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HccnenoBaHbl 0COOEHHOCTH TTOPUCTOM CTPYKTYPHI ITOPOIIKOB, MOJTYYEeHHBIX BoccTaHOBIeHNEM Nb,Os 1
Mg,Nb,Og napamu Maruusi B uHTepaie 540—680°C. CHuxeHue TeMIepaTypbl BOCCTAaHOBJICHMS 3aMeLIs -
eT T dYy3nOHHBIE TTPOLIECCHI, YTO IMO3BOJISIET MPENOTBPATUTH OTPYOJICHHUE TIEPBUYHOM CTPYKTYPHI BOCCTA-
HOBJICHHOI YaCTHUIIbI OKCUIA U TEM CaMbIM YBEJIUUYUTb 00bEM U IMTOBEPXHOCTD MOP IUAMETPOM MEHEE 5 HM.
Boccranosnenmnem Nb,Os ipu remmieparype 680°C noxyueH Moponiok HIOOMs C yaeabHOI TOBEPXHOCTHIO
83.4 M%/r. [1py manpHERIIeM CHIKEHUH TeMITepaTyphbl BOCCTAHOBICHUST pa3Mepbl IOP YMEHbIIAIOTCS Ha-
CTOJIBKO, YTO OOJIBIIIMHCTBO U3 HMX MTOJTHOCTBIO 3aITOJTHSIETCS] €CTECTBEHHBIM OKCHIOM Nb,Os 1 yaenpHast mo-
BEPXHOCTb yMeHbl1aeTcs. [1pu BocctanoBneHnn MgyNb,Og B 3THX YCIIOBUSIX pa3Mephl IOP TAKOBBI, YTO MOJTY-
YEHHBII TTOCTIe BBIEIAYMBAaHUS OKCUIIA MarHUsI TIOPOIIIOK, TTO CYIIECTBY, MPENCTABIsSIeT CO00M aMOpMHBIM

okcun Nb,Os.
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BBEJEHUWE

MeTtauindyeckuii HUOOUIA Onaromapsi psity YHU-
KaJIbHBIX XapaKTepUCTUK HaIllesI IMMPOKOe IIPUMEHe-
HUE B PAaKETOCTPOCHMHU, aBUALIMOHHOM M KOCMUYE-
CKOIl TEXHUKE, aTOMHOI SHEpPreTUKe, pagvoTEXHUKE,
anekTpoHuKe [1]. OCHOBHBIM CHOCOOOM ITOIYYEHMS
KOMITAaKTHOTO MeTaJjljla SBJSIETCS BOCCTAaHOBJICHUE
MMEHTAOKCHUIa HIOOWST ATIOMUHUEM WJIM CMECHIO aTto-
MUHHUS C KaJIbIIMEM C MOCJeAYIOIIEe 3JIeKTPOHHO-
JIy4eBOM ITNIAaBKOM 00pa30BaBIIErocs CIiaBa HUOOUS
c alroMuHueM [2, 3]. PazButue cnoco00B MoaydeHUs
HUOOUS B BUE ITOPOIIKA B OCHOBHOM CBSI3aHO C BO3-
MOXHOCTBIO CO3TaHUSI HUOOMEBBIX KOHIEHCATOPOB,
CITOCOOHBIX 3aMEHUTh B psifie TIPUMEHEHUN nedu-
LUTHBINA TaHTal [4—9]. Panee mist aTuX Leneil mc-
TOJTE30BaIN TIOPOIIKH C OCKOJIOUHOM (hOpMOI1 YaCTHII,
MOJIy4€HHbBIE Pa3MOJIOM TMIPUPOBAHHBIX CJIMTKOB HU-
00Ms1 BBICOKOM 4mcTOTHI [10]. AHOOBI KOHOEHCATO-
pPOB, M3rOTOBJIEHHBIC M3 TaKWUX IOPOIIKOB, OTJINYa-
JIUCh HEOONBIIUM YAETbHBIM 3apsiaoM. [TocTossHHas
TEHICHLIMS K MUHUATIOpU3aLINU PaIN03IeKTPOHHOMN
anmnapaTyphbl AejaeT aKTyaJlbHOI pa3paboTKy CIIOCO-
OOB TTOJIyYEeHUST MOPOIIKOB HUOOUS C YIEIbHOU Mo-
BEPXHOCTBIO, 00ECIIEUNBAIONICH YBEIMUEHUE 3apsiaa
KOHAeHcaTopoB. Ilopomiku ¢ yaeabHOI ITOBEPXHO-

ctbio 10—30 M2/T U3rOTOBJIEHBI ITyTEM BOCCTAHOBJIE-
HUS IIeHTaxXJIopuaa HUOOUSI BOTOPOIOM B IIa3MEH-
HOoM peakTope [11]. MenkogucnepCHBIN MOPOIIOK
HUOOUS C pa3MepoOM YacTUll MeHee 1 MKM ObLI MOJIy-
YeH 3JISKTPOXUMUIECKIIM METOIOM, IIpY KOTOPOM BOC-
CTaHOBJIEHI€ MOHOB HUOOMSI ITPOUCXOIUIO HETTOCPE/I -
CTBEHHO B 00beMe paciuiaBa [12]. 3HauuTeIbHOE KO-
YeCTBO pPabOT IIOCBSIIEHO TEXHOJOIMU HHOOMEBBIX
MOPOIIIKOB, IPUTOTHBIX JJIsI IPOM3BOACTBA KOHAEHCA-
TOPOB, BOCCTAaHOBJICHWEM TenTahTOpOHMOOATa Kalus
(K,NbF,) Hatpuem [13—17]. B pabote [13] npouecc
BeJIU B pacruiaBe, coaepxkaiiieM K,NbF; u conu pa3ba-
BUTENM (TaJIOT€HUIBI 11IEJTOYHBIX METAJIOB). YIe/IbHas
IMOBEPXHOCTh IOPOIIKOB, ITOJIyYSHHBIX IIPU MoAade
HaTpus Ha ITOBEPXHOCTh paciuiaBa, COAEpPXKaIlIero
K,NbF,, nocturana 1 m?/r. OHa yBeIu4uBanach 1o
3 M?/r, ecniu TBepabiii K,NbF,; 3arpyxaiu Ha moBepx-
HOCTb paciuiaBa Hatpus. B paborax [14—17] ucxon-
Hble TBepabie MaTepuaiibl — K,NbF;, conu pa3daBu-
TeJIM U HaTPUM — 3arpyxaju B peaKTOp MOCIOMHO.
HarpeB no TpeOyemoii TeMItepaTyphbl B B aTMO-
chepe aprona. 3aTeM pacIiuiaB BBIIEPKBAJIN B TeUe-
HUe 2 4 MpU MOCTOSIHHOM TlepeMellIMBaHuU. bbuin
MOIyYEHBI IIOPOILIKA HUOOMS C pa3MepaMU YacTUI] B
nHaTepBaiie 50—200 HM. Pa3Mmepsl yacTuil yBeImdmBa-
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BOCCTAHOBJIEHUE OKCUJIHBIX COEAUHEHWN HUOBUA

JIUCH C TIOBBIIIIEHMEM TeMIlepaTyphl Ipoliecca ot 720
10 820°C u ¢ yBemyeHueM n30bITKa HaTpus oT 0 mo
7 mac. %. HemocTtaTkoM MOJTy4eHHBIX IIOPOIITKOB OBLTO
3arpsi3HeHKe UX MPOAYKTaMU KOPPO3WH arrnapaTyphbl.

