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IHOJYYEHUE HAHOPA3BMEPHBIX ITOPOHIKOB OKCUJIOB HUOBUSA U TAHTAJIA

[IpoBeneHsl HccaenoBaHUS IO CHHTE3y M3 PAacTBOPOB OKCHIOB HHMOOWS W TaHTana. OmpeneneHsl ycIOBUs, IM03-
BOJISIIOIIME MOJIydaTh MSTKHE, JeTKO (QMIbTPyeMble OCagKH THAPATHPOBAHHEIX OKCHIOB; YCTaHOBJICHBI TEMIIe-
paTypsl KpUCTAJUIM3aIHH COOTBETCTBYIOMHUX okcunoB. ITosydennsie Nb,Og u Ta,Og kpuctaminsyroTcs B HH3-
KoTeMIrepaTypHbIX d-¢popMax rekcaroHalbHOW CHHTOHHMH M COCTOST M3 HaHOPa3MEPHBIX YaCTHIl COOTBETCT-

BeaHo 20—30 u 10—20 um.

Okcuapl HUOOMS M TaHTaja MIMPOKO HCIOIb-
3YIOT Ui CO3AaHusl (PYHKIMOHAIBHON KEepaMHUKH C
[EHHBIMHU CETHETO-, MbE30-, MUPOITEKTPUICCKUMHU, OII-
tryeckuMu, CBU-pe30HAHCHBIMU XapaKTEPHUCTUKA-
Mmu [1—b5]. CBoiicTBa OKCHIHONW KEPAMHUKH BO MHO-
TOM OTPEACISIOTCS CTENEHbI0 arperanud, Gpopmoit
Y YUCTOTOM YaCTHUI[ HCXOJHOTO TMOPOIIKA: CHIIKCHUE
pa3Mepa J4acTUIl IPUBOJUT K 3aMETHOW WHTEHCU(U-
Kaluu Bcex MUQQY3UOHHBIX MPOIECCOB M PaBHO-
CHJILHO TOBBIIICHUIO JAaBIICHUs, JCHCTBYIOIIErO Ha
crekaemblit o6paser [6]. TTockonbKy mpemen mexa-
HHYECKOTO U3MENbYEHHs COCTaBiseT 0kojo 1 MM [7],
YCIIOBUEM CO3/IaHUS BBICOKOIUIOTHOM Oe3nedexTHOo
KepaMUKH SIBJISICTCS MCIOJB30BAHHE B KAYECTBE HC-
XOJIHBIX MEJKOIUCIEPCHBIX YacTull. OJHUM U3 Hau-
0oJjiee pacpoCTpaHEHHBIX METOJIOB CHHTE3a MEJKO-
JIICIICP CHBIX YACTHI] SIBJISICTCS OCa)JICHHE M3 PacT-
BOpOB. [Ipupoa MOPOIIKOB, MOJYYEHHBIX U3 PaCT-
BOPOB, B 3HAYHUTEIBHON CTEIICHU OMPEACIACTCS XH-
MHUYECKOM M TEPMHUYECKOW MPEIbICTOPHUEH OCaIKOB
u reneii [8, 9]. HemoctaTkoM TONydYeHHS THAPATH-
POBaHHBIX OKCHIOB HUOOWS M TaHTaja IMyTeM OCaxk-
JIeHUsl sBIIsieTCs reneodpaszHas popMa 0CaaKoB, KO-
TOpPBIC II0XO (PUIBTPYIOTCS U OTMBIBAIOTCS OT MPH-
Mecubix noHOB [10]. B TO ke Bpems ykasaHHBbIE B
JUTepaType HH3KME 3HaveHus ux pH ocaxmeHus
— 1.5 qna TayOgnH,O u 2.5 mas Nb,OginH 0
[11] mo3BOMAIOT M30aBUTHCSA OT OOJBINMHCTBA MOC-
TOPOHHHMX MOHOB, OCAXKIAIOMIUXCS MPHU O0Jiee BBICO-
kux 3Ha4yeHus pH. Ha kauecTBO KOHEYHOTO MPOAYK-
Ta, KOJIMYECTBO COPOMPOBAHHBIX MpuMeced U dddex-
TUBHOCTH UX YAAJICHHUS CYIECTBEHHO BJIHMSET pa3mep
gacruil [12]. TToatoMy 1e1b0 JaHHON pabOThl OBLIO
YCTAHOBJICHUE ONTUMAJBHBIX YCIOBHU OCAXKICHUS WU
TepMOOOpPabOTKH TUAPATHPOBAHHBIX OKCHIIOB HHO-
OWsl U TaHTaJa, MO3BOJIAIONINX TIOJYYHTh YUCTHIC BBI-
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COKOJIUCIIEPCHBIE MTOPOIIKH, M HUCCIAEI0BAHHE X MOP-
(OJIOTHUECKUX M CTPYKTYPHBIX OCOOEHHOCTEH.

