XHUMHUS H TEXHOAOTHSI HEOPTAHUYECKHX MATEPHAAOB
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MOJYYEHUE HAHOPASMEPHBIX MEHTAOKCHIOB HUOBHUSI M TAHTAJIA
METOJAOM CBEPXKPUTHYECKOI'O ®JIIOUJHOTO AHTUCOJIbBEHTHOI'O
OCAKIEHUS
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Memodom ceepxKpumuueckozo haroudH020 AHMUCOTLBEHMHO020 (SAS) ocarOeHuUst NoNYUeHbL Ylb-
mpaoducnepcHoble u HaHopasmepHole okcuodst TT(65)-Nb,O, u T(y)-Ta,O, us memunamog Huobust u
manmana cocmasa M,(OMe), , (20e M — Nb,Ta) e kauwecmee npeouleCmeeHHUKO08.

Knrouessle cnoea: SAS-mexronoeus, CKO-muxpoHusayusl, neHmaorkcud Huobus, neHmaoxcuo
MaHmMana, IeKMpPoOXUMUUECKUT CUHME3, ATKOKCUO, Memuaam HUobus, memuaiam maHmana.

OBTAINING NANOSIZED NIOBIUM AND TANTALUM PENTOXIDES
BY USING SUPERCRITICAL ANTISOLVENT FLUID TECHNOLOGY

K.A. Smirnova®, V.V. Fomichev, D.V. Drobot, E.E. Nikishina

M.V. Lomonosov Moscow State University of Fine Chemical Technologies, Moscow,
119571 Russia
@Corresponding author e-mail: smirnova_xenia@mail.ru

Niobium and tantalum methylates with common formula M,(OMe),,, where M- Nb,Ta, have been
synthesized as precursors by electrochemical synthesis for obtaining niobium and tantalum
oxides. Ultradispersed and nanosized oxides TT (6)-Nb,O, and T (y)-Ta,O, were obtained by
supercritical fluid technology. The samples are characterized by different methods (chemical
analysis, DTA-DTG, XRD, IR-spectroscopy, grain size analysis). It is shown that under the
experimental conditions amorphous particles of niobium and tantalum pentoxides are formed,
which react to form the crystalline state at temperatures of 600°C and 750°C respectively.
Crystallization temperature of T(y)-Ta,O, obtained by SAS-technology significantly lower than
the crystallization temperature of the same tantalum pentoxide obtained by heterophasic method
(900°C). The particle size of the annealed tantalum pentoxide is in the range of nanosized
materials, particle size of the annealed niobium pentoxide qualifies them as ultradispersed.

Keywords: SAS-technology, supercritical fluid, niobium oxide, tantalum oxide, electrochemical

synthesis, alkoxide, niobium methylate, tantalum methylate.

BBenenue

Oxcuabl HUOOWS M TaHTaja 3aHUMAaroT 0co00€e Me-
CTO B XUMHH U TEXHOJIOTUM PEAKHX DJIEMEHTOB: OHH
SIBIISTFOTCSL OJIHOM W3 OCHOBHBIX TOBapHBIX (opM Ha
JTane nepepaboTKH MEePBHYHBIX KOHIIEHTPATOB M HC-
XOIHBIMH COCIIMHCHHUSMU B TEXHOJOTHSAX TMOTYYCHHS
(DYHKIMOHATBHBIX MaTEepPHAJIOB PA3IUYHOTO Ha3zHaye-
HUsA. VI3 TIEHTAOKCHJIOB HHOOMS M TaHTala MOIYyYaroT
BBICOKOUHCTBIN (heppOHHOOUH, HHUKEIb-HHOOUH, Me-
TaJUNTMYCeCKHEe HUOOWI M TaHTAJl, & TAKIKE WX KapOWIbl.
[TenTaokcua HUOOWS, Giaromapsi BBICOKOMY IMoOKa3are-
JIFO TIPEJIOMJICHUST U HU3KOMY ONTHYECKOMY IOTIIOIIE-
HHIO B BUAUMOMN oOmactu u B MK-1nana3one, HaXOIUT
MPUMEHEHUE B ONTHUKE. BBICOKOUHCTHIN Nb205 BBOIAT