Topasno 6ojee MepcrneKTUBHO IS TIOJAYYEeHUSI T10-
POILLKOB HUOOMSI C OOJBIIION YIeabHONH MOBEPXHOCTHIO
BOCCTaHOBJIEHME €ro MeHTaokcuaa Nb,Os Kanabliiem
U, 0coOeHHO, MarHueM. ABTophI [ 18—20] uccienona-
JIU XapaKTEPUCTUKHU TMOPOIIKOB HUOOUS, MOTyYeH-
HBIX BOCCTAHOBJIEHUEM OKCHJOB HUOOUS KAJIbIIMEM.
IIpouecc Benu npu temieparype 880—950°C B pac-
miaBe CaCl,, B KOTOPOM PacTBOPSIIMCH KaK UCXOMHbIN
KaJIblIMi, Tak U oOpasylolluiicsd B Mpollecce BoccTa-
HosJieHust CaO. I1pu ncnonb30BaHUM B KAYECTBE Mpe-
kypcopa Nb,O5 v Nb(OH)s mosydyeHHbII MOPOIIOK
HUOOUS MPEACTABISAT COO0 CYOMUKPOHHBIE YaCTUIIbI
¢ KopasonogooHoit (coral-like) mopdosorueii [18,
19]. Ecnu mipekypcopoM CiyKuj HUOOAT KaslbLIMs
(Ca,Nb,0,), 06pazoBbIBATMCH B OCHOBHOM YaCTHUIIbI
¢ BetBUCTOI (branch) mopdonorueii [20].

ITockonbKy peakiimsi BOCCTaHOBJIEHUSI MEHTAOK-
cujia HUOOWSI MarHMeM COIPOBOXIAETCS BbIICIEHU -
eM OO0JIbIIOro KoJnvyecTBa Teruia (anradbaTudeckasi
temneparypa peakuuu 2385°C [21]), B3aumoneii-
CTBUE B CMECU KOMIIOHEHTOB MPOTEKAET B PEXUME
TeruioBoro B3phiBa [22]. [ToaToMy BoccTaHOBJIEHUE
OOBIYHO BEAyT MapamMu MarHusl (Kajblusl) MpU TeM-
nepatype 800—1000°C u pasauyHOM JaBJIEHUU
MHEPTHOTO Ta3a B peakTope, UTO MO3BOJISIET peTyiu-
poBaTh CKOPOCTh MOCTYILIEHUS TTApOB K MOBEPXHO-
ctu pearnpoBanus [23—31]. B psime padbot BoccTaHOB-
JIEHUE BeJI MPU HEOOJIbIIOM M30BITOUHOM JABJICHUU
MHEPTHOTO Tra3a (aproHa) B peakTope, UCMOJIb3ys B
KayecTBe MEePEeHOCUYMKa MTapoB Marius TOK UHEPT-
HOTI'0 ra3a, IoJaBaeMoro yepe3 COIJIo B HIDKHe Jya-
CTM peakTopa. B Takux ycJIOBUSIX MpU TemIieparype
BoccraHoBieHus 1000°C 11o1y4eH NopoIIOK HUOOMS C
VAEIBHON moBepxXHOCTHIO 20 M%/T [23]. MoXHO BecT
MpoliecC Y MpU AaBJICHUU UHEPTHOIO ra3a B PeakTope
HIWXKe aTMOC(HEPHOro, MCIIONb3Yys I YMEHBIIEHUS
MOTEPb MarHusi TepMETU3UPOBAHHBIN PEaAKIIMOHHbBIH
crakaH [30]. BoccranoBinenuem Nb,Os 1ipu Temiie-
patype 830°C 1 ocTaTOYHOM JIaBJIeHUU aproHa B pe-
akTope 10 xIla GBI moJIy4eH MOPOIIOK HHOOMS C
VIEJIbHOI MOBEPXHOCTBIO 32 M2/T. ABTOpHI [31] Hc-
cJieI0BaJId BJIMSIHUE TeMIepaTypbl BOCCTAHOBJIEHUS
Ha TpaHyJIOMETPpUYECKUil cocTaB TopoiikoB. IIpo-
1ecc Beu B TeyeHue 20 4 Mpu JaBJI€HUU B peakTope
110 xITa 6e3 mMcrmob30BaHUS TPAHCIIOPTUPYIOIIETO
TOKa aproHa. B aTux ycioBusIxX yBeJIM4eHUE TeMIIepa-
Typbl BoccTaHoBeHUs ¢ 800 1o 950°C npuBesio K po-
cty pa3mepa yactuil ¢ 200 1o 600 HM.

BnausiHue ynpyroctu mapoB MarHusi Ha xXapakTe-
PUCTUKHU TI0JTy4aeMOTO TTOPOIITKa HHOOUS ITOKa3aHO
B pa6orte [26]. [1py BOCCTaHOBJIEHUH CITELIMATBHO IO/~
TOTOBJIEHHBIX TMpPeccoBOK u3 cMmecu Nb,Os u ditoca
(CaCO;) aBTOpHI B KauecTBe MCTOYHMKA MMapoB Mg
UCITOJIb30Bau criaB Mg—Ag (50 mon. %), 9To 1o3-
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BOJIUJIO CHU3UTD YIIPYTOCTh MAPOB MarHus Mpu TeMrie-
parype 1000°C ¢ 55 no 8.9 kIla. Pazmepsl yacTull no-
pOILLIKAa HUOOUSI IIPU 3TOM YMEHBIIIUCH € 1 10 0.1 MM.

Taxk ke, Kak 1 TOPOILIKK TaHTajia [32], TopoIKkn
HUOOMUS, TTOJlydeHHbIE BOCCTAHOBJIEHUEM €TI0 OKCUI-
HBIX COeIMHEHUI IMapaMy MarHusl, XapaKTepU3YyIOT-
cs1 Me3oTIopucToi cTpykrypoii [33]. CnemoBaTelIbHO,
BOCCTaHOBJIECHHE MPOTEKAET MO TOMY K€ MEXaHU3MY
BO BCeM 00BEME YaCTUILILI OKCHIa C 00pa30BaHMEM TOH-
KOl MOJI0CYaTOM CTPYKTYpHI, TIPEACTaBICHHON mnepe-
MEKaIOIIMMMCS TUIACTUHYATBIMU YaCTULIAMU MeTalia
¥ oKcuaa mMarausi. B manpHeiieM cTpyKTypa orpyo-
nsgeTcsa B pe3yabpTare T @y3MOHHBIX ITPOIIECCOB
[34]. ITocue BhIIIEeIaYMBaHUSI OKCUOA MarHus YacTu-
Ia MeTajIa XapaKTepHu3yeTcsl TyOUaToil CTpyKTYpOI,
a BeJIMYMHA €€ TIOBEPXHOCTH, MO CYIIECTBY, paBHA MO-
BEpXHOCTU BHYTPEHHUX Nop. BoccTtaHoBIeHUEM HUO-
6ara Mg,Nb,O, ObL1H1 ITOTYyYEHBI MTOPOLIKY C YAETbHOM!

