYeHUS
nonupoBanHOTO Ag(0)/TiOs ¢ UCKIITOUCHUEM HUIIH CO-
BMEIIIEHUEM OTJICJIbHBIX CTa Uil CHHTE3a MO3BOJIUT CHU-
3UTh Ce0ECTOMMOCTD TIPOIYKTA U YCIIEBUTh TPOIIECCHI
OYHMCTKH CTOYHBIX BOJ] ¥ TIPOMBIIIIJICHHBIX BRIOPOCOB. B
paborte [12] aBTOpHI, cuHTE3UpYs Kceporensb Pd(0)/TiO,—
Si0;, MPOBOWIIM TUPOIIU3 CMECH TETPAOYyTOKCUTUTAHA

U TETPa’TOKCUCHUIIAHA, TIPEJIBAPUTEILHO PACTBOPHUB B
Hel coib naysiaaus. [uaponu3 ocynecTBIisii B OTCYT-
CTBHE OPraHMYECCKUX PACTBOPHUTEIICH U MIePEMEIIMBAHHS,
B mapax CH3COOH + H»O. Takum o6Gpa3zoM, cTamauio
(hopMUPOBaHUS OKCHJIHOW MaTPHUIIBI yJaJ0Ch COBME-
CTUTh CO CTaJWEH BBEIEHUS MPEKypcopa KaTalm3aropa
Pd(0). [lepexon manna st U3 HOHHOTO COCTOSHUSI B HYJTb-
BAJICHTHOE TIPOMCXOIMI TIPU MPOKATMBAHUN Marepuaia
(850°C) 6e3 ncmonp30BaHUS TOTOTHUTEIHHBIX BOCCTA-
HABJIMBAOIUX ar'€HTOB.

B nacrosiiieii pabote aBTOPbI MPEANPUHSITH TOMBITKY
MPUMEHUTH MEeTOAUKY [12] k cuHTEe3y cepebpocoaep-
xarero nopucroro TiO;. Ilens paboThl — monyueHue
kceporens Ag(0)/TiO; B xozae TpexcTaauitHOTo Iporecca
(ruaponus cMmecu terpadyrokcututan + AgNOs B ar-
Mocdepe mapos CH3COOH + H,0O, cymika, mpokaika)
U UCCIIeJI0BaHUE MaTrepualia (PU3HKO-XUMHUECKUMU Me-
TOJIAMH.

3KCHepI/lMeHTa.ﬂbHaﬂ 4acTb

T'unponus TeTpabyTOKCUTUTAHA OCYIISCTBISUTH B OK-
cukarope oobemom 3000 cm? mpu Temneparype 20°C.
VYKCYCHOKHCIYIO Cpelly B dKCHKaTope o0ecredynBain
10 ma 50%-HOTO BOZHOTO pacTBOpPa YKCYCHOM KHCIIO-
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ToI (X.4., AO «XumpeaktuBcHaO»). s cuHTEe3a 00-
paszmoB Ag(0)/TiOy (Ne 1-4) maBecky AgNO3 (x.4., AO
«XumpeakrtucHad») — 0.003, 0.01, 0.03 u 0.06 T co-
OTBETCTBEHHO PACTBOPSIIM B 5 MJI TeTPaOyTOKCUTHTaHA
(99%, Alfa Aesar).

PactBop AgNO3 B TeTpaOyTOKCHTHUTaHE HATUBAJIA B
yamku [leTpu ciioem B 2 MM H ITOMEIIATH B SKCHKATOP.
OO0pa3ibl BBIICPKUBAIY B 9KCUKAaTOpe 1 cyT, Cymuinm Ha
Bo3nyxe 1 cyT u B cymmibHOM mkady 3 cyt npu 90°C.
OO0pa31ibl 3arpyKaiii B KBapIeBbIid pEaKkTop, HarpeBaju
(ckopocts Harpesa 10 rpag-mun—1) 1o 400 [oOpasely
Ne 3 (400)], 600 [o6pazert Ne 3 (600)], 800°C [o6pa3ibt
Ne 1 (800)—4 (800)] u mpokanMBaiK B TOKE BO3yxa (CKO-
poctb nogagn 0.075 m3-u1) B reyenne 1 4 npu 3a1aHHOM
temmeparype. ConepxaHue METaUIMYECKOTO cepedpa
B oOpasuax Ne 1 (800)—4 (800) u 3 (600) cocTaBmiio
0.17 (0.002), 0.51 (0.006), 1.61 (0.019), 3.22 (0.038) u
1.61 mac% (0.019 1) cooTBETCTBEHHO.