T'uapaTtupoBaHHBIE OKCHBI HHOOWS W TaHTaja
OCaXIalll M3 COJMbBATHPOBAHHBIX B H30MPOTMAHOIIE
(x.u.) nenraxnopunos NbCls, TaCls (oc.4.) BogHbIM
pactBopoMm ammuaka (x.4.). [Ipu puKcHpoBaHHOM
pH o6pa3oBaHue rHAPATUPOBAHHBIX OKCHUIOB MOXK-
HO TIPEICTaBUTH YPaBHEHUEM:

MClg + BNH,OH ® M,OgxH,0 + 5NH,CI,

rie M — Nb, Ta

B peakTop npu NMOCTOSHHOM MeEpeMEIINBaHUU C
3aIaHHON CKOPOCTBIO TMOJAaBajid CIHUPTOBBINA pact-
BOp MEHTaxIopuaa HuoOus (TaHTana) U BOAHBIN pac-
TBOp ammuaka. Konrpous 3a BenuuuHoil pH cpensl
u pacxogom ocaautenst (NH4OH) ocymectsisiics wo-
HOMETPOM YHHBEpcalbHbIM OB-74 ¢ 6510kOM aBTO-
MaTtudeckoro Tutposanus bAT-15. Jlnsg npexynpex-
JIeHUs pa3orpeBa M MOJCPIKaHUS IMOCTOSIHHON TeM-
nepaTypbl peakIIMOHHOM CMECH peakTop OXJa)aaau
Ha BOJSHON OaHe.

Ocaxnenue TayOsnH,0O mposoaunu npu pH
12,15, 1.8, 21, 24, 2.7, 3.0, 3,5, 4.0. s ocaxje-
Huss Nb,OgdnH,O Obinu BeiOpanbl 3HaueHus pH
2.2, 25, 28, 31, 35, 40, 45. CeexeocaxIcHHbLIE
0CaJIK{ TIEPEHOCUIIN Ha CTEKJISIHHBIM MOPHUCTHIN (QUIBTD
u onpenensin kodbduuuent punprpaunn (Kgp) mo
dopmyne Hapcu [13]:

Ko = (QL)(SH),

rie Q — obwvem dQuabTpaTa (CM3), MPOIIEAIIETO
gepes cioii ocanka L (cM) ¢ miomans0 moBEpXHOCTH
S (cm®) npu paspeskenun H (cMm BojasHOTO CTO16a)
3a Bpemst T (c).

JIist OBBINIEHHS] JOCTOBEPHOCTH JAaHHBIX KO-
¢GUIMEHT GMIBTpAalMM KakI0il mapTuM ocajka pac-



CUUTHIBAIM KaK cpeaHee apudme-
THYECKOE Tpex u3Mepenuil. Ilpu or-
MBIBKE OCaJKa OT MPUMECHBIX HO-
HOB Ha HAYallbHOW CTaJUU UCIO-
Jb30BaJIM JTUCTUILIMPOBAHHYIO BO-
ny u3 pacuera 20 mii/r ocanka, 3a-
TEM OCaJOK JBAXbl PEMyJIbIUPO-
BAJIM C IPOMEXYTOUYHONH OTMBIBKOM
TeM ke pacxogoM Bojsl. Ilocme
BTOPO# pEemyNbHalud OKOHYATENb-
HO MPOMBIBAIU THAPATUPOBAHHBIC
OKCHIIbI HUOOWsSI U TaHTaja Ouauc-
TWIJIMPOBAHHOM BOJOM M3 pacue-
ta 20 Mit/r ocazaka. Jlnst manbHEH-
HIMX UCCIIeIOBaHUN 00pasiubl ocal-
KOB BBICYIIMBAIIA HA BO3IyXE MPH
340—350 K.