MMOBEPXHOCTHIO 10 150—170 M2/r U cpemHUM pasMme-
poM nop Ha ypoBHe 4.5 HM [30, 33]. I1pu aToM oT™ME-
4ajioCh, YTO C YBEIMYEHNEM BPEMEHU BOCCTAHOBJICHUS
yaesibHasI TIOBEPXHOCTh TTOPOIIKOB HUOOUST YMEHbIIIa-
eTcs B OOJIBIIICH CTEeNeHM, YeM TaHTaja, T.e. orpyoJe-
HUE CTPYKTYPhI IIPOTEKAET O0JIee MHTEHCUBHO [35].

Llenp HacTosIIEil pabOThl — MCCIEAOBAaHNUE BO3-
MOXHOCTH YBEJIMUCHUS YIEJIbHOMN MMOBEPXHOCTHU IO~
polKoB BoccTaHoBieHueM Nb,Os u Mg,Nb,Og npu
TeMIeparype, OJIM3KOM W HIKE TeMIIepaTyphbl ILIaB-
JIEHUsI MarHusl. B 9TUX yCIIOBUSIX CKOPOCTH ITOCTYI-
JICHMSI TapOB MarHus B 30HY peakKIInu U 1 Py3n0oH-
HbIE MPOLIECChI CBEIEHbI K MUHUMYMY. DTO ITO3BOJIUT
B 3HAUYUTENIbHON CTeleHU Wu30eXaTh OrpyOiecHUS
MEPBUYHON CTPYKTYPBl BOCCTAHOBJICHHBIX YaCTHIL
okcua.

SKCIIEPUMEHTAJIBHAA YACTb

PeakTopoMm 1151 BOCCTaHOBJIEHUSI CTY>KUJIa PETOp-
Ta U3 HepXKaBeIOIIeH CTaJIi BHYTPEHHUM IMAaMETPOM
100 MM ¢ py0aIIkoif BOOSHOTO OXJIaXKICHUS BaKyyM-
HOTO YIUIOTHEHMSI 1 KPBIIIKOI, UMEIOLIEH IaTpyoKu
IS BBOJA TEPMOMAPhI U TTOICOCANHEHMS K BAKyyM-
HOI1 cucteme. BHyTpu peTopThl yCTaHABIMBAIU peak-
LIMOHHBII CTaKaH C IIOTHO 3aKPbIBAIOIICICS KPbIIII-
KoOIi. B KpHIllIKe peaKIIMOHHOIO CTaKaHa MMEJIOCh OT-
BEpCTHE IJISI BBOAA YeXJIa TEPMONAphl C MUHUMAaJIbHBIM
3a30poM Mexkay HuMu. KoHTeitHep ¢ MarHueM Iome-
a1 Ha THO PEeaKIIMOHHOTO CTaKaHa, BEIIIIE HAa 5 MM
HaXOIWJICS KOHTEHEp ¢ BOCCTaHABJIMBAEMbIM MaTe-
puayiom. /111 U3MepeHust TeMIiepaTypbl UCIIOIb30Ba-
JI1 XpOoMeJlb-aIlOMEIEBYI0 TepMOIIapy, MOAKITIOUeH-
ay1o K mpuoopy TEPMOIAT-13K5. ITocne coopkm
pETOPTY-peakTOp YCTaHABJIMBAJIM B IIAXTHYIO IeYb
snekTpoconpotusiacHus CIIIOJI-1.1.16 MOIIHOCTBIO
2.5 xBT1, BakyymupoBaiu GOopBaKyyMHBIM HAaCOCOM
2HBP-5/IM u HarpeBanu go Ttemnepatypbl 200—
250°C mytsa OoJiee TTOIHOM Aera3aluy 3arpy3Ku 1 pabo-
yero oowbema. Ilociie merazanmm peTopTy 3aroTHSIIN
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aproHoM 1o masieHns 110 xI1a 1 pomoskamm Harpe-
BaTh 10 TpeOyeMoii Temreparypsl (540—680°C). 3aTem
peaKTop BaKyyMUPOBAJIU IIPU OTKPHLITOM OTBEPCTUU
KPBIIIKY PEaKIIMOHHOTO CTaKaHa, TepPMOIIapy OIyC-
KaJIi B peaKLMOHHBIM CTakKaH IO YPOBHS 3arpy3Ku
OKCHJIa U TIPOBOIVIIM BEIACPXKKY B TEUCHHE 3aJaHHOTO
BpPEMEHU IPpHU ITOCTOSTHHOM BaKyymupoBaHuu. [locite
3aBEepIIEHUS BBIACPXKKN PEaKTOP 3aII0HSIIM apTOHOM
M OXJIAKIAJIM O KOMHATHOI TeMnepatTypsbl. [lanee pe-
aKTOp BaKyyMHUPOBAJIM M JTO3MPOBAHHO 3aIIOIHSIIA
BO3IyXOM /10 aTMOC(hEpPHOro JaBjJIeHUS ISl maccuBa-
11K 0O0pa3oBaBIIerocs mopoiika Huooust. O6paboTKy
MPOIYKTOB peakUnu MpoBoauan 15%-HBIM pacTBO-
pom HNO; B TeueHue 1 4 nmpy MOCTOSTHHOM TepemMe-
murBaHuK. Orepalyio MOBTOPSUIM, 3aTeM ITOPOIIOK
HUOOUSI OTMBIBAJIM IUCTWIMPOBAHHOII BOIOI 1O
HEUTpaJIbHOM peaKliy pacTBOpa MU CYLIMJIM Ha BO3-
nyxe ipu 85°C.

B xadecTBe MCXOMHBIX MaTepraoB MCHOJb30-
BaJIM MEeHTAOKCcUJ HUOOUs Mapku B mpousBoacTBa
OAO “ConukaMCK1ii MarHAEBBIN 3aBoH”’, KOTOPHII
JIOTTOTHUTEJILHO TePMOOOpadaThIBAIM ITPU TEMIIepa-
type 1200—1300°C B TeueHue 2—3 4, MarHuii MeTai-
Jmueckuit Mapku Mr 95 ('OCT 804-93), a Takke HUO-
6at Mg,Nb,0y, CMUHTE3UPOBAHHBII CIIEKAHUEM MEHTA-
OKCHIa HUOOUSI CO CTEXMOMETPUIECKHM KOJTUUECTBOM
OKCHJIa MarHusl KBaTuUKauuy “4.4.a.” IIpyu TeMIie-
partype 1300°C [35]. Macca pa3oBoii 3arpy3ku Nb,Os
cocrasisiia 3 r, Mg,Nb,Oy — 4 1, TONMHa ciiost — 7
1 4 MM COOTBETCTBEHHO.

BenuuuHy ynenbHOM MOBEPXHOCTU MTOPOILIKOB U3-
Mepsiid  afCOPOLIMOHHBIM CTaTUYECKUM METOI0M
B3OT, a mapamerpsl nmopucrtoct — mMeromoM BJH Ha
npuodope Micromeritics TriStar IT 3020. Tepmuueckmit
aHau3 BbInoHsIu Ha mpubope NETZSCH STA 409
PC Luxx: ckopoctb Harpesa 10°C/MuH, atMochepa —
Bo3ayXx, pacxon 100 My1/MUH.