Pentrenoda3oBsiif anaan3 o0pa3ioB MIPOBOAMIIN Me-
TOZIOM TTOPOIIKOBOW TH(paKTOMETPHUN Ha AUPpaKkTOMe-
tpe Rigaku D-MAX-2200V ¢ BepTUKaJIbHBIM TOHHOME-
TpoM B uHTepBaie 20 = 10-75°, ckopocTh CKaHUPOBAHUS
1 rpag-vun~!. Vcnons3osanu Cug,-usmydenne (40 kB,
30 MA, A = 1.54184 A). JIna aBToMaTuuecKoi HAEHTHU-
(uKaM PEHTTCHOBCKUX ITHMKOB HCIOJIb30BaIU 0azy
PEeHTreHOrpaYeCKIX IMOPOIIKOBBIX cTaHaapToB PDF-2.
OreHka cpeHero pa3mepa JacTull cepedpa B Kcepore-
qsx Ne 1 (800)—4 (800) ObLia poBe/ieHA MO YPaBHEHUIO
Hebas—Ileppepa.

DnexTpoHHbIe PoTorpadun Kceporeiaei ObLTH MOITy-
YeHBI Ha JIEKTPOHHOM MHKpockore Jeol JSM-5900LV.
Conepxanne Ag(0) B momydeHHBIX 00pa3iax KOHTPOJIH-
POBaIM METOIOM 3JIEKTPOHHO-30H0BOT0 MUKPOAHAIN3A.
Pacder pa3zmepoB yactuir cepedpa MpOBOIUIN C UCTIONb-
30BaHMEM IMIPOTPAMMHOTO 00eCTIedeHHSI MUKPOCKOTIA.

Wzyuenue paciaga HyO; (x.4., AO «XummeacepBuc»)
B MPHUCYTCTBHH KCEpOTEJEH OCYHIECTBIISUIM B TEPMO-
CTaTHPYyEeMOM peaKTope, CHabKEeHHOM OOpaTHBIM XO-
JTOAUIBHUKOM, TIPU TIEPEMENINBAHNU PEAKIIHOHHON
CMecH IMpONyCKaHWEM TOKa BO3ayxXa (CKOpPOCTh Moja-
uyp 6.2 1ul), mpu 50°C ¢ TOUHOCTHIO TEPMOCTATUPO-
Barus £0.2°. OOpa3smpl Kceporesei mpeaBapuTeIbHO
n3Menpdany 1o gactun ¢pakmun <0.1 mMm. Peakiuro
npoBonwH 60 MUH TIpU HadaIbHOU KoHIleHTpanuu HyOr
0.33 monb 11! v HaBecke obpasua 0.1 .

OGcy:xieHue pe3yJibTaToB

I'unponus B armochepe CH3COOH + H,O npusoaut
K 00pa3oBaHUIO CTEKIOBHUIHBIX MOPUCTHIX Macc TiOr
(Syq ~ 14 m2-171) [13]. ITopucras cTPyKTypa MaTpHIbI
JOJKHA CIIOCOOCTBOBATh OoJiee HAICKHOMY 3aKperuie-

825

HHIO B HEell HFOHOB MeTaylia. B kauecTBe mpeamecTBeHHN-
Ka MeTajlia aBTOPbl OCTAaHOBIIIN CBOI BBIOOP HA AgNO3,
TaK Kak OH JIOCTYIICH, PACTBOPUM B TETPaOyTOKCUTHTAHE
U pasyiaraeTcs py HarpeBaHUK 10 METAITHYECKOTO ce-
pebpa (nonaoe pasnokenue — 440°C). OTHOCHTEIBHO
HEBBICOKAs TEMIIEpaTypa pas3IoKEeHHUS COJIU JINaeT BO3-
MOKHBIM BapbUpOBaTh B HOCUTEJIE COOTHOLIEHHE (a3
TiO, (anaras/pytui). B pesynbrare ruaponusa rerpaly-
TOKCUTHTAHA U MOCIey0NIel OIMKOHAeH CAnu oopa-
30BaBLUMXCS YacTHL 301151 popmupyercst kceporens Ti0;
10 YpaBHEHUIO