TepMmuueckuil aHaaus Ipoay-
KTOB OCaIEHUS IMPOBOIMIHN Ha YC-
taHoBke Q-1000 O/I-102 mpu cko-
pocru Harpesa 5 K/mun. B kauectBe
9TaJI0HAa UCHOJIb30BAIN OKCH]L aJto-
muHuA. UK-cnekTpsl moriomenus
B o6nactu 400—4000 cm™t obpas-
1I0B, 3aIIPECCOBAHHBIX B TAOJIETKH C
OpOMHIOM Kajus, 3aIUCHIBAJIN Ha
criektpomerpe SPECOR-1 M30 |.

Penrenodaszossiit ananus (POA)
MPOBOJMIIH C TOMOUIBIO PEHTI'€HO-
Bckoro audpakromerpa JJPOH-3M
(CoK  -uznyuenne; | = 0.178897 um).
IIpu pacmmdposke ¢pazoBoro co-
CTaBa WCIIOJIb30BaJIM 0a3y JaHHBIX
MexnyHapOIHOTO KOMHUTETa II0-
POMIKOBBIX IU(paknuOHHBIX cTaHaapToB (JCPDS).
Pa3mep yacTHIl MOPOINKOB HMCCIENOBAIN HA CKaHH-
pyrolieM 3NIeKTpOHHOM Mukpockone JCXA Super-
probe 733 (JEOL, Smouwus).

Puc. 1. 3aBucumocTH KOIPOHUINEHTOB (QHIBTPYEMOCTH
cBexkeocaxkiennbIx ocankos Nb,OxH,0 (1) u Ta,05%
nH,0 (2) or pH ocaxnenus.

pH 4.5

Puc. 2. ®ororpaduu BHICYIIeHHBIX Ha Bo3ayxe (7'=340—350K) ocankos
THIPAaTHPOBAHHBIX OKCHIOB HHOOUs (@) u Tamrama (6) (macmraé 2:1).

Kak Bugno u3 puc. 1, xapakrep 3aBUCHMOCTEH
Ko (PH g ca,) CBEXKETIONYUEHHBIX OCAJKOB TUIPATH-
POBaHHBIX OKCHIOB HHOOHWSI M TaHTaja CYI[ECTBEH-
Ho ormmyaercs. Jlns Nb,OgH O Bhicokue 3Haue-
HUsL QUIBTPAIMU OCaJKa OTMEYAIOTCS B Y3KOM M-
anazone pH ¢ makcumymom npu 2.8 (I(q)=0.9>§_0_5
cm/c). B 1o xe Bpems mia Ta,OghH,O Beicokue
ko3¢ unuentsr dunpTpanun ocagka (0.9—1.0407
cM/C) cOXpaHsITCS B IMHPOKOM auamasone pH
(1.5—3.0). Ha BennuuHy (UIbTpalUK OKAa3bIBAET
BIMsiHUE pAA HaKTOPOB — pa3Mep arperatoB M CO-
CTaBIIIOLINX €r0 YaCTHLL, IPOYHOCTb arperaTos, CTe-
neHb oOBoxHeHHOCTH ocanka [14]. Hamu 6buio
HPOBEJCHO BH3yaJbHOE CPaBHEHHE BO3MYIIHO-CYXHX
0CaJKOB THAPATHPOBAHHBIX OKCHIOB HHOOUS H
TaHTaja, MOJYYCHHBIX NpU pa3nuuHbix pH ocaxme-
aus (puc. 2). IIpu BBICOKHUX U TPH HU3KUX 3HAYCHH-
X pH ocakaeHus1 BBICYIICHHBIE OCAIKH MPEICTaB-
JSI0T IPOYHBIE CTEKI000pa3HbIC arperaThl ¢ KeITo-
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BaThIM OTTeHKOM. Hawmbolee paccelmyaTbie ¥ OTHO-
cUTENnbHO Mano o6BoaHeHHbIe ocaaku Nb,OgxmH 0
obpasytoTcs npu pH ocaxaenus 2.8, a ocaaku
Ta,O5H 0 — npu 3nauenusax pH 2.7. Takum 06-
pa3oM, HECMOTps Ha 3HAYMTEIHHO OoJiee HU3KHUE
3HaueHuss pH Hawama ocakaeHus THIPATHPOBAHHO-
ro OKCHJa TaHTaja Mo CPABHEHHIO C THUIPaTHPOBaH-
HBIM OKCHJIOM HHOOWS ONTHMAallbHbIC 3Ha4YeHUs pH
UX OCaXJCHUS MPAKTUYCCKU OJUHAKOBHI. [lo3TOMY
JUIs JTAJIbHEWIIero HCCIeN0BaHUs OCaJAKH BBICOKO-
JICTICPCHBIX OKCHJIOB HUOOWS W TaHTala ObUIM IMO-
aydens! npu pH ~ 2.7—2.8.

