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COABBOTEPMUYECKUM CUHTE3 METACTABUABHBIX
OKCHUAOB MOAUBAEHA, BOABOPAMA 11 BAHAAVS

T. B. CBHPH/IOBA"

YBenopycckuii 2ocyoapcmeennwiil ynusepcumem, np. Hesasucumocmu, 4, 220030, 2. Munck, Benapyce

[TokazaHo, 4TO B COMBBOTEPMUYECKHUX YCIOBHUSIX MOJIMKOHIACHCAINS OKCOKUCIOT MOJIHO/ICHA, BOIb(ppama 1 BaHa-
Jsl IPUBOIUT K (DOPMHPOBAHUIO METACTAOMIIBHBIX OKCHIHBIX (a3 (rexcaroHanbHelx MoO; u WO,, namMemIsspHOro
kceporenst V,0;) B BHJe MUKPOKPHCTAILUIOB pasMepoM 2—10 MKM, IpudeM 00pasyroniuecs: B Ka4ecTBe NOOOYHOTO Tpo-
JIyKTa THApaThl YKa3aHHBIX OKCHIOB B IPOIECCE POCTa YAaCTHUI] OKCUIHOM (Da3bl IMpeTepreBaroT MOCTENEHHYI0 PEKpH-
CTAJUTM3ALUI0. YCTAHOBICHO, YTO M3MEHEHHE KOHIICHTPaluy pabodero pacTBOpa Ha PaHHUX CTAANSIX CHHTE3a MO3BOIACT
3¢ (eKTHBHO ynpaBiIATh 3apObIIC00pa30BaHUEM U, B YACTHOCTH, MOJy4aTh OKCHIHbIE YaCTHIBI CyOMHUKPOHHBIX pa3-
MEpOB IIPH COXPAaHEHUU CTPYKTYPHOTO THIIA U rabuTyca.

Knioueswvie cnosa: MeTacTabUIbHBIC OKCHUIIBI; TPUOKCH]] MOJINOICHA; TPHOKCH/T BOJIb()paMa; OKCHJI BaHAIIHsI; COTBBO-
TEPMUUYECKUN CHHTE3.

bnazooapnocms. Pabota BeIoIHEHa IpH Hoaaepkke beropycckoro pecmydimmkaHckoro GoHaa GpyHIaMEHTAIBHBIX
uccnenopanuii (rpant Ne X18P-075).

SOLVOTHERMAL SYNTHESIS OF METASTABLE MOLYBDENUM,
TUNGSTEN AND VANADIUM OXIDES

T. V. SVIRIDOVA*

*Belarusian State University, 4 Niezalieznasci Avenue, Minsk 220030, Belarus

It is shown that under the solvothermal conditions the polycondensation of molybdic, tungstic and vanadic oxo-
acids yields metastable oxide phases (7--MoO,, h-WO,, xerogel-V,0; of lamellar structure) in the form of microcrystals
2—10 pm in size, while the hydrates of these oxides formed as the by-products exhibiting conversion as the result of
recrystallization during the course of further growing. By changing the concentration of the reaction solution it is possible
to exert an effective control over the nucleation to obtain the oxide particles of the similar structure and habitus.