CH,COOH
—_—

(C4Hy0)4Ti + 4H,,0 [Ti(OH)4] + 4C4HoOH

¢ “2H,0
TiO,

Marepuait nociie U3BJA€4EHUs U3 3KCUKATOpa — IIPO-
3pavHble OeCLBETHBIE MICHKH, OBICTPO MOKPHIBAIOLIHECS
TpelmuHaMy Ha Bo3ayxe. [locne cymxku nmpu 90°C BHem-
HUH BUJ IJICHOK He n3MeHmica. OTCyTCTBHE OKPaCKH
IUIEHOK CBUJIETEJILCTBYET O TOM, UTO cepedpo B Mare-
puane npucytcTByeT B Bue conu AgNO3, a He B hopme
Ag>O. OueBnHO, B mporiecce POPMUPOBAHUS KCEPOTEIs
COJIb OKa3bIBACTCS 3aKJIIOUEHHON B IOPBI MaTepuala.
[Ipu mpokanuBaHuy MJIEHOK MPOUCXOIUT BOCCTAHOBIIE-
HHE cepedpa 1o ypaBHEHHUIO

24eN0; 22 2Ag +2NO, + 0.

[Mnenkn Ag(0)/TiOy Ne 1 (800)—4 (800) u Ne 3 (600)
IPU 9TOM TEPSIFOT MPO3PaYHOCTh M MPHOOPETAIOT cepe-
Opuctyto okpacky. L{set oopazua Ag(0)/TiO, Ne 3 (400)
CTaHOBHUTCS YEPHBIM. DTO CBUACTEIHCTBYET O TOM, YTO
mpu 400°C He TPOUCXOIUT TTOJTHOTO BEITOpaHUS KapOo-
HU3UPOBAHHOTO B Mopax Marepuana Oyranona [13]. Bo
BCeX Kceporelsix, nmpokaieHHbIx npu 800°C [oOpa3ibl
Ne 1 (800)—4 (800)], mpUCYTCTBYIOT TOJIBKO JBA KOM-
MMOHEHTa — PYTWJI U MeTajutndeckoe cepedpo (puc. 1).
WHTeHcuBHOCTH MHKa cepebpa Ha audpakTrorpaMmmax
Kceporesel pacteT ¢ yBenuueHueM copaepxkanus AgNO;3
B UCXOHOH CMECH.

Ha mudpakrorpammax o0pasiioB, MPOKaJCHHBIX B
temrieparypaom unrepsaie 400-600°C, mpucyTCcTByIOT
pednekce Tonbko anarasza [oOpasen Ne 3 (400)], ana-
Taza u pytmia [oopazer; Ne 3 (600)]. [lons anarasza B
obpasie Ne 3 (600), ompeaeneHHas MO0 COOTHOIICHUTO
WHTErPaJIbHBIX HHTEHCHUBHOCTEH pedIieKcoB aHaTasza
(101) m pytuna (110), cocraBumna 72%. Takum oOpa3zom,
npu temneparypax npokanusanus 400, 600 u 800°C
copepkaHue KpUcTamnueckoi ¢a3pl anaraza B TiO,
cocrasisgeT 100, 72 u 0% coorBeTcTBeHHO. KHHETHKA
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1, oTH. en1. Ag — cepebpo
1000F R(110) R(101) ﬁ:g;lgf
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Puc. 1. ®parment nudpakrorpaMmbl 00pa3IoB Kceporemnei
Ag(0)/TiO, pazHOTO cocTaBa, MPOKAJICHHBIX MIPH Pa3HOU
TeMIIeparype.

Obpaszer: / — Ne 3 (400) — conepxxanue Ag(0) 1.59 mac%,
T=400°C; 2 — Ne 3 (600) — conepxarme Ag(0) 1.61 mac%,
T=600°C; 3— Ne 1 (800) — conepxanue Ag(0) 0.17 mac%,
T=3800°C; 4 — Ne 2 (800) — comeprxanue Ag(0) 0.51 mac%,
T=800°C; 5 — Ne 3 (800) — comepxanue Ag(0) 1.61 mac%,
T=800°C; 6 — Ne 4 (800) — conepxanue Ag(0) 3.22 mac%,
T7=800°C.