PE3VJIBTATBI U OBCYXIEHHUE

Jig BoccranosieHus 3 T Nb,Os nimm 4 r Mg,Nb,O,
IO CTEXMOMETPHU TpeOyeTCs] COOTBETCTBEHHO 1.7 M
1.13 r maraug. PaccuntanHas 1o yMeHBIICHUIO Mac-
Chbl MarHusl B X0Ji¢ 9KCIIEPUMEHTOB CKOPOCTb €ro 1UC-
napeHust npu Temneparypax 680 u 550°C cocraBuia
okoJi0 0.1 1 0.03 r/MUH COOTBETCTBEHHO. YIIPYTOCTh
MMapoB MarHusl Tpu 3TUX TeMIlepaTypax OTJIMYaeTCs B
15 pa3 (4.5u1 0.3 Topp). OTHOCUTEIHLHO HEOOIbIIIAS pa3-
HUIIA B CKOPOCTSIX UCITapeHUs1 OOBSCHSETCS TeM, YTO
BOCCTaHOBJICHME BeJIM B 3aMKHYTOM O00ObeMe, a yJIeTy-
YBaHME MarHUs Yepe3 HETDIOTHOCTH MEXITY KPBITITKOM
1 peaKIIMOHHBIM CTAaKaHOM OBLITO He3HAYUTETbHBIM.

3aBUCUMOCTD yIOETbHOM MOBEPXHOCTH ITOPOIIKOB
HUOOUS OT TEMIIEPATYPhbl BOCCTAHOBJIEHUS TIPUBE/IE-
Ha Ha puc. 1. CHIXKeHUE TeMIepaTyphbl BOCCTAHOBJIC-
HUA TeHTaokcuma Huooust ¢ 830 go 680°C, kak u
OXXMaJI0Ch, IIPUBEJIO K YBEJIUYEHUIO YIEIbHOM IO~
BEPXHOCTH NOpo1IKa 10 83.4 M?/T. D10 B 2 pa3a 60J1b-
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OPJIOB, KUCEJIEB

IIIe YAeJIbHONI IMMOBEPXHOCTU MOPOIIKA, TOTYYEHHOTO
B ONTHUMAaJIbHOM BBICOKOTEMIIEPATYPHOM pPEXUME —
830°C, octatrouHoe gaBiaeHue aprona 10 kIla [30].
INpyn ganbHENIIeM CHMDKEHUM TeMIIepaTyphbl YACIb-
Hasl IOBEPXHOCTh MMOPOIIKOB YMeHbIIaeTcs (puc. 1a).
V IOpOIIKOB, ITOJIy4EHHBIX BOCCTAHOBJIEHMEM HUO-
6ara MarHusl, yXXe Ipu TeMIlepaType BOCCTAHOBJIC-
Hust 680°C yaeabHas ITOBEPXHOCTD B 2 pa3a MEHBIIIE,
yeM Y ITOPOIIKOB, MOJYYEeHHBIX BOCCTAHOBJIICHUEM B
ONITUMAJILHOM BBICOKOTEMITEpPAaTypHOM pexkmme [33,
35]. IIpn manpHeiIeM CHUKEHUM TeMIIepaTyphbl BOC-
CTaHOBJICHUSI YMEHbIIIEHIE OBEPXHOCTH OBbLIO eIlle
6oJiee 3HaunTenbHBIM. [Ipu Temneparype 870°C ee
BEJMYMHA COCTABJILIA Bcero okoo 20 M2/t (puc. 16).
DTa 0COOEHHOCTh M3MEHEHMS yIEIbHOI MOBEPXHO-
CTH TTIOPOIIKOB HUOOMSI B UCCIIEIOBAHHOM MHTEpBaJje
TeMIIepaTyp, MbI ITOJIaracM, OIPEICIsIeTCS IBYMS Ofl-
HOBPEMEHHO IEeUCTBYIOIINMU (haKTOpaMU: yMEHbIIIE -
HUEM pa3Mmepa Mop, o0pa3ylolIuxcs Mocje BhIle-
JIAYMBaAHMS TIPOCIIOEK OKCUIA MArHUsl, KaK CJICICTBUE
COXpaHEeHHUsT 0ojiee TOHKOM IOJIOCYATOM CTPYKTYPHI
BOCCTaHOBJICHHOI1 YaCTHUIIbI C TTIOHXKEHEM TeMIlepa-
TYpbI; 00pa3oBaHKEM Ha ITOBEPXHOCTH METAJUTMUECKUX
YacTUIL HUOOWS TICHKM €CTECTBEHHOIo aMop(HOIo
okcuga Nb,Os, ToJIIMHA KOTOPOIl Ha KOMITAKTHOM
MeTaJjijie OKoJIo 2 HM [36].

VYaenpHast ITOBEPXHOCTH MOPOIIKOB B CIydae BOC-
cTaHoByIeHUs Ipu TeMmieparype 830°C, ocTaToO4HOM
JaBJIeHUM aproHa B peakTtope 5 klla u ucmnoabp3oBa-
HUU B KauecTBe npekypcopa Mg,Nb,0, B 5 pa3 mnpe-
BBIIIIaJIa TIOBEPXHOCTD IIOPOIIKOB, ITOJIyYeHHBIX BOC-
craHoBieHrueM Nb,Os, 3a cueT yBeJIuYeHus1 o0l1ero
obbema mop B 1.5 pasa u mpeoOGiaagaHUs Me30I10p
nuameTpoM MeHee 5 HM [33]. CHIXKeHUE TeMIlepary-
PBI TIPUBOIUT K YMEHBIICHUIO KOHIIEHTPALUM aTO-
MOB MarHus B mapax, a Takxke 3aMmemiseT udy3u-
OHHEIEe npo1ecchl. O0a 3TUX (haKTOpa IMO3BOJISIIOT CO-
XpaHUTh IMEPBUYHYIO CTPYKTYPY BOCCTaHOBJISHHBIX
YacTUI OKCUJIHOTO coeauHeHUs1. B pe3ynbTare mon-
KeH HaOJII0JaThCsl pOCT YACIbHON MOBEPXHOCTH MO~
JIydaeMBbIX IIOPOIIKOB HUOOMS, YTO U IIPOMU3OIILI0 B
cliyyae CHUXXEHUSI TeMIlepaTypbl BOCCTAHOBICHMUS
Nb,O; ¢ 830 o 680°C. OgHako HanbHEHIIIee CHIKE -
HUE TeMIepaTypbl IPUBEIO0 K YMEHBIICHUIO YIeIb-
HOI1 TOBEPXHOCTH, OCOOEHHO 3HAYUTEJBHOMY Y MO-
POIIKOB, ITOJY4eHHBIX BOCCTAHOBJIEHEM HIOOAaTa
Mg,Nb,Oq (puc. 1). Yxe npu Temneparype 680°C
yAeJibHasi TTOBEPXHOCTh MOPOIIKA, MOJTyYEHHOIO BOC-
CTaHOBJICHHEM 3TOIO IIpeKypcopa, B 2 pa3a MCHBLIIIE,
yeMm npu 830°C [33]. O mpuumnHax, BbI3BABIIMX 3TO,
MOXHO CYIUTh MO NAaHHBIM 00 M3MEHEHUHU MOPUCTOM
CTPYKTYPBI IIOPOIIKOB, KOTOPhIE IIPUBEICHEI B TA0. 1.

