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MOJIYYEHUE YJbTPA- HAHOJWCIHEPCHBIX MMOPOIIKOB OKCHJIA
N KAPBHUJIA BOJb®PAMA MHUKPOBOJIHOBOM OBPABOTKOM

Knioueswvie cnosa: eonvgppamosas xucioma, ocaxrcoenue, KOMRO3UM, Caxcd, MepMoau3, MUKPO-
801HO8As1 0OpabomKa, okcuo 8o1bhpama, Kapouo eonvppama, HaHopazmep, yoeibHaAs NO8epX-
HOCMb, peHmeenozpaghus, Mukpocmpykmypa. tungstic acid, precipitation, composite, carbon-
black, thermolysis, microwave treatment, tungsten oxide, tungsten carbide, nanosize, specific
surface, X-ray radiography, microstructure.

Ilpeonooicen cnocob nonyuenusi NOPOWKOOOPA3HBLIX Kapduoa u oKcuoa
sobhpama nymem HcUOKOPA3ZHO20 0CaNCOeHUs U MUKPOBOIHO8020 00xcuza. M3yue-
Hbl KUHEMUKA MepMOoau3a 6016(Ppamosoli KUciomel U Gopmuposanue HaHo4acmuy
oxcuda eonvpama paznuunsvix moougpuxayui. Ilposedena KomniekcHas ammecma-
Yusi NONYUEeHHBIX 00PA3YO8 C UCNONb3OBAHUEM XUMUUECKUX, PEHM2eHOSPAPUUECKUX,
MUKPOCIPYKINYPHBIX MEMOO08 AHANU308 U USMePEHULL YOebHOU NOBEPXHOCHIU.

A new procedure of synthesis of tungsten carbide and oxide from freshly
precipitates using a microwave field has been proposed. The kinetics of the
thermolysis of tungsten hydroxides and the formation of nanoparticles of different
modifications of tungsten oxide have been studied. Obtained samples have been
studied using chemical methods, roentgenography, scanning electron microscopy and
specific surface area measurements.

TexHonornueckue pazpabOTKu B 00JaCTH BOJIb()PAMOBBIX TBEPJBIX CIIABOB MPOAOIIKA-
I0T COBEpIIeHCTBOBaThCs. Oco00e BHUMAHUE YIeNseTcs pa3paboTKaM TBEPHBIX CIUIABOB, CO3-
JaHHBIX Ha YJIBTPAAMCIEPCHBIX M HaHO(A3HBIX MaTepuaiax, KOTOPble MOTYT OBbITh MOTYYECHBI
HpI/I HUCIIOJIB30BAHUHN TpaI[I/IIIPIOHHBIX METOOOB )KI/II[KO(l)a?;HOFO OCAXIACHUA U CIICKaAHUA HpI/I HHN3-
KUX Temmeparypax. [Ipu 3Tom Heo0X0IUMO MCTIONIB30BaTh JOCTATOYHO YHUCTOE MCXOAHOE CHIPhE,
JUTSL TOTO 94TOOBI MCKITFOUNTH BIIMSIHAE HA POCT KPYIHBIX 3€PEH W MOBBIIICHHE TTopucTocti. Oba
(dakTopa CHIXKAIOT MPOYHOCTHBIE XapaKTEPUCTUKU TBepAoro crasa [1-3].

B IIOCJICOHEC BpeMSI ITOSIBUJIOCH MHOKCECTBO Hy6HHKaHHI>’I ITOCBJSIIIICHHBIX nonyqumo pa3-
HOOOpa3HBIX HAHOJUCIEPCHBIX MATEPHAIOB C HCIOJIb30BAHUEM MHUKPOBOJHOBOTO H3JIyUYCHUSI.
HCHOHBSOB&HI/IG CBI’I-‘-IaCTOT B HpOMLIIJ_IHeHHOCTI/I ABJIACTCA SKOHOMHWYECCKHN BBIT'OJHBIM pemeHH-
€M MHOTHX 3aJ1a4, OCOOCHHO yJaeTcsl TOOUTHCS CYIIECTBEHHOTO CHIDKCHHSI BPEMEHHBIX M DHEP-
TCTUYCCKUX 3anaT 10 CpaBHeHI/IIO C OGBI‘IHBIMI/I TpaI[I/ILII/IOHHBIMI/I METOJaMHU HpOBeI[eHI/ISI XUMU-
YyecKuX mporeccoB. Kak M3BECTHO, 2JIEKTPOMAarHUTHOE TOJIE€ YCUIIMBAET KOJCOaHUsI aTOMOB, 4YTO
MIOHMKACT DHEPIUI0 UX AKTUBALIMM U CHIKAET TEMIIEPATypy CIIEKaHUs BELIECTB. Tak:ke MUKpO-
BOJTHOBOE M3JIyYEHHUE TIO3BOJISIET MPU CHHTE3€ MHIWBHUAYAIbHBIX BEIIECTB IMOTY4YaTh MOPOIIKH C
YaCTUI[AMU OJJHOPOIHOTO IPaHyJIOMETPUUECKOTO COCTaBa M JOCTUIaTh CHUKEHUSI CPEJTHETO pas3-
Mepa YaCTHII.