B COCTaB ONTHYECKOrO CTEKIa (JIMH3bI OYKOB), B YaCTHO-
CTH, B KaueCTBE OJHOIO0 M3 KOMITOHEHTOB, 3aMCHSIFOIINX
okcuyt ceuHI@ [1]. TleHTaokcu TaHTana NMpUMEHSIETCS B
Karajimse, Kak ONTUYECKUN MaTepualt il IEeKTPOITFOMH-
HECIICHTHBIX JTUCIUICEB, & TAK)KE B aTOMHOMN TEXHHUKE — IPH
BapKe CTEKJIa, MOMIOIAroNnero ramma-usinydenue [2]. Tlo-
JIOKUTEITBHBIC PE3YJIBTAThI MOTYyYECHBI B HACTOSIIICE BPEMSI
Oraroziapsi MPUMEHEHHIO AEKTPETHBIX TUICHOK Ha OCHOBE
[IEHTAOKCH/IA TaHTaJla B TAaKUX OOJIACTAX MEIMIIMHEI, KaK
YEJIFOCTHO-JTMIIEBAsT XUPYPIHsi, CTOMATOJIOTHS, TPaBMATO-
norust u opronenus [3].

CylIeCTBYIOT pa3iMyHbIe CIIOCOOBI TIOMYYEHHUS IeH-
TAOKCHJIOB HHOOMS M TaHTaJIa: MPOKAJIUBAHUE THIPOKCH-
JoB mipu 600-1000°C, ruxponu3 neHTaxIo0puI0B HHOO-
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WSl ¥ TaHTaja, CKUTAaHNUE METaJUIOB, HU3IINX OKCHIIOB,
XJIOPUJIOB W/WiK KapOuaoB [4], oMHaKo B psifie Claydaes
MOJTyJaeMbIe OKCHABI HE YIOBJIETBOPSIOT TpeOOBaHU-
SIM, KOTOpBIE MIPEIBABISIOTCS K Marepuaiam, UCIOJb-
3yEMBIM B BBHIIIETIEPEUHUCICHHBIX 00IaCTsIX.

Texnonorust SAS (Supercritical AntiSolvent), wnu
CK®-1exHONOTHsI, OCHOBAaHHAs Ha CIIOCOOHOCTH CBEpX-
kputnyeckoro ¢uronzia nuokcuaa yriepona (CK-CO,)
BBICTYIIATh B POJIM OCATUTENS TOJSIPHBIX BEIIECTB U3
HETOJISIPHBIX PACTBOPUTENEH, UCTIONB3YeTCs KaK METO/
JUCTICPTHPOBAHMS [UIS TOTYIEHHSI MUKPO- 1 HAHO(OpM
BemiecTB. OO0s3aTeIbHBIM YCIOBUEM YCIICIIHOM peau-
3aI{ METOA SIBIISTIOTCS XOPOIIasi pPACTBOPUMOCTH pac-
TBOpUTEIIS BO (UItOHUJE U MPAKTUYECKH MOJHAs Hepac-
TBOPUMOCTb MUKpOHHU3Upyemoro Beutectsa B CK-CO,,
a Taoke B 00pasyroleiics B MpoLecce CMEeCH MOJISPHO-
ro pacteopurens u CK-CO, [35, 6]. TlpenmyimectBamu
CK®-TexHONOrnu SABJISIOTCS BO3MOXKHOCTH TOJTydYe-
HUS BellecTBa (Marepualia) CBOOOIHOTO OT PACTBOPH-
TeNsl, ¢ Y3KUM paclpeie]IeHHeM YacTHIl 110 pa3Mepam
[6] B «MATKHX» YCIIOBUAX, O€3 MCIOIH30BAHUS BBICO-
KHUX TeMIIEpaTyp U MEXaHH4ecKoro Bo3aeicTBus. OHa
UCTIONB3YeTCS ST MHUKPOHH3AIMH IITHPOKOTO KpyTa
(dapManeBTHYeCKUX CyOCTaHIMMU, /Ui MOIy4YeHUs Tpe-
MapaTtoB TIPOJOHTHPOBAHHOTO MEHCTBHSI, HAIpHMED,
JUINOCOMAJIbHBIX [7], OHAKO B TEXHOJOTHSX IMOJyYe-
HUSI HEOPTaHWUECKUX (PYHKIMOHANBGHBIX MAaTepHajioB
nmpuMeHeHne Metoga SAS cerofHs orpaHu4eHO: CTOUT
YIOMSIHYTh, HaIpuMep, padoTy [8] 1Mo moixy4eHuto mo-
POLIIKOB aleTaToB caMmapus, UTTPHs, KaK IPEeKypcopoB
CBEPXITPOBOIHUKOBBIX JICMEHTOB.