AHaJu3 NprBeIeHHBIX B Ta0J1. 1 JTaHHBIX MOKAa3bIBa-
€T, 4YTO POCT MOBEPXHOCTU ITOPOIIKA, ITOJy4eHHOTO
BoccTaHoBJieHMeM Nb,Os npu temnepatype 680°C,
00YC/IOBJIEH yBeIMUEeHUEM 00beMa ITop MouTH B 1.5 pa-
3a U YMEHBIICHUEM MX CPeIHEero pasmepa B 2 pasa.
VYMeHbIlIeHNE yIenbHOM MOBEPXHOCTH NP JATbHEH -
Ne 12

TOM 58 2022



BOCCTAHOBJIEHUE OKCUJIHBIX COEAUHEHWN HUOBUA

S, M%/r (a)
90

70
60 |-
50
40 -
30 -
20 |
10 -

680
t,°C

530 580 630

1315

S, M2/t (0)
80

70
60 |-
50 |
40 -
30 -
20 -
10

580 600

680
t,°C

0 1 1 1
560 620 640 660

Puc. 1. 3aBucuMocCTH ynenbHOM MOBEPXHOCTY MOPOLIKOB, MOJMYYEHHBIX BoccTaHOBNeHneM Nb,Os (a) m1 MgyNb,Og (6), or

TeMrepaTypbl BOCCTAHOBJICHUSI.

11IeM CHUXXKEHWU Y TEMIIEpaTypbl BOCCTAHOBJICHUS CBSI-
3aHO C yMeHbllIeHueM oobema nop. IlocnenHee otua-
CTU KOMIIEHCUPYETCS YBEJIMUECHUEM O IOp MEHEe
5 HM. I3MeHeHuUs1 B TOPUCTOI CTPYKTYpPE MOPOIIKOB
CKa3bIBalOTCS Ha BUJIE UB0TEPM COPOLIUU.

M30TepMbl ancopOoLru—aecopOuuu U pacaopene-
JISHWE TIOp TI0 pa3MepaM B ITOPOIITKAX HUOOHUS, TTOJTy-
YEeHHBIX BOocCTaHOBJIeHHEM Nb,Os5 npu Temmeparype
680 1 540°C, mpuBeneHsl Ha puc. 2. Yro KacaeTcst mo-
POLIKOB, MOJTYYEHHBIX BoccTaHOBIeHUEM Mg,Nb,Oy,
TO YMEHBIIEHUE YICITBHOMN TTOBEPXHOCTH TIPU CHILKE-
HUU TeMITepaTypbl BocctaHoBIeHUs ¢ 830 mo 680°C B
2 pa3a 0OOyCJIOBJIEHO YMEHBIIEHHMEM OObeMa IIOp B
4 paza. [1pn ganpHeIIeM ITOHMKEHUT TEMTIEPATyPhI
BOCCTAHOBJICHUSI, B OTJIMYME OT BOCCTAHOBJICHMS

Nb,Os, 001IMii 00BEM TTOP U3MEHUJICH HE3HAYUTEIb-
HO, HO PE3KO CHU3WJIACh JI0JIs TIOp ¢ pa3MepaMu Me-
Hee 5 HM. B pesynbrare HabmomaeTcss 0ojee 3HAYM-
TeJIbHOE YMEHbIIIEHE [TOBEPXHOCTH.

Hao6ntonaromascsa “anoManus’ B U3BMEHEHUM ITO-
PUCTOI CTPYKTYPbI OOBSICHSIETCS IEICTBEM BTOPOTO
dakropa. Ilpu BeIIIeTaYMBAaHNN OKCHIA MarHUsI Ha
MOBEPXHOCTH YacTUIl HMOOMs oOpa3yeTcs IUICHKA
€CTECTBEHHOIO OKCHAa, KOTOpas YMEHBIIAeT, a IIpUu
0C000 MaJIbIX pa3Mepax U MOJTHOCTHIO 3aIIOJTHSIET 00b-
eM 00pa30BaBIIMXCS TTOP. DTO MMOATBEPXKIAECTCS pe-
3yJbTaTaM1 TepMHUYECKOTo aHam3a. Ha puc. 3 npuBe-
nenbl kpusble TT 1 JICK, monyd4eHHEBIE IpY HarpeBe Ha
BO3JyX€ MMOPOIIKOB — MPOJAYKTOB BOCCTAHOBJICHUS

TaGmua 1. YaenbHasi TOBEPXHOCTb ¥ TIOPUCTAst CTPYKTYpa MOPOLIKOB, MOJyYeHHBIX BoccTaHOBIeHNEM Nb,Os 1 Mg,Nb,Oy

O0BeM 1op
[pekypcop t,°C S, M2/T Dy, HM V) v,
V, eM3/T
cM?/r % cM/r %
830 [33] 32 15.1 0.115 - - - -
680 83.4 7.09 0.153 0.077 51 0.036 23
Nb,Os5 640 64.3 8.54 0.130 0.079 61 0.022 17
570 53.1 6.72 0.088 0.039 44 0.021 24
540 41.5 4.31 0.041 0.008 20 0.023 56
830 [33] 150 4.5 0.173 — — — —
680 76 3.43 0.044 0.007 17 0.031 71
Mg,Nb,Oq
600 41.3 6.39 0.062 0.027 44 0.019 31
570 18 6.96 0.032 0.017 53 0.009 28

Ipyrmedanue: f — TeMIiepaTypa BOCCTAaHOBICHUST, D, — CpenHUii IMameTp rop, ¥y — o6sem mop ¢ D > 10 M, V, — o6beM 1op ¢ D < 5 HM.
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Puc. 2. 3oTepMBbl ancopoumm—aecopoiiuu (a, 6) 1 pacnpeaesieHue Imop o pasMepam (B, T') B TIOPOIIKAaX HUOOUSI, ITOJIydeHHBIX
BoccraHoBieHueM Nb,O5 nipu remnepatype 680 (a, B) u 540°C (6, r).

Nb,O5 u Mg,Nb,O, ripu temmeparype 680°C (ymeb-
Hasi IOBEPXHOCTH 87 U 64 M?/T COOTBETCTBEHHO).

VYMeHbllIeHre MacChl Ha TIEpBOM 3Talle Harpesa,
HabJogaBlieecs 1o Temiiepatypsbl 180°C y mopoiika,
MOJy4eHHOro BocctaHoBiieHueM Nb,Os (puc. 3a), cBs-
3aHO C yIaJieHneM coponpoBaHHoif Biaru. Ha TT-xpn-
BOI1 TIOpOIIIKa HUOOWUSI, TTOJy4eHHOTO BOCCTaHOBJIE-
HueM Huobata (puc. 30), 3TOT IPOLIECC MPOIOKACTCS
o TemiiepaTypbl okosio 280°C. JdanbHeiiias moreps
Macchl, CKOpee BCero, 00ycJIOBIeHa yIaJleHUeM BOIO-
pona, obpa30oBaBIIETOCS IPU BHIIEIAYMBAHUU IIPO-
IYKTOB peaKIMM M IOIIOIMIEHHOIO HMOOMEM. DTUM
MOTEePsIM MacChl COOTBETCTBYIOT SHAOIMKU Ha KpU-
Boix JICK mpu 111.5 u 340.6°C. Ilpu 3TOM npupoct
MAaccChl, CBSI3aHHBIM C OKHMCJICHHEM METaJUIMYECKOM
YacTU MOPOIIKa, MpaKTUYECKU He HabJrogacTcs.
Bo3MOXHO, mpo1ieccy OKHUCICHUSI COOTBETCTBYET He-
oosenIoi n3noM Ha TI-KpuBoif, COOTBETCTBYIOIINIA
9K30IUKY IpU TeMieparype 248.9°C.