BJII/ISIHI/IC MI/IKpOBOHHOBOFO BO3HCﬁCTBHﬂ Ha npoueccm CIICKaAHUA CYH_IGCTBGHHO 3aBUCAT
OT XMMHYECKON TpHUpoasl oOpabareiBaeMoro BemiecTBa. Hampumep, CHHTE3 WHIWBUIYAITBHBIX
OKCHJIOB METAJUIOB MYTEM Pa3JIOKEHHUS! CBEKEOCAKIECHHBIX THAPOKCHIIOB MPOUCXOAUT TOpaszio
ObICTpee, YeM PaslIOKCHUE MX KPUCTAJUTM3AIMOHHBIX COJIEH. DTO OOBSICHSIETCS TEM, YTO CBEKE-
OCAXICHHBIC FI/I,Z[pOKCI/II[BI conepxcaT FI/I,Z[pOKCI/IJII:HLIe prnHLI 158 CBOGOI[HI:IC MOJICKyJIBI BOJHI,
KOTOpbIEe 00J1aal0T 3HAYUTEIbHBIM JUIOJBHBIM MOMEHTOM M M3-32 CBOCH 3JIEKTPOHEHTPAIbHO-
CTH KE€CTKO HE 3aKPEIUICHbI B KPUCTAJUTMUECKON CTPYKType, TOITOMY CIIOCOOHBI K TIEPEOPHEHTA-
UM ¥ BPALICHUIO MOJ JEHCTBUEM MHUKPOBOJHOBOTrO moiist [4]. CiemnoBaTenbHO, CBEXKEOCAKICH-
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HBIE TUAPOKCUIBI OyTyT 3PPEKTUBHO MOIIIOMIATH 3JIEKTPOMAarHUTHYIO SHEPTHUIO U Pa3orpeBaThCs
OT KOMHATHOM 10 MaKCUMaJIbHOW TeMIIepaTypbl, XapaKTEPHOH JUIsl TaHHOTO BEIIecTBa, ¢ 00pa3o-
BaHHUEM COOTBETCTBYIOIIHUX OKCHJIOB.

Panee npoBoauiuch paboTHI IO MOTYYSHHUIO OKCUIOB TUTAHA U IIUPKOHUS U3 CBEKEOCAXK-
JICHHBIX TUJIPOKCUIOB C MCIIOJIB30BAaHUEM 3JIEKTpOMAarHUuTHOro nojsa [5-7]. MccnenoBanusa 1o
MOJTyYEHHUIO OKCHJIA U KapOuaa Bosib(ppama U3 ero ruApPOKCHIa C UCTIOIb30BAaHHEM MUKPOBOIHO-
BOT'O MOJIsI HE U3BeCTHBI. [10ATOMY Lienbt0 TaHHOM PadOTHI OBLIO MOJIyYEHHE MOPOLUIKOOOPA3HBIX
00pa31oB okcuaa 1 Kapouaa Bolbdpama U3 CBEKEOCAKICHHON BOIb()PAMOBON KUCIOTHI C MPH-
MEHEHHEM MHKPOBOJIHOBOW 00paboTku. M3ydeHWe NpOTEKAIOMMX XUMHUYECKUX IPOIECCOB B
CBU- none mo3BOJIUT BBISIBUTH BO3MOYKHOCTHU TOJYYEHHSI OKCHIOB BOJb(hpama pa3iudHONd MO-
TUQHUKAIMA B 3aBUCHMOCTH OT TEMIIEPATYPhl U MPOJOIDKUTEIHHOCTH BBIACPIKKH, 8 TAKXKE H3Y-
YUTh CTPYKTYPY U pa3Mep 4acTHUIl OTyYaeMbIX BEIIECTB.