repexojia aHaTa3—pyTHJI MPU BBICOKOTEMIEpaTypHOU
o0OpaboTke kceporeis Ne 3 cXoaHa ¢ TAKOBOU IS T10-
pouka TiOy, CHHTE3UPOBAHHOIO B CIIMPTOBO-BOJIHOM
pacTBOpe MO «KJIACCHYECKOW» 30JIb-Te€lIb TEXHOIOTUI
[14]. MoxxHO crenarh 3aK/II0YCHHUE, 9YTO B YCIOBHSIX DKC-
MEPUMCEHTA HE MPOUCXOIUT cTabmnu3anuu (has3bl aHa-
ta3za. Ha oHe MHTEHCHBHBIX NMUKOB aHaTa3a [00pa3Lbl
Ne 3 (400) u 3 (600)] mux Ag(0) He maeHTUDHUITHPY-
ercst. CiieryeT OTMETUTh, 4TO B oOpasuax Ne 3 (600) u
Ne 1 (800)—4 (800) 3adukcupoBaTh NPUCYTCTBUE HEPaA3-
noxwusierocss AgNOs [muku B obmactu 30-35° (20)] u
AgrO [0OCHOBHO! MO0 MHTEHCUBHOCTH UK ~32.9° (20)]
JaKe B CIEJOBBIX KONMMYeCcTBaxX He yaaercs. Cpeanuii
pasmep gactur Ag(0) B kceporemsix Ne 1 (800)—4 (800)
coctaBuia 28, 28.6, 39 u 39.5 HM COOTBETCTBEHHO.

B o0pasiie Ne 3 (600) (puc. 2, portorpadus /) chepu-
YEeCKUE YaCTHIIBI cepedpa pacroyiaratoTcsi MexIy KpH-
cramuatamu TiO; (noMmuHHpyeT aHaras). Pasmeps! kpu-
crajmroB TiO; u yactun cepedpa cocTasisitor 5—10 HM.

Hluwimaros A. b., Muxywuna FO. B.

2 MKM

Puc. 2. Mukpodotorpaduu odpasior kceporeneit Ag(0)/
TiO, pa3HOTO COCTaBa, MPOKAJCHHBIX NP PA3HON TeMIIe-
partype.

Oo6paser;: I — Ne 3 (600) — conepxanune Ag(0) 1.61 mac%,
T=600°C; 2— Ne 1 (800) — conmepsxanue Ag(0) 0.17 mac%,
T=2800°C; 3— Ne 2 (800) — conepxanue Ag(0) 0.51 mac%,
T=800°C; 4 — Ne 3 (800) — comeprxanme Ag(0) 1.61 mac%,
T=800°C; 5 — Ne 4 (800) — comeprxanue Ag(0) 3.22 mac%,
T=2800°C.

[ToBbimenne TemmnepaTypsl npokaiuBanus g0 §00°C
[oOpa3ier Ne 1 (800)—4 (800)] mpUBOAUT K TIOJHOMY Tie-
pexozy aHaTasa B pyTuil. Pa3mepbl KpUCTaJUTMTOB pyTHIIA
COCTABIISIIOT B TIONIEPEYHOM CEUCHUHM HECKOIBKO COTEH
HaHOMETpOB (puc. 2, portorpaduu 2—5). Yactuisr Ag(0)
COXPaHAT GopMmy, ONH3KyH0 K chepuueckoit. OHM J10-
KaJIM3YIOTCSl HA TOBEPXHOCTH KPUCTAJUTUTOB PYTHIIA U B
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Puc. 3. Pactipenenenue no pazmepam gactui] Ag(0) B mpo-
KaJICHHBIX MPH OJHOM TemIieparype o0pasiax Kceporeien
Ag(0)/TiO, pa3zHoro cocrasa.
Ob6paser: I — Ne 1 (800) — conepxanue Ag(0) 0.17 mac%,
T=800°C; 2 — Ne 2 (800) — conmepsxanme Ag(0) 0.51 mac%,
T=800°C; 3 — Ne 3 (800) — conmepsxanme Ag(0) 1.61 mac%,
T=800°C; 4 — Ne 4 (800) — comeprxanme Ag(0) 3.22 mac%,

T=2800°C.
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Conepxanue Ag(0), mac%
Puc. 4. 3aBucUMOCTh KOHBEPCHH TIEPOKCHIA BOAOPOA OT
conepxanus Ag(0) B oopasmax kceporeneir Ag(0)/TiO;
Pa3HOTO COCTaBa, MPOKAJICHHBIX MIPH Pa3HON TeMIieparype.
Ob6paser: I — Ne 3 (600) — conepxanue Ag(0) 1.61 mac%,
T=600°C; 2— Ne 1 (800) — coaepxanue Ag(0) 0.17 mac%,
T=800°C ; 3— Ne 2 (800) — conmepxanue Ag(0) 0.51 mac%,
T=800°C; 4 — Ne 3 (800) — conmeprxanme Ag(0) 1.61 mac%,
T=800°C; 5— Ne 4 (800) — comeprxanme Ag(0) 3.22 mac%,
T=2800°C.
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nopax Mexny HumH. YacTuisl cepedpa, pasMep KOTOPhIX
> 95 HM, TIpeICTaBIEHBI CPOCTKAMHU KPHCTAJIIOB.