[To HamemMy MHEHUIO, UCTIOIb30BaHUE SAS-TexHO-
JIOTHH OTKPBIBACT IIMPOKHE MEPCIIEKTUBBI U BO3MOXK-
HOCTHU JJIsl TOJYYEHHUs MUKPO- ¥ HAHOYACTHI] OKCUIOB
MeTauioB. [Ipu 3TOM BEICOKHE TPeOOBAaHUS TPEIBSIB-
JSIOTCS K TPEKypcopaM OKCHIHBIX MaTrepuajoB U Me-
TOJaM X 00pabOTKH: YHCTOTA, CTA0MILHOCTh, TEXHO-
JIOTUYHOCTh TpoLecca MOJTY4YeHUS, PAaCTBOPUMOCTD B
OpPTaHMYECKUX PACTBOPUTEIIX, HU3KHE TEMIIEPaTyphI
TUTABJICHUS W MCTIApEeHUs, HU3Kasi TOKCUYHOCTh. [lepe-
YHCIICHHBIM TPEOOBaHUSM YHAOBICTBOPSIOT AJTKOKCHIBI
HUOOUS U TaHTaja, NOJIYYCHHBIE IEKTPOXUMHUECKUM
MmetonoM [9, 10]. CoiicTBa BRIOpAaHHOTO IMPEKypcopa
U MPaBWIBHO TOA0OpaHHAs METOJMKa ero o0padoTKU
MIO3BOJISICT YIIPABIATH COCTABOM M MHKPOCTPYKTYpPOH
KOHEYHOTO Marepuara.

[enp maHHON PaOOTBI COCTOUT B MOJIYYCHUU Me-
TOJIOM CBEPXKPUTHYECKOTO (DIIFOMTHOTO aHTHUCOJIbBEHT-
HOTO OCa&XJeHus ynbTpanucrepcasix (>100 uM) un
HaHOopa3MepHbIX (<100 HM) MEHTAOKCHAOB HUOOHS U
TaHTaJa, XapaKTEePHU3YIOIINXCS BHICOKOH (a3oBoi of1-
HOPOJHOCTBIO M YUCTOTOM.

3KCl'lep](IMeHTaJ'leaﬂ 4acTb

[Ipekypcopamu j1st TOTyYeHUs IEHTAOKCHIIOB HUO-
Oust 1 TaHTasa CIy)uM MeThiarel cocraBa M (OMe), ,
rie M —Nb, Ta, cuHTe3upoBaHHbIe, Kak orrcano B [11, 12],

AEKTPOXUMUIECKAM METOJIOM C FICTIONB30BAHAEM STUCHKH
0e3 paszneneHus aHOJHOTO M KaroIHOIO MPOCTPAaHCTB U
ANIEKTPOIOB: (-) KaToJl — IIaTuHa, (+) aHOI — HHOOMH WK
TAHTAJ B 3aBUCHMOCTHU OT CHHTE3UPYEMOTO aJIKOKCHIIA.