B ombiTax MCMONB30BaIM CBEKEOCAKICHHYIO BOJIL(PPAMOBYIO KHCIOTY, KOTOPYIO MOJY-
YaJii U3 BOJHBIX PacTBOPOB BoJb(hpamara amMmmoHHs KoHIeHTpanuen 38-40 r/n (B mepedere Ha
WO3) ocaxxaeHneM coistHON KUCI0TON KoHIeHTpanueit 18-19 % mo pH 0-1. Ocaxaenue npoBo-
TV TIPU TIOCTOSIHHOM TepeMeninBanuu. [lonydeHHble cycreH3un OT(OUIbTPOBBIBAINA U OCAIKU
NPOMBIBAIM OT MPUMECHBIX coield. OCalioKk CBEXEOCAKICHHOW BOIB(PAMOBON KHCIOTHI OBLI
CBETJIO-KENTOr0 1[BETa M UMEN MOHOKJIMHHYIO MUKPOCTPYKTYpY (puc. 1 a) ¢ ynenbHoO# moBepx-
HOCTBIO 25-35 M°/T.

st ocakaeHus: BOIb(PPaMOBOI KUCIOTHI HA YIIIEPOJIHOM HOCHTENE MCIIOJIb30BANIN YIIbT-
paJMCIIEPCHYIO alleTUIICHOBYIO CaXKy C yAEIbHOW MOBEPXHOCTHIO 20 M2/, KOTOPYIO BBOJMIU B
KOHIICHTPUPOBAHHBIN PAacTBOP COJITHOW KHCIIOTHI IO MPOBEACHUS OCAXKIEHHS B COOTHOIICHUH
WO3+C = 1+1-8. TlonyueHHbIe OCaJKA UMETH MOHOKIHHHYIO MHUKPOCTPYKTYpy (puc. 1 a), ox-
HAKO yJeJIbHasl MOBEPXHOCTh MOAOOHBIX 00pa3oB OTIMYAIACh OT 00PA3LOB MOJYUYEHHBIX MPH
OCaXKIEHUH 0e3 yriepoJHOr0 HOCUTENS U B 3aBUCHUMOCTH OT COJEp)KaHHUS Cakdu Kolyiebayiach B
qmarasose ot 30 10 65 M/T. Jlanee oOpasiibl MOTPyKaJId B KBapIIEBBIC JIOJOUKH, TTOMEIIAIN B
Mydenb MUKPOBOJHOBOM MEYH U MOJABEpraiu 00paboTKe >IEKTPOMArHUTHBIM IOJIEM YacTOTOMN
2450 MI'tt u momtocThiO 700 -1200 BT.
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Puc. 1 - Iluppaxrorpammsl popMupoBaHusi OKCHAA U KapOuaa BoJbdpama
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Pa3mep yacTull U MUKPOCTPYKTYpPY HOJYUYEHHBIX OOpPAa3IOB KCCIENOBAIM MPH MOMOIIU
CKaHUPYIOILEro MeKTpoHHOro Mmukpockona JEOL JSM 6390LA.

B pesynbrarte uccienoBaHuii ObUIO YCTAHOBJIEHO, YTO MPHU CYIIKE 00pa3IoB BOJb(ppamo-
BOM KHCJIOTHI B 3JIEKTPOMarHuTHOM 1oJie He Bbie 150°C npoucxoauT ee pa3pylieHue 10 Tuapa-
ta Bonmbppama WO3-H2O opropombOudeckoii cTpykrypsl (puc. 1 6). MUKpOCTpYKTypa 4acTHIl
MOJIYYEHHOTO KOMITO3HMTA TPEJICTABIIeHAa Ha 3JIEKTPOHHBIX MUKPOCHUMKaX (puc. 2 a, 6). Ha 006-
meM BuJe o0pasiia BUIHO YTO, KOMIIO3UT COCTOMT B OCHOBHOM M3 PBIXJIBIX arjioMepaToB pa3-
TugHOU GopMbl pazmepom MeHee 1 MxM. HabmrogaeTcss MHOKECTBEHHOE CpacTaHHUE arjioMEepaToB
MEXTy COOOM, rpaHuUIlbl CpacTaHUN HEpOBHbIE M3BMIKCThIE. COBCeM Apyrasi KapTHHA HaOI0aa-
eTcs mpu OoJiee IeTaTbHOM H3ydeHnHn obpasma (puc. 2 6), Ha KOTOPOM YETKO MPOCMATPUBAETCS,
YTO KOMIIO3UT MPEJCTaBIIsAET cOO0M TECHYIO CMECh ABYX BUIOB YACTHIl — MIAPOOOPA3HOM U IUIa-
CTUHYATOM (OPMBL. YUHUTHIBAS XUMHUYECKUNA COCTaB KOMIIO3UTA, MOKHO MPEIIOI0KUTh, YTO Yac-
THUIIBI I1ap000Opa3Hoi (HOPMBI IPHUHAJUICKAT CAXKe, a IUIACTUHYATON (POPMBI OTHOCSITCS K TUAPATY
BOJIb(PpaMa MOHOKITMHHOW MOIU(DHUKATIHH.