OxucneHue IIopoiika, InoJJy4eHHOIro BOCCTaHOB-

JIEHreM ITIeHTaoKcuaa (puc. 3a), HaYnMHaeTcsI IIpu 00-
Jlee HU3KOM Temmeparype. Cyms Mo HAIWIWIO IBYX

HEOPTAHUYECKUWE MATEPUAJIbL

5Kk301HuKOB (206.4 1 276.5°C) oKUCIEHNE IPOUCXO-
IO B ABa Tamna. BeposTHO, mepBoHAYaIbHO OKHC-
JICHUIO TTIOIBEprajlach 9acThb ITOPOIITKa ¢ 60Jiee KpyII-
HBIMU TIOpaMHM, a 3aTeM YXKe C pa3MepaMHu Iop, 3a-
TPYAHSIIOIIUMU JTOCTYIT KHMCJIOPOIa K IMOBEPXHOCTHU
yacTHIl HHOOMs. PaccunTanHoe 1Mo M3MEeHEHUIO Mac-
ChI 00pa3IIOB comepKaHUe B TIOPOIIKAX METALTUIECKO-
ro Huobust (Cy;), nosepxHocTHOro okcuaa (Cy.,n) 4
kuciopopaa (Cp) B 3aBUCUMOCTU OT TeMIepaTyphl
BOCCTaHOBJICHUS TTPUBEACHO B Ta0I. 2.

DTU JaHHbIE OATBEPXKIAIOT, YTO IIPUIUHONA YMEHb-
IIeHWsI YASIbHOI ITOBEPXHOCTH MOPOIIKOB HUOOWSI,
BOCCTAHOBJICHHBIX B pACCMOTPEHHOM MHTEpBaJIe TEM-
neparyp, SIBJISICTCSI U3MEHEHNE MEPBUYHOM TOPUCTOM
CTPYKTYPBI BOCCTAaHOBJICHHBIX YaCTUIL B pPe3yIbTaTe
3aIloJIHEHUsI 00pa30BaBIIMXCS IIOP €CTECTBEHHBIM
okcunoM Nb,Os. B paccMaTpruBaeMbIX YCIOBUSIX pa3-
MepbI YaCTUL HIOOUS 1 TIOP TAKOBBI, YTO Y ITOPOILIKOB,
MOJYYEHHBIX BoccTaHOoBIeHMEM Mg Nb,Oy, npakTu-
YeCKH BCs Macca MeTajljla U3pacxooBaHa Ha 06pa3o-
BaHME €CTECTBEHHOIO OKCHUIA, a IIOIaBJISIONIee KO-
JIMYECTBO MOP 3aIl0JHEHO 3TUM okKcuaoMm. I1o cymie-
Ne 12
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Puc. 3. TT- u ICK-kpuBble OKMCIEHNS TOPOLIKOB, ITOJY4eHHBIX BoccTaHoBieHneM Nb,O5 (a), MgyNb,Og (6) (TemmiepaTtypa
BoccTaHoBeHus 680°C).

CTBY, TIOJIyYEHHBIII MaTepuall TPEeACcTaBIsieT COOOM IMopoiiiku, nosyyeHHbIE BoccTaHOBIeHHEM Nb,Os,
aMop(HBIIA TEHTAOKCUL HUOOMSI, KOTOPBII KPUCTAI-  xapaKTepU3yIOTCS B 1IEJIOM 60siee KPYIMHOIOPUCTOM
JU3yeTcs mpu Harpese 10 Temneparypbl 580—590°C  crpykrypoii. CHUXEHME TeMIIEPATyPbl BOCCTAHOBJIE-
(ax3onuk 585.9°C, puc. 30). Hus 10 680°C pUBEJIO K YBEJIMYEHUIO KOJTMYECTBA ITOP
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Tab6muna 2. CopepxaHre MeTajUla M OKCHIA B MOPOIIKAX, pacCUYMTAHHOE Ha OCHOBAHMU JaHHBIX TT

y s, Conep:xaHue, Mac. %

TIpexypcop o E: 2/ o c c
okemn o

830 [33] 32 67.8 32.2 8.4

Nb,Os5 680 87 36.5 63.4 19.1
570 64 24.4 75.6 22.8

830 [33] 150 3.5 96.5 25.1

Mg,Nb,Oq 680 64 2.3 97.7 29.4
570 14 1.1 98.9 29.7

MEHBIINX, HO HE JOCTUTIIMX KPUTUYECKOTO, Pa3MepOB
U, COOTBETCTBEHHO, K 3HAYUTEILHOMY POCTY yIeb-
HOM ToBepxHOCTU. [Ipu manbHEMINEM CHUKEHWU
TeMIIEpaTyphbl BOCCTAHOBJICHUS Pa3MepHhI ITOP YMeHb-
LIAJIUCh, CTETIeHb UX 3alIOJTHEHUST €CTECTBEHHBIM OK-
CUIOM yBelIMuuBallach. B pe3ynabTare ynenbHast mo-
BEPXHOCTh MOPOIIKA YMEHBIIAJIACH.

3AKJIIOYEHHME

Hccnenosan npouecc BocctaHoBieHUs1 Nb,Os u
Huobarta Mg,Nb,O, mapamu MarHus1 B UHTEpBAJIE TEM-
nepatyp 540—680°C. I1poaHaIM3UPOBaHbI U OOBSICHE -
HbI U3MEHEHUSI B IOPUCTOM CTPYKTYpPE MOJTYYEHHBIX
TMOPOIIKOB.

3amemneHue qp@y3nOHHBIX IPOIIECCOB, 00YCIIOB-
JIECHHOE CHIDKEHHUEM TeMIIepaTyphbl BOCCTAaHOBIIEHUS,
MPUBOIUT K COXpaHEHHIO O0Jiee TOHKOM MmojiocyaTomn
CTPYKTYPBI BOCCTAHOBJICHHBIX YaCTULl OKCUIHOTO CO-
enmuHeHns1. OO0 3TOM MOXHO CYIOWThH 110 YBEIMYECHUIO
KOJIMYECTBA U 00beMa Mop, pa3Mepbl KOTOPBIX MEHee
5 HM. COOTBETCTBEHHO, TO/DKHA YBEJIMIUTHCS YACIIb-
Hasl TTOBEPXHOCTb MOJyYeHHBIX MOPOIIKOB. Boccra-
HoBjieHueM Nb,O; nipu Temnepatype 680°C mosy-
YeH IIOPOLIOK HUOOUS C YyIeIbHOM ITOBEPXHOCTHIO
83.4 M?/t, KoTOpas B 2.5 pa3a MPEBLILIAET YAEIbHYIO
MOBEPXHOCTh ITOPOIIKA, MOJY4EHHOIO paHee MpU
830°C [33]. I[Ipu manbHeillIeEM CHUKEHUU TEMIIEpa-
TYpbl BOCCTAHOBJICHUS yAeldbHasl TMIOBEPXHOCTh I10-
POIIKOB YMEHBIIIAETCSI.