Jns monmy4ennbix npoaykros Ta (OMe), | HaiineHo,
% wmacc: 16.2 C, 3.95 H; Breruncneno, % macc: 17.9 C,
4.5 H; nna Nb,(OMe),  maiineno, % macc: 23.5 C, 6.6 H;
BBIUKCIICHO, % Macc: 24.2 C, 6.1 H. Kak BugHO, BO Bcex
CITydastX COZIEpYKaHWE YIepolaa W BOIOPOIA MEHBIIE
pacueTHOro 4TO, MO-BHIUMOMY, CBS3aHO C IPOTCKAHU-
€M IIpoIiecca TUAPONIN3a Ha CTaANHU MPOOOTIONTOTOBKH.

Ha craguu mosmydeHHss METHJIATOB HCIHOJIB30BAJIM
CIICYIOIINE MaTepuaibl M PEaKTHUBBL: METATNUCCKUES
IUIACTUHBI HUOOWS, TaHTala, IUIATUHBI, METaJUTMYCCKast
cTpykka Maraus (umcrora 99.9%), meranonm (Merck
KgaA, uncrora >99.5%, x.4.), BOIHBINA pacTBOp aMMHUaKa
(T'OCT 24145 — 80, o.c.u.), xymopua jutust (Merck KgaA,
4.). BerencrBre 4yBCTBUTEIBHOCTH METHIIATOB K BIIAre,
METaHOJ OCYIIali, cortacHo Metomuke [13], HarpeBanu-
€M C MeTaJUIMYECKOU CTpy kKol MarHusi. Koneunoe conep-
»kanaust Bozibl coctaBmiio MeHee 0.01%. Xmopun matws s
MIPOBEICHUSI ANIEKTPOJIM3A B CIIUPTOBBIX CpeiaX 00e3BOXKH-
BaJTU 110 METOJIMKE, OTMCaHHOM B padote [9]. ["a3000pa3-
upiii CO, umen yucrory 99.9% (F'OCT 8050-85).

[Noxydenre MopoIIKOB OKCHIOB HIOOHS M TAHTAIa
MeToAOM SAS MPOBOIWIN C MOMOIIBIO Ja00paTOpHOiA
cucteMbl jucnieprupoBanusi, monenb SAS-50 (Thar
Technologies, CIIIA), npuHUMIIHANBHAS CXeMa, KOTO-
poii mpuBeaeHa Ha puc. 1.

[lepen ombIToM B cyxoM OOKCe TOTOBHIIM PacTBOP
MeTWJIaTa HHOOWS (TaHTasla) 3aJaHHOM KOHIICHTpa-
uuu oobeMoM 30 MJI M MEPEHOCWIIM €ro B TepMEeTH-
3UPOBaHHYI0 KPYIIOAOHHYIO KonOy. [locme Toro, kak
TEeMIIepaTypa ¥ JaBICHUE B CHCTEME JOCTHUIAIH HYXK-
HOTO 3Ha4eHUus (Temrieparypa BHyTpu cuctembl 40°C,
temneparypa tepmocrara -3°C, nasnenue P=100 atm)
1 ammapar ObUT TOTOB K HCIIONB30BAHHIO, OIHOMOPII-
HEBBIM HACOCOM BBICOKOTO JABJICHHS, CHAOKCHHBIM
TTOJINMEPHON TTPOKIIAIKOW, TTOPIIMOHHO TEepEeKaINBaIH
pactBop U3 KoJiObI B peaktop. [1o ucreueHnn BpeMeHH
nporiecca B cocyne V1 Habmronanm oopasoBanue 6elno-
'O MMOPOIIKA IEHTAOKCH Ia HUOOUS W/WITH TaHTaJa.