30kV X33,9Q3 “0.5pm 0000 10 22 SEI

Puc. 2 - DuexkTpoHHble n3o0pakenuss yactun kommno3uta - WO3-H,0/4C MoHOKIMHHOI
CTPYKTYPHI: (a) oomuii Bug x6000, (6) x33000. Caumku JEOL JSM 6390LA

Kak mokazanu onsITel pu Harpese o6pa3ios Boimie 300°C HaunHaeT popMUPOBATHCS OK-
CHUJI BOJb(paMa OpTOPOMOUIECKOH CTPYKTYpHI, a npu goctikeHnu 800-900°C u Beigepxke 35-
40 MuHYT TosTy4aeTcsi 0fHO(a3HBIN OKCU BOJbhpama opTropoMOnyeckoi Moaudukauu (puc. 1
¢). Bennuuna ynenpHOI MOBEPXHOCTH CHHTE3UPOBAHHBIX OKCHUIHBIX 00PA3I0B B 3aBUCUMOCTH OT
coJiepKaHus caxu Kojebiercs B tuana3one ot 20 1o 65 M/r ¢ pazmepoM uactur 50-200 HM ar-
JIOMEPUPOBAHHBIX B O0JI€€ KpyIIHbIE arjJoMepaTsl 40 | MKM.

Heo0xoauMo OTMETHTH BBICOKYIO CKOPOCTb TEpMOJIHM3a BOJIb(YPAMOBOM KHUCIOTHI U €€
THJIPATOB B AJIEKTPOMArHUTHOM IOJIE M MPAKTUYECKA BO BCEX CIydasX ¢ 0Opa3oBaHHMEM OJIHO-
(ha3HOr0 KOHEYHOr0 MPOIYKTa — OKCHJIA BOJIb()paMa MM CMECH OKCcHJa ¢ caxkeil. Bricokyto cko-
POCTh TOTYYECHUST OKCUIHOM (Pa3bl MOKHO OOBSICHATH TOJBKO CIIEIU(PUIHOCTHIO HAarpeBa MUKPO-
BOJIHOBOT'O TOJIS, B Pe3yjbTaTe KOTOPOTO MPOUCXOIUT OAHOBPEMEHHOE 00pa3oBaHHE OOJIbILEro
YUCIIa 3apOABIIICH OKCHIHOW (ha3bl o0 BCeMy 00beMy oOpasma. Takue 3apoAbIy 001aIaloT BbI-
COKOHM PEaKLMOHHOM CIIOCOOHOCTHIO, a2 UX PAaBHOMEPHOE paclpeseieHue B 3HAYUTEIbHON Mepe
cHEUMaeT nu(Gy3UOHHBIC 3aTPYTHEHHS B XOJI€ TEPMOJIH3a, YTO CYIIECTBEHHO COKpAIIAeT BPEMs
U CHIKAET TeMIIepaTypy MOJyYeHHUs OKCUIHON (ha3bl.

[TomyueHnble cMecH OKCHAA BOJb(ppamMa ¢ cakel HCIOIb30BAIN Il CHHTE3a yIbTPaIHC-
nepcHoro kapouna Bosbdpama. CUHTE3 MPOBOAWIM B My(eabHONH MUKPOBOJIHOBOH neun Amana
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RS511 npu temneparype 1000°C B Teuenue 15 mun. B pe3ynprare cuHTe3a ObUT MOJTYUYEH Kap-
O0un BoJb(pamMa reKcaroHajJbHOH CTPYKTypsl (puc.l 1) ¢ ynenbHOM MmoBEepXHOCTBIO 5-15 M2/
MuKkpocTpyKTypa U pa3Mep JacTuil KapOua Boibhpama IpUBEACHBI HA pHC. 3 a, 0.