Keywords: metastable oxides; molybdenum trioxide; tungsten trioxide; vanadium oxide; solvothermal synthesis.
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MOAM(HUKAINU OKCHIa BaHAIUS, KOTOPhIe OBUTH MOJTYYEHBI H OTIMCAaHbI CPABHUTENLHO HelaBHO (B 1990-x 1)
[1; 2], B mocnenuee Bpemsl BBI3BIBAIOT 3HAYUTEIBHBIN HAyUHBIH HHTEPEC [3—5], TOCKOIBKY 001a/1al0T HEKOM-
MaKTHON CTPYKTYpOH, BKJIFOYAOMIEH CYIIeCTBEHHBIE MEXKCIOEBBIE NMPOCTPAHCTBA, B COYETAHUH C BO3MOXK-
HOCTBHIO 0Opa30BaHMUs TeKCarOHANBHBIX TYHHEJEH, pe3yJbTaToM 4ero sBisieTcs (POPMUPOBAHUE OTKPBITOM
BBICOKOPA3BUTOM CHCTEMBbI BHYTPEHHUX KaHasioB [6—8]. Takoe crenndudeckoe meoqTuTonog00H0e CTPOSHUE
YKa3aHHBIX OKCHIOB BMECTE C HAIMYMEM Y HUX BBIPQKCHHOW PEIOKC-aKTHBHOCTH JIEJIAeT JaHHBIE TIOTUMOP-
(bBI IEPCTIIEKTUBHBIMI MaTepHaJlaMH| JIJIsl UCTIOJIb30BaHMs B TeTeporeHHoM karanuse [9; 10], cucremax Hako-
rutenus 3apsiza [11-13], a Takxke JUIst HAHOKAIICYJIMPOBaHHSI MaJIOpa3MEepHBIX OpraHMYecKuX Moeky: [ 14—16].
OpHaKo 10 HACTOSIIET0 BpeMeHH IpolieMa CHHTe3a YKa3aHHBIX OKCHJIOB OCTA€TCSl HEPEUICHHOM, ITOCKOIIb-
Ky TMPSIMOH CIIOCO0 MX MOJyYSHHS MyTeM MEJJICHHOM JeTUaApaTalliid COOTBETCTBYIOIIUX KPUCTAIUIOTUIPATOB
JTaeT BBICOKO/IE(hEeKTHBIE CTPYKTYPHI, CKJIOHHBIE K CIIOHTaHHOW peaKcalui ¢ 00pa30BaHWEM CTaOMIIBHBIX MO-
auMopdHbIX Moaudukanuil (opropomobudeckux MoO,, WO, u V,0,) [17-19]. B To xe BpeMs ocylecTBie-
HUE CHHTE3a OKCHJIOB KaK CaMOCOOPKH IPH MOJTMKOH/IEHCAIINH BRICOKOAKTUBHBIX MOJIEKYJI COOTBETCTBYIOIIHX
OKCOKHCIJIOT OTKPBIBAET BOBMOKHOCTB HE TOJILKO TIOJIyYESHHUSI, HO M CTaOMIN3alUU 00pa3yIoIUXcs OKCUIHBIX
MOJMMOP(OB B IIUPOKOM JHAIIa30HE TEMITEPATyP.

B nacrosiueil pabore craBuIach 3aada pa3padoTKU COIbBOTEPMHUUECKOro MeToAa cuHTe3a 1-MoO;, h-WO,
u gamesutapHoro V,0O; co CTpyKTypoii ciioucToro keeporeis (xerogel-V,0;), cnocobnoro odecrnednts 3¢ dex-
THUBHOE YIPaBJICHUE Pa3MEPHO-MOP(HOIOTNISCKUMH XapaKTePUCTUKAMU 00pa3yIOIIUXCsS OKCUIHBIX YaCTHII.

MeToauka uccjeI0BaHus

ITpu cuntese h-MoO;, h-WO, u xerogel-V,0, npekypcopamMu CIIy>KHUIH COOTBETCTBYOLINE OKCOKUCIIOTHI,
MOTyYeHHBIE METOJIOM HOHHOTO 0OMeHa [19-21], pacTBop Kucnotsl TepmocTaruposacs npu 100 °C u atmoc-
(hepHOM NaBICHUH, IPUIEM 00bEM pabOIeTo pacTBOPA MOMICPKUBAICS TIOCTOSTHHBIM. O0IIIast IpOI0HKUTEITh-
HOCTb CHHTEe3a cocTaBisiia 240 MuH. 3a KHHETHKOW (OPMHUPOBAHUS OKCHIHOH (ha3bl CIICANIIN IO CBETOpacces-
HUIO MaTOYHOTO pacTBopa M m3MeHeHuro pH. Jlns ympasienuns 3apopplmeo0pa3oBaHneM pabodnii pacTBOP
MOZIBEPrajiCsl OAHOMOMEHTHOMY pa30aBIIeHHIO (B 9TOM Cllyyae CHHTE3 CTAHOBHJICS JBYXCTAJAUHHbBIM).