Amnanus Ha conepkanne C, H BImonHsIM Ha TTpH-
6ope Heraeus CHN-O-RAPID. ConeprxaHnue MeTaioB
B QJIKOTOJISITAX HUOOWS M TaHTaja ONpPEIeIsUTN TPaBH-
MeTrpuyeckum metonom [14]. Auddepenunansao-rep-
mudeckuit anamus (JITA) [15] mpoBonwim Ha 1epruBaTo-
rpade Q-1500 D (F. Paulik, J. Paulik, L. Erdey; MOM,
Benrpus). Pentrenodasoseni anamms (PDA) ocy-
mecTBisuM Ha audpaxromerpe Shimadzu XDR 6000
(m3myuenne CuKo, BpameHue o0pasiia HempephIBHOES
(1 rpap/mun), nomarosbiii (mar 0.02°, skcro3uuus
10c) pexxnm B mHTEepBane yros 20 5-100°) [16]. Tlpu
uaeHtudukanuu a3 ucnoib3oBain kaprorexky ICDD
— JCPDS. UK-criekTpsl 00pa3lioB B BUIIE CYCIICH3UH B
Ba3eIMHOBOM Macjie Mexy ruiactiuaamu KBr peructpu-
poeamm Ha ipudope EQUINOX 55 Bruker Germany [17].
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Puc. 1. [IpuniunuansHas cxema ycranoBku SAS-50: HE1 — oxuraxkparomniuii Terioo0OMEHHHK HU3KOTO JIaBJICHUS;
CWBI — unpkynsuuonHblii repmoctar; P1 — nacoc Beicokoro gasnenus CO,; HE2 — anekTpudeckuil HarpeBaromumii
TermoooMeHHUK; P2 — Hacoc pacTBOpOB BbICOKOTO jaBieHust; S1 — koakcuanbHoe coruio; V1 — cocyn popmupoBanus

gactull; ABPR1 — aBromarnueckuii perynstop aasiaenus; CS1 — HUKIOHHBIN cenapaTop HU3KOTO JIaBJIEHUS;
MBPR1 — mexanuueckuit perynstop aasiaeHus; MV1 — MV4 — kpansl Beicokoro nasinenus; V1 — TS1 — tepmonapa
HarpeBaresibHO# pyOaiku cocyna V1; V1 — TS2 — Tepmonapa KOHTpoJIst BHYTpH cocyna V1;
CS1 — TS1 - Tepmomniapa HarpeBarenbpHOM pyoariku cenaparopa CS1.

Anamiz pasmepos vactuil nopoukos M,O;, tie M =Nb, Ta,
TIOZIBEPTHY ThIX TepMooOpadoTke mpu t=900°C, poBOmMIIH Ha
JIA3ePHOM aHAM3ATOPE IUCTICPCUH 1 Pa3MEPOB YACTHII CEPUM
LS 13320 ¢upmbt Beckman Coulter.

Pe3yabTarsl 1 HX 00CcysKAeHUE

C wucnonb3oBaHueM SAS-TEXHOJOTMH HAaMH I10-
Jy4YeHBI TIEHTAOKCHU/Ibl HUOOHS U TaHTala, BEPOSITHYIO
cXeMy 00pa30BaHUS KOTOPBIX MOXKHO TIPEICTABUTh CIe-
JYFOIITUM 00pa3zoM:

ek T=40 ¢ P=100arm

M 505 + S(CHy ) O

Cxema HocUT 000OIIEHHBII XapakTep U HE OTpa-
’KaeT cocTaBa MPOMEKYTOYHOW MapoBOi (ha3bl, KOTO-

pas n€pEMEHHa BO BpEMCHU.

Io naHHBIM XMMHUYECKOTO aHai3a, HaiineHo it Ta, O,
% macc: C4.49, H 1.69 u s Nb,O,, % mace: 248 C, 1.96 H.

Hamume yrepona v BOmopoza B TOMYYEHHBIX OKCH-
Jlax MOXKET ObITh 00YCIIOBIIEHO MIPUCYTCTBHEM B HUX HEKO-
TOpOro (HE3HAYMTEIILHOTO) KOIMUYECTBA HEPa3JIOKUBIIIC-
rocs npeKypcopa, 0o copOLueli MPOAYKTOB Peaklun U
napoB Bozbl. Takoli BBIBOZ MOATBEPKAAIOT U PE3YIIBTATH
MK-CrieKTpoCKOITMYEeCKOr0  MCCIISIOBAHUST  TTOTYYEeHHBIX
TIOPOIIKOB OKCHZIOB HMOOUWS 1 TaHTana. B MK-cnekrpax
OKCHJIOB HHOOMS M TaHTaJ1a HAOIFOIACTCSI MHOTO CXOMKHX
T0JIOC TIOTVIOIIEHHS, B YaCTHOCTH, TTOJIOCHI TipH 3343 cm!,
3392 em! cootBerctBytOT KoneOanusm OH-rpymm BOmbL.
Ioromenne B odmactu 1632 em!, 1630 ecm™ oOyciote-
HOME(OPMAIMOHHBIMU KOJICOAHUSIMH MOJICKYIT KOOP/THHA-