Puc. 3. Cnextpsr UK-normonieHuss ocakoB THIpPaTHPO-
BaHHBIX OKCUIOB HHOOUs (a) U TanTtana (6) mocie pa3iaud-
HBIX PEeXUMOB Tepmoobpaborku: 1 — 770; 2 — 640, 3 —
350; 4 — 640; 5 — 420; 6 — 390K.

Bce cuHTe3MpoBaHHBIE THAPATHPOBAHHBIC OK-
CHIIbI HUOOUS W TaHTaja B BO3JYIIHO-CYXOM COCTO-
sHuM peHTreHoamopduel. UK-cnekTpsl peHTreHo-
aMOp(HBIX MOPOIUIKOB OKCHIOB HHOOWS W TaHTala
IOpH Pa3INYHBIX TEMIIEpaTypax IPHUBEICHBI HA PHC.
3. lllupokass acHMMETpHUYHAs MOJIOCA IMOTJIOIICHHS
npu 3450—3150 oM u y3kas mojoca npu 1620—
1640 M YKa3bIBAIOT Ha MPUCYTCTBUE B OCAIIKAX KPH-
crauu3aiuonHoM Boasl [14]. C moBbIICHHEM TEM-
mepaTyphl COJIEpIKaHUE BOABI B 00pa3lax CHUKACT-
¢ u npaxrtudecku ucuesaer npu 670 K s NbyOgx
mH 50 u npu 770 K juis Ta(OH)s. ITonoca B o6nactu
1140—1100 cM ™! OTHOCHTCH K CBS3M METajT—KHC-
sopon [15]. TTonoca mornomenus npu 950—930 CM_l,
KOTOPYI0 MOXHO OTHECTH K JBOWHOM CBSI3U METaJUI—
kuciopo [15], HaMHOTO cuiIbHEE BBIpaKEHA B THJI-
paTUpOBaHHOM OKcCHE HUOOUS. DTOT (PaKT MOKHO
00BICHUTH O0Jiee BRICOKUM conepkannem OH-rpymn
B THIPOOKCHJE TAaHTaja W MEHBIIEH CKIOHHOCTHIO
THAPOKCOCOCIUHEHUI TaHTala K MPOIeccaM OKCO-
nsuu [10]. TTonoca moruomienus B o6iacru 600—
700 cM ~ OTHOCHMTCS K BaJIEHTHHEIM KOJ€OaHMSIM Iie-
neit Nb—O—Nb u Ta—0O—Ta [17].