@da30BEIif cocTaB 00PA3YIOMINXCS OKCHAOB OBLT OIpeesieH ¢ UCTIoNIb30BaHneM anudpakromerpa Empyrean
(uzmyuenue Cuk,,) (PANalytical, Hunepnannpr). TepmorpaBUMeTpU4ecKuii aHaIU3 MPOLYKTOB CHHTE3a, O-
3BOJISIBIINI YCTAHOBHUTDH KOJMYECTBO CBSI3AHHOM BOJIBI, TIPOBOIMIICS C TIOMOIIBI0 CHHXPOHHOTO TEPMUYECKOTO
anammsatopa STA 449 C Jupiter (Netzsch, I'epmanust) mpu ckopoctr Harpesa 10 rpag/mun. Mopdonorus cus-
TE3WPOBAaHHBIX OKCHIHBIX (pa3 mccienoBatach ¢ MPUMEHEHHEM CKaHWPYIOMIEH AIeKTPOHHON MHUKPOCKOIIHN
(anexrponnsiit Mukpockon LEO-1420, Carl Zeiss, I'epmanus).

Pe3yabrarsl U HX 00CY:KIeHHE

JnutensHoe MHKYOMpOBaHHE KOHLEHTpUpoBaHHBIX (0,5 MOJIB/I) pacTBOPOB OKCOKHCIOT MOJIMOACHA,
BoJIb(ppama u Banaaus ipu 100 °C, conpoBoKAaroIIeecs TSPMOMHIYIIMPOBAHHON ITOJIMKOHICHCAITUEH, TIPHBO-
UT K OPMUPOBAHUIO OKCUAHBIX YacTull. [Iporiecc cuHTe3a MpoTeKaeT 4epes3 CTaInuio KOJIOUI000pa30BaHusl,
M 32 €r0 XOJIOM YI00HO CIIeIUTh TI0 M3MEHEHHIO CBETOpaccesiHus padbodero pactBopa. Kak BuaHo u3 puc. 1,
B ciay4ae 0,5 MOJIB/T pacTBOpa MOJIMOIEHOBOM KHUCIOTHI POCT (hOPMHUPYIOLTUXCS 3apOIbIieil TBepIoi ¢a3sl,
WX arperanys 1 JajbHenIIas KpUCTalIM3alus MPOUCXOAAT O4eHb ObICTPO (03 KaKoTro-1100 HHIYKIIHOHHOTO
MEPHUO/Ia) U BAJIOBOE 00pa30BaHNE OKCUAHON (pa3bl HAOIIOMACTCS YK€ HA HAYATbHBIX CTATUSIX CHHTE3a, IIPU
3TOM UMEET MECTO CMMOAaTHOE CHIDKEHHE KUCIIOTHOCTH Pabovero pacTBopa.

UccnenoBanme 00pa3yromuxcss OKCUAHBIX (a3 METOJOM PEHTTCHOBCKON MU(MPAKIIUU TMOKA3BIBACT, UTO
B pe3ysbTaTe MOJUKOHICHCALIMOHHOTO CHHTE3a BHAyaJle BO3ZHMKACT CMeCh rekcaroHanbHoro MoO, [22]
U MOHOKJIMHHOro puruzapara MoQO, - 2H,0 [23] (mociienHuii Takke UMEeT CIOUCTYIO CTPYKTypy). C pocToM
HPOJOJDKUTENIBHOCTH MHKYOMPOBaHUS HAOJIIOaeTcsl MOCTENIEHHOE TOBBIIIEHHE cofepkanus 1-MoO, B npo-
TyKTaX CHHTE3a MPU OIMHOBPEMEHHOM YBEIHYCHUH pa3Mepa 9acTull, (hOpMUPYIOLIUXCS B pacTBOpE (3a COOT-
HoueHneM conepxkanus 41-MoO; u MoO, - 2H,0 B npoaykTax cHHTE3a MOXKHO MPOCJICAUTb UCXOIS U3 MH-
TeHcuBHOCTEH pedruekco (210) u (020) Ha agudpakTorpamMmax, COOTBETCTBYIOINX HAN00I€e HHTCHCUBHBIM
JTUPPaKIHOHHBIM TTHUKaM I MHIUBUAYAJTBHBIX OKCHIHBIX (a3 (puc. 2)).