Ta6anuna 1. UaTepnperanus nojoc nomouienus B MK-cnekrpax

ITOJIYYCHHBIX IICHTAOKCHU/I0B HMOOMWS M TaHTaIa

Bonnosoe uncio, cm!

OTHeceHHe Mmooc TOMIOIICHUA

Ta,O, Nb,O;
3343 3392 Banentnsie kone6anus OH-rpymisr
BOJIbI, CBSI3aHHBIE BOJIOPOJHOM CBS3bIO
(DOH)
2930 2926-2853 BanentHbie konebanus casu C-H (v,
1632 1630 JedopmanmoHHbIe KoeOaHU MOJIEKYIT
BOJIBI (O,,,)
1456 1462 AcuMMeTpUYHBIE e OpMaIOHHBIC
xonebanus C-H(v, )
1160-1023 1123-1023 ACHMMETPUYHBIC TPYTIITUPOBKH
Nb (Ta)-O
882-638 637 BaneHTHbIe cCHMMETpUYHBIC KONeOaHHs
MocTHKOBBIX CBsizeit Nb(Ta)-O-Nb(Ta),
o0pasyrorrre «O0eCKOHEUHbIE [IETTH
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[IMOHHO-CBSI3aHHOW MK aJICOPOUPOBAHHOM BOJIBL.
HmMerores Takxke nosockl B oonactu 900-600 cm™,
XapaKTepHBIC TSl KUCIOPOIHBIX COCTUHEHNH (OKCHUIOB
U TUAPOKCHJOB) TOJIMMEPHON CTPYKTYpHI, 00pasyro-
mux «oeckoneunsliey» rend M—O... M.
B ta6in. 1 npeacrariieHbl BOJIHOBBIE YUCIIA U OTHE-
cenue mosioc noronieans B MK-crekrpax mopomnikos

TICHTAOKCH/IOB HUOOWS M TaHTaJa.

Hccnenoranue mporiecca TepMOIIH3a MOMyYeHHBIX T10-
POIIIKOB OKCHIOB HUOOWS 1 TaHTaJIa MPOBOVIIN B HHTEPBAIE
temrieparyp ot 20 1o 1000°C. B kauecTBe nprmMepa npeacTas-
JIeHa TEPMOTPABUTOT PaMMa OKCHTa TaHTana (puc. 2).

B 06oux cinyuasx Ha kpuBoit ITA nHabmromatoTcst
nBa 3 dekra — onuH dHA0TepMIueckuid (140-185°C —

JA

0 S N EHN AND PSN 3N SN AN S SN S L O

Puc. 2. Tepmorpasurorpamma okcuza Tanraia Ta O..

B cllyyae neHTaokcuaa tanrana u 240-295°C — B ciy-
Yyae TEHTAOKCHIAa HHOOWs), OTBEHYAIONIMH IpOLeccy
HCTIapEHUs] BOJBI U OPraHN4ecKoi (as3sl U3 MOPUCTON
CTPYKTYpPBI 00pasiia, ¥ OiuH 3K30TepMudeckuii (720°C
— B ciyvae Ta,0, u 560°C — B ciyuae Nb,O,), otHOCS-
Muiics epexoay U3 aMOp(QHOTO COCTOSIHUS B KPUCTAI-
JIMYECKOE.

Jnst naeHTHUKAIMY TTOIYYEeHHBIX MOANGHUKAINI
OKCHI0OB HHOOUSI 1 TaHTaJIa MPOBEICHO peHTreHodazo-
BOE HCCIIEOBAHNE MTOPOIIKOB OKCHIOB HHOOWS U TaH-
Taja Mocie TePMUIECKOil 00pabOTKH.