UccrnenoBaHuio TEPMHUYECKOTO TOBEJCHUS THI-
patupoBaHHbIX OKCHI0B M,0xxH,O moceseno
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6oapimoe yuciao pabor [17—23]. HenocrostHCTBO
KOJIMYECTBa BOJBl M COCTaBa T'MAPATHPOBAHHBIX
OKCHJIOB HHOOWS M TaHTajla 0OYCIOBIMBAET pasiu-
4qre UX TEPMHUYECKHX MpeBpaiieHuii. [uapaTupoBaH-
HBIA OKCHJ TaHTajla 00e3BOKHMBAETCAd U KPUCTAJIIH-
3yeTcs NpH 3HAYMTENFHO 0oJiee BBICOKHMX TeMIlepa-
Typax, 4eM THAPAaTHPOBaHHBIH okcua Huobus. Kpo-
M€ TOTO, TeMIepaTyphl, OTBeYaromue 3K303(dex-
TaM KPHCTAJUIM3AIMU Ka)JIOTO U3 OKCHJOB, B 3aBU-
CHMOCTH OT METOjJa IOJY4YEeHHS HECKOJBKO OTJIIH-
gajores: ot 810 [19] no 900K [20] ans Nb,Og u ot
980 [21, 22] no 1000K [23] — mns Ta,Os. Cunte-
suposanHbie ocanku M,OxxH 0O xapakrepusyrorcs
HajnuneM sSHAod(dexta npu 380—400 K, cosmna-
JaI0IUM CO 3HAYMTENBHOW MoTepel Maccsl — yzaa-
neHneM ¢u3ndecku cBszaHHO# Bomsl (puc. 4). Tem-
nepaTypsl monHoro obespoxuBanus Nb,OgpmH O
cocrapsior 710, a Ta,OxhH,O — 870K, uro co-
rmacyercs ¢ maHHbIMH pabot [20, 21]. Psn cnabeix
sk303pdexToB B nuamaszone /00—880K na kpu-
Boit JITA ruapaTUpOBaHHOTO OKCHJIA TAHTAIA MOXKET
ObITh 00yCIOBIEH 00pa30BaHUEM HECKOJIBKUX aMop-
¢ueix ¢paz Ta,0g [21]. Kpucrammusauuu oKCHAOB
HUOOUS M TaHTaJla OTBEYAIOT AK303(PQEThl COOTBET-
crBernno npu 830 u 960 K.

CornacHo aHHBIM PEHTreHO(}ha30BOro aHaIu3a,
MOJIy4€HHBIE OCAJKH THIPAaTUPOBAHHBIX OKCHIOB

Puc. 4. Kpusbie JITA BBICYNICHHBIX Ha BO3JyXe OCAaJIKOB
TUAPATHPOBAHHBIX OKCHIOB HUOOUs (a) m TanTana (6).



Puc. 5. PenrtrenoBckue aupakTorpaMMbl THIPATHPO-
BaHHBIX OKCHIOB HHOOHUs (@) u TaHtana (6) mociae TepMo-
o6paborku: 1 — 830; 2 — 770; 3 — 530; 4 — 960;
5 — 920; 6 — 670K.

TaHTala ¥ HUOOWS OCTAalOTCsS PEHTI€HOaMOpP(QHBIMH
B LIMPOKOM TeMIepaTypHOM wHHTepBaie (puc. 5).
Kpucramnmmgeckuit okcun HHOOus obpasyercs mpu
temriepatypax Boime 800 K, a okcun Tantana xpuc-
taymusyercs Boimie 950 K. Otu mannsie Ha 30—50 K
HIDKE TeMIlepaTyp KPHUCTaUIM3alUi OKCHIOB HHO-
Ous ¥ TaHTaja, MOJYYEHHBIX MyTeM TOMOXHMHYEC-
kux peakiuii [22]. CuHTE3UPOBaHHBIE U3 PACTBOPOB
OKCHIpI HHOOHS W TaHTana sBisiiores d-hopmamu u
KPHUCTAJLTU3YIOTCS B TEKCATOHAJILHOW CHHTOHMY C T1a-
pamerpamu: a=0.3607 uMm, ¢=0.3935 uM It HHOOUS
u a=0.3624 um, ¢=0.3880 um st Tanrana [24].

JUts yMeHbIIeHNs] KOHIIEHTPAallud MOHOB XJlopa
B OCajJKe THAPATHPOBAHHBIX OKCHUIOB HHOOHS H
TaHTana Oblla OrpaHWYEHa CKOPOCTh OCAXKJICHUS H
MPOBOJMIIACH THIATENbHAS MPOMBIBKA 0CAJIKa MOHO-
U OUIUCTHIITUPOBAHHON BOJIOM.