Kax cneacrsue, rekcaroHaibHas paza TPUOKCHA MOIUOAEHA, HE3HAYUTENbBHO 3arpsi3sHeHHas MoO, - 2H,0,
MOYET OBITh MOJYYEHa TOJIBKO 33 CUET MPOBENEHHS COTbBOTEPMUYECKOTO CHHTE3a B T€UEHHUE MTPOIOJIKHTENb-
HOT'0 BPEMEHHU, a pazMep 00pa3yoIuXcs IpU 3ToM dacTull #-MoO,, UMEIoUX IPaBUIIbHYIO OIPAHKY, COCTaB-
nseT 3—10 MM (puc. 3).

OueBuHO, YTO IOJABUTH 3aPOJIbIIIE00pa30BaHUE U 00ECIIEUUTh OIyUeHUe KpucTaiioB 7-MoO, cyOMuk-
POHHBIX pa3MepOB MOXKHO 3a CUeT pa3zdaBieHus pabodyero pactBopa (M, COOTBETCTBEHHO, CHATHS TIepECHIIIe-
HUS1) HA HaYaJdbHOU cTanuu cuHTe3a. Kak BumHO U3 puc. 4, pe3yabratoM pa30aBiIeHHs PaCTBOPA, CONEPIKAIIETO
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B TIpoIiecce MOMMKOHACHCAuH MonoaeHoBo! kueioTh (0,5 Moms/m) pu 100 °C

Fig. 1. Time dependence of light scattering (/), degree of conversion (2), and pH of reaction medium (3)
during polycondensation of molybdic acid (0.5 mol/L) at 100 °C
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Puc. 2. lunamuka N3MEHEHHs CPEIHEro pa3Mepa 4acTHIl Ipu3MaTuieckoit Mopgonoruu (1),
conepskanus MoOj - 2H,0 (2) u oTHOIIEeHNs! ”HTEHCUBHOCTEH (/) OCHOBHBIX pedrexcos (3)
B AU(paKTOrpaMMax OKCHIHBIX (a3, MOIYyIEHHBIX COIbBOTEPMHUECKUM CHHTE30M
u3 0,5 Moib/1 pacTBOpa MonubaeHoBol kucnoTsl npu 100 °C

Fig. 2. Particle medium-size dynamics (/), MoO; - 2H,O content (2),
and ratio of major peaks (/) (3) in the diffraction patterns of oxide phases
obtained from 0.5 mol/L molybic acid via solvothermal synthesis at 100 °C

OKCH/THBIE YaCTHIIbI, KOTOPbIE BBIPAIIUBAINCH B TeueHUe 10 MUH, SBIsSETCS PE3KOE CHIKEHUE CBETOPACCESHUS
KaK CJIEZICTBHE TUCIIEPIUPOBAHMS OKCHIA.

MO’KHO TPEeANONOKHUTh, YTO 3PPEKTUBHOMY AUCIIEPTHPOBAHHIO CIOCOOCTBYIOT COXPaHSIOIIAsICs Ha 3TON
CTa/IN¥ POCTa YaCTHUI[ HU3Kask KOMITAKTHOCTh OKCHIHOW (ha3bl M BBICOKOE COIEpIKaHUe B €€ COCTaBe AUTHIpaTa
MoO,-2H,0, Mexc10eB0oe IPOCTPAHCTBO KOTOPOIO 3aHATO MOJIEKYIaMU BOJbL, CIIOCOOHBIMU BBICTYIATh B Ka-
YECTBE PACKIIMHUBAIOIIETO areHTa [24; 25]. JlanpHeiee nHKyOUpOBaHHUE MPUBOIUT K PEKOHCTPYKITUH OKCHI-
HBIX YacTHIl B COYETAaHUN C UX PEeKpHCTaUIM3anuel. B pesynbrate GpopmMupyloTcs Melkue MOHOIUCTICPCHBIE
gacTHLbl #-M0O; ¢ BBICOKUM YPOBHEM CTPYKTYPHOIO COBEPILEHCTBA (CM. pHC. 3, ), UMEIOIHUE TOT XKe radu-
TycC, 4To U yactulbl MoO, 10 aucneprupoBaHus.