1T,
¥ o100 -

g0

[z 01]
[010]
B0 -

m

[12 11|

&0

§0
4n

30

20

| i

CornacHO peHTreHo(a30BOMY aHaU3y, BIUIOTh /10
TeMIeparyp KpUCTAIM3AMA 00pa3ibl MOJyUCHHBIX
OKCHJIOB OCTaBallUCh peHTreHoamopdubiMu. Mcxons
M3 TEPMOTPABUTOIPAMM MOPONIKOB OKCUIOB HUOOUS H
TaHTaJla, BBIOPAaHbI TEMIIEPaTyphl OT)KUTA MOPOIIKOB:
T=650°C u T=750°C nnug mneHTaoOKCUJa TaHTAala,
T=500°C u T=600°C — g nenraokcuga Huoous. Ox-
Hako PDA mokazan, yto npu Temneparype T=650°C
nist Ta O, v mpu temneparype T=500°C nis Nb,O, 006-
pasibl OCTABAIMCH PEHTIEHOAMOP(GHBIMHU, B TO BpeMs
KaK B OTOXOKEHHBIX 00pasuax mpu T=750°C nns neHra-

(11 13]

0 20 a0

1
160
N o

Puc. 3. ludpakrorpamma moporika MeHTA0KCH A TaHTAIa, TIOIBEPTHYTOTO
TepMuueckoil oopadotke npu T = 750°C.
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Puc. 4. Jludpaxrorpamma rnoporika rmeHTaoKcHu1a HIOOHsI, TIOIBEPTHYTOTO
Tepmudeckoil oopabdotke mpu T = 600°C.

Taoauna 2. YeIoBusi TEePMHYECKOTO OTXKUTA U KPHCTAILTOrpauIecKue XapakTepUCTHKN

IICHTAOKCHU 0B HUOOUS U TaHTaJIa

Tewmm. IIponyxr [TapameTpsl peleTku U3 KapTOTEKU
Oxcenp otkura, -1 pasnowkenns CuHroHus [MapameTpsl permeTkn ICDD-JCPDS
°C

a=143.99+0.12 A; a=43.997 A
Ta,O 750 15 T(y)-Ta,O, pombnueckas h=3.892+0.012 A; b=3.894 A
¢ =6.203£0.006 A c=6209 A

(Ne 79-1375)
Nb,O; 600 15 TT(5)- reKCaroHasbHast a=3.610+0.013 A; a=3.607 A
Nb,O, ¢ =3.927+0.004 A c=3925A

(Ne 28-0317)

okcuaa tantana u T=600°C aj1g neHTaoKcuaa HUOOUS
(dhopmupyeTcsi Kpuctayuimdeckas pemerka. Ha puc. 3,
4 nipecTaBiIeHbl TU(PAKTOrPAMMBI TIPOYKTOB TEPMH-
geckoi 00paboTKu. PeHTreHoha30BbIi aHaIN3 MPOTyK-
TOB TEPMUYECKOH 0OpabOTKH MOPOILIKOB MEHTAOKCHA
TaHTaJla CBUJICTEIBCTBYET O TOM, uTo pu T=750°C 06-
pasyercs T(y) monubukanus Ta,O,. Ilpu Tepmuyeckoit

00pabotke nenTaokcuna auobus npu T=600°C obpa-
syercs TT(8) momudukaums Nb,O.,.