C npyroii CTOpOHBI, MPU BOCCTAHOBJIEHUU B 3TOM
WHTEpBaJIe TeMIleparyp yactul Huobara Mg,Nb,0y
o0pa3yeTcs U COXpaHsIeTCsl HACTOJILKO TOHKAsI TTOJI0-
cyuarasi CTPYKTypa, 4TO OOJBIIMHCTBO OOpa30BaB-
IIMXCSI TIOP TTOPOIIKA, MOJIYYEHHOTO YXKe IPU TeMIIe-
parype BocctaHoBIIeHUsT 680°C, 3aIIOJTHEHO CII0EeM
ecTecCTBeHHOro okcumga. [Topomok, Mo CyuiecTBy,
TIpeacTaBisIeT co0oii aMOpdHBIN MEHTAOKCH HUO-
Ousl ¢ HEOONBIIUM COAEPXKAHUEM METaJIMYeCKOM
COCTaBJISIIONIE!. YIenbHas MOBEPXHOCTh ITOPOIIKA B
2 pa3a MeHbllIe, YeM Yy TTOJIy4eHHOTO IIPU TeMIepary-

HEOPTAHUYECKUWE MATEPUAJIbL

pe 830°C [33]. IIpu nanbHeiileM CHUKEHUN TEMIIE-
paTypbl pa3Mmephbl ITop elle OOoJibllle YMEHBIIAIOTCS,
COOTBETCTBEHHO, YBEIUYUBAETCS CTEHEeHb UX 3a-
MMOJTHEHUS €CTECTBEHHBIM OKCHUIOM U YMEHbIIIaeT-
cs1 yaesibHasl ITOBEPXHOCTD ITOJIYYEHHOTO TTOPOIIKA.

CIIMCOK JIMTEPATYPbI

1. Huxkuwuna E.E., Jlpo6om /. B., Jlebedesa E. H. Hno6uii
¥ TAaHTAJI: COCTOSTHIE MUPOBOTO PhIHKA, 00JIACTH TTPU-
MEHEHMUsI, ChIpbeBble ucTouHuku. Y. 1 // U3B. By30B.
LB. MeTayutyprus. 2013. Ne 5. C. 28—34.
https://doi.org/10.17073/0021-3438-2013-5-28-34

2. Kumar T.S., Balaji T., Kumar S.R., Kumar A.,
Prakash T.L. Issues and Challenges in the Preparation
of Niobium for Strategic Applications // Int. J. Chem.
Stud. 2013. V. 1. Ne 2. P. 86—89.
https://doi.org/10.1007/978-3-319-67870-2_2

3. Gorkunov V., Munter R. Calcium—Aluminothermal
Production of Niobium and Mineral Composition of
the Slag // Proc. Est. Acad. Sci., Chem. 2007. V. 56.
Ne 3. P. 142—156.

4. Schtazel A., Khight H.F. An Investigation of Columbium
as an Electrolytic Capacitor Metal // J. Electrochem.
Soc. 1961. V. 108. Ne 4. P. 343—347.

5. Jackson N.E, Handy J.C. These of Niobium as an Anode
Material in Liquid Filled Electrolytic Capacitors // Elec-
trocomponent Sci. Technol. 1974. V. 1. Ne 1. P. 27-37.

6. Pozdeev Y. Comparison of Tantalum and Niobium Sol-
id Electrolytic Capacitors // T.I.C. Bull. 1998. No 94.
P. 2-5.

7. Serjak W.A., Scheckter L., Tripp T.B. et al. Niobium, a
New Materials for Capacitors // Passive Comp. Ind.
2000. Nov./Dec. P. 17-20.

8. Zillgen H., Stenzel M., Lohwasser W. New Niobium Ca-
pacitors with Stable Electrical Parameters // Act. Pas-
sive Electron. Compon. 2002. V. 25. P. 147—153.
https://doi.org/10.1080/0882751021000001528

9. Fischer V., Starmer H.D., Gerthsen M. et al. Niobium as
New Material for Electrolyte Capacitors with Na-
noscale Dielectric Oxide Layers // Proc. 7th Int. Conf.
Properties and Applications of Dielectric Materials.
2003. Nagoya. s20-2.

ToMm 58  Ne 12 2022



10.

11.

12.

13.

14.

16.

17.

18.

19.

20.

21.

22.

23.

BOCCTAHOBJIEHUE OKCUJIHBIX COEAUHEHWN HUOBUA

Enmomun A.B., Ilampuxees FO.b., Bopobvesa H.C. u op.
Martepuan njsi aHONOB 3JEKTPOJIUTUYECKUX U OK-
CUITHO-TIOJTYIIPOBOTHUKOBBLIX KOHIeHcaTOpoB: IlarT.
P® 1556 420. 1994.

Grabis J., Munterb R., Blagoveshchenskiy Yu. et al. Plas-
mochemical Process for the Production of Niobium
and Tantalum Nanopowders // Proc. Est. Acad. Sci.
2012. V. 61. Ne 2. P. 137—145.
https://doi.org/10.3176/proc.2012.2.06

Yuan B., Okabe T H. Electrochemically Assisted For-
mation of Fine Niobium Powder in Molten Salt //
J. Electrochem. Soc. 2007. V. 154. Ne 1. P. E1—E7.
https://doi.org/10.1149/1.2364842

Kosnocoe B.H., Mupownuuernxo M.H., Opaoe B.M. u op.
BnusiHue ycioBUit HATPUETEPMUUYECKOTO BOCCTAHOB-

JICHUSI Ha XapaKTEPUCTUKU HUOOMEBBIX ITOPOIIKOB //
PacrumaBer. 2008. Ne 5. C. 89—94.

Yoon J.S., Cho S.W., Kim Y.S., Kim B.Il. The Produc-
tion of Niobium Powder and Electric Properties of Ni-
obium Capacitors // Met. Mater. Int. 2009. V. 15. Ne 3.
P. 405—408.

https://doi.org/10.1007 /s12540-009-0405-0

Yoon J.S., Goto Sh., Kim B.Il. Characteristic Variation of
Niobium Powder Produced under Various Reduction
Temperature and Amount of Reductant Addition // Ma-
ter. Trans. 2010. V. 51. Ne 2. P. 354—358.
https://doi.org/10.2320/matertrans.M2009192

Yoon J.S. The Fabrication of Niobium Powder by Sodi-
othermic Reduction Process // Int. J. Refract. Met.
Hard Mater. 2010. V. 28. Ne 2. P. 265—269.
https://doi.org/10.1016/5.ijrmhm.2009.10.009

Yoon J.S., Lee G.H., Hong S.J. et al. Characteristics of
Niobium Powder Used Capacitors Produced by Metal-
lothermic Reduction in Molten Salt // Curr. Nanosci.
2014. V.10. Ne 1. P. 131—134.