B conmpBOTEpMUYECKHX YCIOBUIX TOJIMKOHICHCAIIMOHHBIE TIPOIIECCH B KOHIIEHTpUpoBaHHOM (0,5 MOJIB/IT)
pacTBope BOJIB(GPAMOBOH KHCIIOTHI MPOTEKAIOT C BBICOKOH CKOPOCTBIO, BCIEACTBUE YEr0 XapakTepHas s
JTAHHON OKCOKHCIIOTHI CKJIOHHOCTh K CIIOHTaHHOW IMOJMKOHIEHCANNU (KOTOpas B CTAI[MOHAPHBIX YCIOBHUSX
B KOHEYHOM CUETEe MPHBOIUT K 00Pa30BaHUIO Telisl) HE CKa3bIBACTCS CYIIECTBEHHBIM 00pa3oM Ha MOP(OIOTUH
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Puc. 3. DneKTpoOHHO-MHKPOCKOITHYECKHE H300paskeHHsI MUKPOKpUCTaILIoB /-MoO;,
MOTYYEHHBIX MOJTUKOHICHCaIel MoIrOaeHoBo KucnoTsl (0,5 moins/i) mpu 100 °C (a)
U JIByXCTAIAUIHBIM COJIbBOTEPMUUYECKAM CHHTE30M (TIPOAOKUTEIBHOCTE IepBoii craaun 10 MuH,
3aTeM pasbasnenue 1 : 5, o0m1ast MpogOIKUTEIBHOCTE cuHTe3a 240 MuH) (6)

Fig. 3. SEM images of 7--MoO, microcrystals grown via polycondensation of molybdic acid (0.5 mol/L) at 100 °C (a)
and via two-step polycondensation synthesis (duration of the first step is 10 min
whereupon the reaction solution was diluted 1 : 5, the overall duration of synthesis was 240 min) (b)
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Puc. 4. I3meneHnne Bo BpeMeHHU cBeTopaccesHus (/), creneHu npespamieHus (2)
n pH peakionHoi# cpensl (3) B Xoz1e ABYXCTAAUHHOTO COIBBOTEPMHYECKOro ciuHTe3a MoO,
3a CUeT MOJIMKOHICHCANU MO0 IeHoBOM KucaoThI (0,5 Moins/i) mpu 100 °C

Fig. 4. Time dependence of (/) light scattering, (2) degree of conversion, (3) pH
of reaction medium during the two-step solvothermal synthesis of MoO,
via polycondensation of molybdic acid (0.5 mol/L) at 100 °C

oOpazytoreiicss okcuaHoN (as3bl. CONbBOTEPMUYECKUI CHHTE3 TPUOKCHA BOJIb(ppaMa, Kak U B Cllyyae TpH-
OKcH/Ia MOJIHO/IeHa, 00YCIIOBIMBAET 0Opa30BaHUE XOPOIIIO 3aKPUCTAIITN30BAHHON OKCHIHOW (ha3bl, MPECcTaB-
nsroeit co0oM, 1o JaHHBIM PEHTI€HOBCKOH An(paKINy, CMECh TeKCarOHAIILHOTO TPUOKCHIa BoIb(pama [26]
u opropombuueckoro ruapara WO, - 0,33H,0 [27]. [locrenennas xousepcuss WO, - 0,33H,0 B pesynsrare
PpEeKpHUCTALTHU3AINN 00PAa30BABIINXCS YACTHIL B IPOIIECCE NATHHEHINIETO COTFBOTEPMUUECKOTO CHHTE3a ITPHBO-
IUT K uX oborameHuto /- WO,, KOHIIEHTpalKs KOTOPOro B IPOLYKTaX CUHTE3a [0CIe MHKyOMPOBaHUS B TeUe-
uue 240 mun npessimacT 80 % (oleHKa caenaHa Mo JaHHBIM TEPMUYECKOTO aHAIN3a B TIPEANIOI0KESHUN, YTO
BCS CBS3aHHAS BOJIAa BXOJIUT B COCTaB KpUcTaiioruapara). [lomydeHHbIe B 3THX YCIOBUSAX OKCHIHbIE YaCTHIIBI
HUMEIOT BUJI IIACTHHYATHIX KPUCTAJUIOB CO CPEIHUM pa3zmepoM 1 Mxwm (puc. 5, a).