B 1a6n. 2 nanel a3oBbIil cOCTaB, CHHTOHUH, 3HA-
YCHUSI TAPAMETPOB PEIICTOK ITOPOIIKOB MIEHTA0OKCHIOB
HUOOWSI W TaHTaja IMOCIEe TEPMHUYCCKOH OOPabOTKH.
Temmneparypa kpucrammsauy okcuza T(y)-Ta,O,, momy-
YEHHOTO METOIIOM CBEPKPHTHYECKOTO aHTHCOIBBEHTHOIO
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w

054
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Mesr: 0096 um
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05 T
0n3 ope ops ope Dor o 0m LAl
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Puc. 5. Pacnipenenenune yactui neHTaokcuaa Tantaina mo pasmepy (T

=750°C).
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Puc. 6. Pacipenenenue yacTuil o pasmepy okcuja Huoous (T

ocaxnenus, coctapiseT 750°C, 9To CyniecTBEHHO HUXKE,
4eM TeMIleparypa KpUCTALIH3aluy TO! jKe MO (pHKa-
MU TIEHTAOKCHJa TaHTasa, MOJIy4YeHHOTO TeTepodas-
HbIM MeTozoM (900°C) [18].

Nsmepenuss pa3MepoB 4YacTHIl TIOJIYYEHHBIX 00-
pa3LoB NOPOLIKOB OKCHJIOB HHMOOMS M TaHTaja Iocie
TEPMUYECKON 00pabOTKH MOKa3bIBAKOT (pUC. 5, 6), 4TO
npeobnanaoT yactuipsl ¢ pazmepamu 40-600 HM (co-
JeprkaHue HaHOpa3MepHoi (paxmmu —gactuirs! 10 100
HM — 61%) 17151 IeHTAOKCH/1a TaHTajla U YaCTULIBI C pa3-
Mepom 100-500 HM (conepkaHue YIBTPAAUCIICPCHOM
¢bpakuun 97%) s MeHTaoKCcuaa HHOOusI.

BriBoanl

1. DIEKTPOXUMUYECKAM METOIOM CHHTE3UPOBAHBI
U 0XapaKTepU30BaHbl METUIIATHl HUOOUS M TaHTaa CO-
craBa M (OMe), , rne M — Nb, Ta, ssnsromuecs npe-
Kypcopamu JUIsl TOJNyYeHHs MMEHTAOKCUIOB HUOOHS U
TaHTas1a 10 SAS—TeXHOIOruu.

2. C ucnosnb30BaHUEM TEXHOJIOTUU CBEPXKPUTU-
YEeCKOro (PIIOMIHOTO aHTHUCOIBBEHTHOTO OCaXKICHHS
(SAS) momyueHsl yapTpagMCHEpCHBIC U HaHOpa3Mep-
upie okcunpl TT(8)-Nb,O, n T(y)-Ta,0,. O6pasus oxa-
pakTepu30BaHbl KOMITJIEKCOM MeToioB (XA, JITA-JITT,
P®A, UK-criekTpockonuu, TpaHyIOMETPHH ).

3. [TokazaHo, 4TO B YCIOBHSIX dKCIIEPUMEHTa (op-
MUPYIOTCS aMOp(HBIE YaCTHIBI IEHTAOKCHAAa HUOOHS
U TaHTaJa, KOTOPBIC MEPEXOIAT B KPUCTAIUINIECKOE CO-
crosiaue nipu Temneparypax 600°C u 750°C, coorBeT-
CTBEHHO. Temmeparypa KpUCTAJUTH3AUN ICHTA0KCHIA
T(y)-Ta,O,, MONY4EHHOTO METONOM CBEPKPUTHUECKOTO
AHTHCOJILBEHTHOTO OCaXJICHHUS, CYIIECTBEHHO HHXKE,
4eM TeMIleparypa KpUCTAILIH3alui TO! jKe MO (pHKa-
IIMM TICHTAOKCHJa TaHTaja, IMOJyYeHHOTO rerepodas-
HbIM MeTozioM (900°C).

= 600°C).

OTHKHTa

4. Pa3mep dacTuIl OTOXOKEHHOTO IEHTAOKCHAA
TaHTajaa JIEKUT B IUANA30HE HAHOPA3MEPHBIX MaTepH-
aJI0B, pa3Mep YaCTHIl IIEHTAOKCHa HUOOHS TTO3BOJISIET
KBUTH(DUIIMPOBATH UX KaK yJABTPAIUCTICPCHBIE.

Paboma svinonnena npu Gunancosoil nodoepicke
PODU, cpanm Nel5-03-04436.
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