Bo Bcex oOpasmax Ne 1 (800)—4 (800) ocHOBHYIO
(hpakIMIo COCTABISIOT YACTHIBI cepedpa ¢ pazmepamu
25-45 uMm (puc. 3). B psaay Ne 1 (800)—4 (800) konu-
YECTBEHHOE COJIep’KaHWe JaHHOW (paklnuy yMEHbIa-
ercs: 90% [Ne 1 (800) m 2 (800)], 85% [Ne 3 (800)] m
75% [Ne 4 (800)]. B obpazmax Ne 1 (800) u 2 (800) He
HaOI0aeTcsl MPUCYTCTBHE YacTHI] MeTaia =95 HM.
TakuMm 00pa3oM, C pOCTOM KOHIEHTpAIlMU HUTpaTa
cepebpa B TeTpaOYTOKCUTHTAHE TTPOUCXOIUT YBEINUe-
Hue nomu yactun Ag(0) KpynmHOH Qpakiuu IpoayKTa
CHHTE3a.

Kpowme Toro, kceporenu Ne 3 (600) u 1 (800)—4 (800)
OBLIM IPOTECTUPOBAHBI B MOJIEIEHOM peakinuy pacraja
H>0» (puc. 4). Kousepcust HyO, na Ne 3 (600) B 2 paza
MIPEBOCXOUT TaKOBYIO Jiist oopasma Ne 3 (800). Ananu3
3aBucuMocTH KoHBepcun HyO; ot comepkanus Ag(0) B
Ne 1 (800)—4 (800) moxa3sIBaeT, 9TO aKTUBHOCTH CEpe-
Opa B oOpasuax Ne 1 (800), 2 (800) Ginska, Tak e Kak
oHa Onm3ka u B oopasuax Ne 3 (800), 4 (800). O6pa3ibt
Ne 1 (800), 2 (800) obmamaroT OOJbIIEH KaTaTUTHYE-
CKOM aKTHBHOCTHIO OTHOCHUTEIBHO 00pa3iioB Ne 3 (800),
4 (800). [TomryueHHbIE B SKCTIEPUMEHTE PE3YIBTATHI XO-
POLIO COTNIACYIOTCS ¢ JAaHHBIMHM, MPEACTABICHHBIMH Ha
puc. 3.

BrIBOABI

Pazpaborana manocranuiiHasi METOJIMKA CHHTE3a
kceporeneit Ag(0)/TiO,, mo3BosIomas NoIy4ars Npu
temnepatype npokaiuBanus 800°C kceporens TiO; B
Buze ¢azel pytria ¢ cogepxannem Ag(0) 0.2-3.2 mac%.
OcHoBHas ¢pakius dactull cepedpa (75-90%) umeer
pasmep 25-45 um. B Tom ciyyae, korna npeanonaracTcs
ucnons3oBarb Ag(0)/TiO, B mpoueccax, 1751 KOTOPIX
[IPEANOYTUTEIbHBIM SIBIISIETCS IPUCYTCTBUE (Da3bl aHa-
Tasa, TeMIieparypa MpoKajJuBaHHs MarepHrala JIoJHKHA
cocrasnaTs 600°C.

@®uHaHCUPOBaHME PAGOTHI

PabGoTa BBIMONHEHAa NpU (PUHAHCOBOW TOI-
nepxxke KonkypcHO# mporpaMmbl YpalbCKOTO OT-
nenenus Poccuiickoil akamemMuu HaykK (MPOEKT
Ne AAAA-A19-119011790132-7).

Konduukr unrepecon

ABTODBI 3aBIISIIOT 00 OTCYTCTBHU KOH(IIUKTa HHTE-
pecoB, TPeOYIOIIEro PacKPBITHS B JAHHON CTaThe.
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