PazbaBienue pabovero pacTBopa 1mocie IpoXOXKIeHNsT Ha9a bHBIX CTAJNI CHHTE3a TPHOKCHIA BONb(ppama,
Kak U B ciaydae MoO,, nonasiser 3apoapliieoOpa3oBanue 1 odecreunsaeT 3(h(HeKTUBHOE JUCIEPIUPOBAHUE
OKCHJHOHM (a3bl, 4TO MPOSIBISETCS B CHI)KEHUH CBeTOpaccesHus (puc. 6). MOXHO MPennoiIoKnuTh, YTO Ha-
nuune npuMecu rugpara WO, - 0,33H,0 cozgaeT yciaoBus i1 pacileIuIe s OKCHIHbBIX YacTUIL 10 JIaMEIsM,
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CITOCOOCTBYIOIIETO MX AUCIIeprupoBanuto [28; 29]. B pe3ynprare qaibHEHIETo pocTa OKCHIHOMN (Ga3bl MOTYT
OBbITh IOJIyYEeHbI MJIACTHUHYATHIE YACTHUILIbI, COCTOSAIUE [IPEUMYILECTBEHHO U3 A-WO, u uMeromue cpeasuil
pasmep 120 um (puc. 5, 6).
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Puc. 5. DneKTpoHHO-MHKPOCKOITHYECKHE H300paXkeHHs1 MUKPOKpucTamLioB 1-WOj,
MOTyYCHHBIX OIMKOHICHCaHei BoabdpamoBoii kucioTs! (0,5 mons/m) mpu 100 °C (a)
U IBYXCTaIMIAHBIM COJEBOTCPMUYECCKAM CHHTE30M
(TIPOOIKUTENLHOCTD IEPBOit CTaauK 5 MUH, 3aTeM pa3basienue 1 : 5,
o011ast MpoIOKUTENILHOCTL cuHTe3a 240 MuH) (0)

Fig. 5. SEM images of ~-WO, microcrystals grown via polycondensation of vanadic acid (0.5 mol/L)
at 100 °C (a) and via two-step polycondensation synthesis (duration of the first step is 5 min
whereupon the reaction solution was diluted 1 : 5, the overall duration of synthesis was 240 min) (b)

ConbBOTEpPMUYECKHIA CHHTE3 C MCTIONB30BaHHEM PAacTBOPA BaHAIMEBOI KHCIIOTHI 0OecIieunBaeT (hopMHpO-
BaHHE MPOTSHKEHHBIX eIy HYaTONOM00HBIX YaCTHIL CO CpeJHUM pazmepoM 10 MxMm (puc. 7, @), 00pa3oBaHHBIX,
10 JaHHBIM PEHTTEeHO(A30BOr0 aHaM3a, CIOUCThIM xerogel-V,0, [30; 31]. OcoOeHHOCTHIO MOTy4aeMOro OK-
CHU/1a BaHAJMs SBJSIETCS HM3Kasl arperaTuBHas YCTONYMBOCTH CyO4acTHIl, (POPMHUPYIOLIMXCS Ha PAaHHUX CTa-
JIUSIX CHHTE3a, BCIEACTBUE Yero pa30aBiieHHe MPUBOANUT K MPAKTUYECKH TTOJHOW JETpaJalluil 3apO/IbIIIeBON
OoKcHIHOH (ha3bl (puc. 8) m manpHeiee opalMBaHue MPUCYTCTBYIOIIUX B pacTBOpPE YacTUI] 00eCreynBaeT
oOpazoBaHue ynpTpaguciepcHoil dasel xerogel-V,0, co cpenaum pasmepom dactul 200 um (puc. 7, 6).