ITpu cunrese M,Og u3 pacTBOpOB cO 3HaUUTE-
JBHBIMH OTKJIOHEHHSMH OT ONTHMAJBbHBIX MapaMer-
poB (6oJbIIast CKOPOCTh OCaXKACHHUS, BBICOKHE 3HAYE-
uus pH u Temmepatyp TepmMoo6paboTku) 06pasyoT-
cs TIPOYHBIE arperaTthl, KOTOpble TPEeOYIOT 3HAYM-
TETLHOTO MEXaHW4ecKoro pasmoJia. Pa3mep dacTui
Nb,Og B 3TOM ciysae moxer mocrurate 5600, a
Ta05 — 510 um [25]. IToxyueHHsle HaMu amopd-

e

Puc. 6. DnextpoHHBIE MHKpOdoOTOrpaduu M 3SIEKTPOHO-
rpaMMbl TOJYYEHHBIX H3 pPacTBOpoB amopdHbeX (a,2),
KpHCTAIIINYecKUX (6, 0) ¥ BBINYCKAEMBIX MPOMBIIIICH-
HBIX (6, €) okcunoB HUOOUS (a—6) u TaHTada (6—e).
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HbIC YaCTHIBI THIAPATHPOBAHHBIX OKcuaoB NbDy,Ogx
mMH,O u Ta,O5nH O mpexncrasustor coboi armo-
MepaThl, pa3Mepbl KOTOPBIX cocTaBisitoT okoyio 300
—500 u 200—300 HM COOTBETCTBEHHO, COCTOSAIINE
u3 Menpuaidimux dactuil He Oonee 5—10uM (puc.
6, a, 2). Pasnuune MeXIy KPUCTAIUIMICCKUM U PEHT-
reHOaMOP(HBIM COCTOSHUEM YacTO 00YyCIIOBIIEHO HE
CTPYKTYpO#i, & JHIIb CTEMEHBI0 MUCIHEPCHOCTH Yac-
tun [13]. DTo moaTBepkKAAETCS AaHHBIMH ICKTPO-
HoOrpaduu BEICYIIEHHBIX Ha BO3/yXe 00pa3noB ocai-
k0B Nb,OgmH,0 n Ta,OgnH,0: nudpakunonnas
KapTHHA M3 HECKOJIBKHX Pa3MBITBIX KOJICLl CBHC-
TENBCTBYET O HAJIMYHUU JaJbHEro Topsiaka. Takum 06-
pasoM, CTPYKTypa BO3AYIIHO-CyXHX T'HIPATHPOBAH-
HBIX okcuaoB MyOsxH,0 nmonobHa kpucramindec-
KOU CTPYKType HH3KOTEMIIEPATYPHBIX MOIU(HKaA-
uuid oxcuaos. [Ipu mepexoae "amopdubix” ruapa-
THPOBAHHBIX OKCHIOB B KPHCTAIJIMYECKOE COCTOS-
HUE arjioMepaThl pacnajaroTcsi Ha HaHOYACTHUIBI C
pasmepamn 20—40 (Nby,Og) u 10—20 um (Tay0s),
TOT/Ia KaK MPOMBIIUICHHBIC PEAKTHBBI OKCHI0B HHO-
O6us u Tanrama (oc.u.) mmeroT pasmepsr 200—400
u 200—300 um cooTBeTcTBeHHO (pHC. 6, 6, 8, 0, €).

PE3IOME. [IpoBeneHo mociiKeHHS 3 CHHTE3Y i3 PO3-
YUHIB OKCHJIB HIOOiI0 i TaHTamy. BusHaueHo ymMOBH, IO
JIO3BOJISIIOTH OTPUMYBATH M'SIKi OCajy TiApaTOBaHUX OK-
CHJIIB, IO JIETKO (PUIBTPYIOTHCS; BCTAHOBIEHO TEMIIEPATY-
pU KpucTamizalii BiqnoBigHuX okcumiB. Oxepixani NbZO5
i Ta,0Og kpucranizyloThcs y HHU3bKOTEMINepaTypHux d-
(dhopMax rekcaroHaidbHOI CHHTOHII W CKIIalatoThCs 3 HAHO-
po3mipHuX dactok BigmoBigHOo 20—30 i 10—20 aM™.

SUMMARY. The effect of precipitate conditions on
the properties of niobium and tantalum oxides was inves-
tigated, also were determined the conditions of prepa-
ring soft and easily filtrated precipitates and temperatu-
res of its crystallizing . Prepeared oxides of niobium and
tantalum crystallized in lowtemperature d-forms, and con-
sists of particles with sizes 20—30 nm accordingly.
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