15KV X25,000

Puc. 3 - Daexkrponnbie n3zodpaxenuss yactun WC (a) odommii Bug x11000, (6) %x25000.
Cuaumku JEOL JSM 6390LA

OOmuii Bua vactuil kapouma Bodb(pama IMOJA00CH 0OImEeMy BHIY YaCTHI[ HCXOIHOTO
KOMIIO3UTa, TOJBKO HAOJIIOJAeTCs POCT arjioMepaToB, KOTOPBIH CONPOBOXKIAETCS CHUKEHUEM
yIETbHON MOBEPXHOCTH 00pa3ioB. bonee aeranbHOe M3ydeHHe 0OpasloB KapOuaa Boibhpama
[I0Ka3aJlo, YTO arjJoMepaTbl B OCHOBHOM OKPYIJIOH (DOPMBI U COCTOAT M3 O0Jiee METKUX YacTHUI]
mrapooOpa3Hoi uin oBanbHON (Gopmel (puc. 3 6). YacTHIbl TUTACTHHYATON CTPYKTYPBI, KOTOPBIE
HaXOJWINCh B HICXOJJHOM KOMIIO3UTE, B 00pasliax kapouaa Boib(ppama He HAOIIOIAINCE.

Takum obpaszom, B pe3ynbTaTe MPOBEICHHBIX HCCICIOBAHUN YCTAaHOBJICHO, YTO CBEXKe-
OcaX</IeHHas BOJIb(paMoBasl KMCJIO0Ta U TUAPaThl BoJdbppama 00s1aaaoT 3¢ (HeKTUBHON crIOCOOHO-
CTBIO TOTJIOMIEHUS] MUKPOBOJIHOBOTO HM3JTyUEHHsI M HArpeBarOTCS J0 XapaKTEPHBIX MaKCHMallb-
HBIX Temrepatyp. Bo Bpemst Tepmoin3a NpoMCXOIUT yJalleHHe CBOOOJHON U KpUCTAJUIU3aLUOH-
HOU BOJBI ¢ 00pa3oBaHMEM OKCHIHBIX (pa3 Bosmb(dpama pasnuunbix Moaudukanuii. PopmMupoa-
HUe KapOuaa Bosib(pama, B 3aBUCUMOCTH OT KOJIMYECTBA YIIIEPOAa, UAET Yepe3 psiji COSTUHEHUI:

HoWO4/C+1-8 - WO3/C+1-8 > W — W3C ->W,C ->WC.

Hcnonp30Banne MHEPTHOM 00ABKH B BHIE CakH, MO3BOJSIET MOIydYaTh MOPOIIKOOOpa3-
HbIE KOMIIO3UTHI HA OCHOBE BOJIb()PAMOBOW KHUCJIOTHI WJIM OKCHJIA BOJb(paMa C YaCTHLIAMH Ha-
HOJMCIIEPHOTO pa3Mepa - TOTOBBIM MaTepuan (IpeKypcop) A CHHTe3a KapOuaa Bojibdpama.
BBenenne caku Ha CTQAMU OCAXJEHHS CIIOCOOCTBYET MOJIYUYCHHUIO OJHOPOIHBIX U OJHO(DA3HBIX
00pa3sIoB CpPEeJHEr0 IPaHyIOMETPHUECKOrO COCTaBa. B 3aBUCHMOCTH OT KOJIMYECTBA BBOJMMOM
YTIEPOIUCTON CaXXU MOXKHO TOJTydaTh OKCHJIHBIE MM KapOuaHble (a3bl Boib(pama pasiIndHbIX
Moau(duKanyid, a TakKe CHIDKaTh pasMep 4YacTUll, yBEIUYUBATH TEMIIEpaTypy CaMopas3orpena
00pa31oB U yAETbHYIO IOBEPXHOCTH MOIY4YaEMBbIX TOPOILIKOB.

JIupneKTpudecKuii HarpeB B MUKPOBOJIHOBOHM IE€YHM U OOBEMHOE TIOTJIONIEHUE SHEPTHH
o0pa3iaMu Mo3BOJIAET MOJIydaTh JUCIIEPCHBIE MOPOUIKOOOpa3Hble MaTepuaibl 0e3 CIeKaHus Ha-
PYHOUM TOBEPXHOCTH.

[IpennoxxeHHBIM CITOCOOOM MOKHO TOJIy4aTh OJHO(A3HBIE OKCHIIBI U KapOUabl BOJIb(ppa-
Ma WINA UX CMECHU C CAXKEN C BBICOKOW MMOBEPXHOCTHON AKTUBHOCTBIO.
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