CreneHp A Cseropaccesnue,
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p
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Puc. 6. I3meHneHne Bo BpeMeHH cBeTopaccesHus (/), crerneHu npeBparieHus (2)
n pH peakironHoit cpensl (3) B X0/1e ABYXCTAUHHOTO COIBBOTEPMHIYEcKOro cuaTe3a WO,
3a CYeT MOJMKOHACH CAUH BoibdpamoBoii kucaoTsl (0,5 momns/m) mpu 100 °C

Fig. 6. Time dependence of light scattering (/), degree of conversion (2), and pH (3)
of reaction medium during the two-step solvothermal synthesis of WO,
via polycondensation of tungstic acid (0.5 mol/L) at 100 °C
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Puc. 7. DneKTpoHHO-MUKPOCKOTUYECKUE H300paskeH s TaMeutsipHoro xerogel-V,0s,
MIOJTyYSHHOTO MOJMKOH/IeHcauel BaHaaueBoi kuciote (0,2 moibs/n) mpu 100 °C (a)

u I[ByXCTaZLPIfIHLIM COJIbBOTEPMUYCCKHUM CUHTE30M (HpOZ[OJ'I)KI/ITeJ'II)HOCTB HepBOﬁ craguu 10 MMUH,

3ateM pasbasnenue 1 : 5, 00I1as MpOIOIKUTENLHOCTD crHTe3a 240 MuH) (6)

Fig. 7. SEM images of lamellar V,0; xerogel particles grown via polycondensation
of vanadic acid (0.2 mol/L) at 100 °C (a) and via two-step polycondensation synthesis
(duration of the first step is 10 min whereupon the reaction solution was diluted 1 : 5,

the overall duration of synthesis was 240 min) (b)

Crenenn CaetopaccesHue, A
npeBpareHus, % OTH. e]l. pH
6 0,8 - {33
4 —3,0
3
2 —-2,7
1
L% P
~-eipa-o-r"F | . N/ A——
0 10/(0) 10 20 30 40 50 240
\]
MowenT Bpems, mun
pasbaBieHus

Puc. 8. I3meHeHne Bo BpeMeHH cBeTopaccessHus (/ ), cterneHn npepamieHust (2)
n pH peakirionHoii cpennl (3) B X0/1€ ABYXCTAJANMHOIO COMbBOTEPMHUYECKOTO cHHTe3a V,0;
3a CYET MOJIMKOHACH AU BaHaueBoi KucioTsl (0,2 mone/n) mpu 100 °C

Fig. 8. Time dependence of light scattering(/), degree of conversion (2),
and pH of reaction medium (3) during the two-step solvothermal synthesis of V,0; via
polycondensation of vanadic acid (0.2 mol/L) at 100 °C

3akJ/oueHue

Pe3ynbTarhl BEIIOIHEHHOTO MCCIIE0BAaHUS CBUIETEIBCTBYIOT O TOM, YTO COJIBBOTEPMUYECKHI METO/ CHH-
TE€3a AUCIIEPCHBIX OKCHUIOB C HCIONB30BAHUEM B KaUECTBE IPEKYpcopa aKTUBHBIX HOJINOKCOCOETUHEHUH HO-
3BOJISIET MOJIY4aTh C BHICOKMM BbIX0OM (80 % U BbIIIE) KpUCTAIIMYECKUE MeTacTabunbHble (assl 1-MoO,,
h-WO, n namenssipHoro xerogel-V,O; B Buie 4acTHLl MyJIbTUMUKPOHHBIX pazMepoB. IIpu 3ToM B utore mnpo-
TEKaroLIel B X0/1¢ MHKYOUPOBAHUS PEKPHCTAIUIN3ALMH HAOIIOAAeTCs KOJIMYeCTBEHHAs! KOHBEPCHSI THAPATHPO-
BaHHBIX OKCHIHBIX (a3, KOTOpbIe MOTYT 00pa30BaThcsl HA HAYaJIbHBIX CTAJUAX CHHTE3a. 3a CYET U3MECHEHHS
KOHIIGHTpaIluu pabovero pacTBOpa MOXKHO OOECIeUNTh paslesbHOE YIIpaBICHHE 3apOoAbIleo0pa3oBaHueM
U POCTOM MMEIOIINXCSI B PACTBOPE YACTHULI, YTO IO3BOJIAET 3PPEKTUBHO BIMATH HA PasMephbl KPUCTAIIUTOB
IpU 00IIIEM COXpPaHEHUH UX rabUTyca U BEICOKOTO YPOBHS CTPYKTYPHOTO COBEPILIEHCTBA.
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