Baba M., Ono Y., Suzuki R.O. Tantalum and Niobium
Powder Preparation from Their Oxides by Calciother-
mic Reduction in the Molten CaCl, // J. Phys. Chem.
Solids. 2005. V. 66. No 2—4. P. 466—470.
https://doi.org/10.1016/j.jpcs.2004.06.042

Baba M., Kikuchi T., Suzuki R.O. Niobium Powder
Synthesized by Calciothermic Reduction of Niobium
Hydroxide for Use in Capacitors // J. Phys. Chem. Sol-
ids. 2015. V. 78. P. 101—-109.
https://doi.org/10.1016/j.jpcs.2014.11.014

Suzuki N., Suzuki R.O., Natsui S., Kikuchi T. Branched
Morphology of Nb Powder Particles Fabricated by Cal-
ciothermic Reduction in CaCl, Melt // J. Phys. Chem.
Solids. 2017. V. 110. P. 101—109.
https://doi.org/10.1016/j.jpcs.2017.05.032

Kpvincanoe M. B., Opaos B.M., Cyxopykoé B.B. Tepmo-
IMHAMUYECKOE MOIEINPOBaHNE MATHUATEPMHUIECKO-
T0 BOCCTAHOBJICHMS TAHTAJIa U HUOOUWS U3 IIEHTAOKCH~
o8B // 2KITX. 2010. T. 83. Beim. 3. C. 380—385.

Opaosé B.M., Cyxopyxoeé B.B. MarHuerepmMuueckoe
HoJlydeHue MNOpoIIKOB HMoOus // Meramibl. 2010.
Ne 2. C. 16—22.

Shekhter L.N., Tripp T.B., Lanin L.L. Method for Pro-
ducing Tantallum/Niobium Metal Powders by the Re-

HEOPTAHUYECKUWE MATEPUAJIBI  tom 58  Ne 12

24.

25.

26.

27.

28.

29.

30.

31.

32.

33.

34.

35.

36.

1319

duction of Their Oxides with Gaseous Magnesium: US
Pat. 6171363. 2001.

Shekhter L.N., Tripp T.B., Lanin L.L. et al. Metal Pow-
ders Produced by the Reduction of the Oxides with
Gaseous Magnesium: US Pat. 6558447. 2003.

Schnitter C., Merker U., Michaelis A. New Niobium
Based Materials for Solid Electrolyte Capacitors //
Proc. 22nd Capacitor and Resistor Technol. Symp.
New Orleans. 2002. P. 26—31.

Okabe T.H., Iwata S., Imagunbai M. et al. Production of
Niobium Powder by Preform Reduction Process Using
Various Fluxes and Alloy Reductant // ISIJ Int. 2004.
V.44, Ne 2. P. 285—-293.
https://doi.org/10.2355/isijinternational.44.285

Haas D., Schnitter C. Production of Capacitor Grade
Tantalum and Niobium Powders Using the New Mag-
nesium Vapour Reduction Process // Proc. EMC.
Dresden. 2005.

Luidold S., Antrekowitsch H., Ressel R. Production of
Niobium Powder by Magnesiothermic Reduction of
Niobium Oxides in a Cyclone Reactor // Int. J. Refract.
Met. Hard Mater. 2007. V. 25. Ne 5—6. P. 423—432.
https://doi.org/10.1016/j.ijrmhm.2006.11.00

Kumar T.S., Kumar S.R., Rao M.L., Prakash T.L.
Preparation of Niobium Metal Powder by Two-Stage
Magnesium Vapor Reduction of Niobium Pentoxide //
J. Metall. 2013. V. 2013. Article ID 629341.
https://doi.org/10.1155/2013/629341

Opaoe B.M., Kpvicanoe M.B., Kasunnuxoe B.T. Boc-
CTaHOBJIEHME OKCUIIHBIX COCIMHEHUII HUOOUSI TTapaMu
marnus // ok AH. 2015. T. 465. Ne 2. C. 182—185.

Park S.J., Hwvang S.M., Wang J. et al. Metallic Niobium
Powder Reduced by Atmospheric Magnesium Gas with
Niobium Pentoxide Powder // Mater. Trans. 2021.
V. 62. Ne 1. P. 34—40.
https://doi.org/10.2320/matertrans. MT-M2020241

Opaosé B.M., Kpviscanose M. B., Kusazeea A. H. ITopoiku
TaHTaJla ¢ ME30IOPUCTON CTPYKTYpoii // PUUKOXU-
MU TOBEPXHOCTH M 3aluTa MatepranoB. 2016. T. 52.
Ne 5. C. 500—504.
https://doi.org/10.7868/S0044185616050181

Opaosé B.M., Kpvicanoe M. B., Knazesa A.H., Ocaynen-
xo P.H. Ilopolky HUOOMS ¢ ME30IOPUCTOM CTPYKTY-
poii // OUBMKOXUMUSI TTOBEPXHOCTHU U 3alllUTa MaTe-
puaiioB. 2018. T. 54. Ne 5. C. 444—449.
https://doi.org/10.1134/S0044185618050297

Miiller R., Bobeth M., Brumm H. et al. Kinetics of Na-
noscale Structure Development During Mg-vapour
Reduction of Tantalum Oxide // Int. J. Mater. Res.
2007.V.98. Ne 11. P. 1138—1145.
https://doi.org/10.3139/146.101567

Opaose B.M., Kpvincanoe M.B. BnusiHue cocTtaBa Iipe-
Kypcopa U yCJIOBHMI BOCCTAaHOBJIEHUsI Ha XapaKTepH-
CTMKM MAarHMeTEPMMYECKMX IIOPOIIKOB HUOOUS //
Mertamisl. 2016. Ne 4. C. 20—-26.

Delheusy M., Stierle A., Kasper N. et al. X-ray Investiga-
tion of Subsurface Interstitial Oxygen at Nb/Oxide In-
terfaces // Appl. Phys. Lett. 2008. V. 92. P. 101911.
https://doi.org/10.1063/1.2889474

2022




<<
  /ASCII85EncodePages false
  /AllowTransparency false
  /AutoPositionEPSFiles true
  /AutoRotatePages /All
  /Binding /Left
  /CalGrayProfile (Dot Gain 20%)
  /CalRGBProfile (Adobe RGB \0501998\051)
  /CalCMYKProfile (Photoshop 5 Default CMYK)
  /sRGBProfile (sRGB IEC61966-2.1)
  /CannotEmbedFontPolicy /Warning
  /CompatibilityLevel 1.3
  /CompressObjects /Tags
  /CompressPages true
  /ConvertImagesToIndexed true
  /PassThroughJPEGImages true
  /CreateJobTicket false
  /DefaultRenderingIntent /Default
  /DetectBlends true
  /DetectCurves 0.0000
  /ColorConversionStrategy /LeaveColorUnchanged
  /DoThumbnails false
  /EmbedAllFonts true
  /EmbedOpenType false
  /ParseICCProfilesInComments true
  /EmbedJobOptions true
  /DSCReportingLevel 0
  /EmitDSCWarnings false
  /EndPage -1
  /ImageMemory 1048576
  /LockDistillerParams false
  /MaxSubsetPct 100
  /Optimize false
  /OPM 1
  /ParseDSCComments true
  /ParseDSCCommentsForDocInfo true
  /PreserveCopyPage true
  /PreserveDICMYKValues true
  /PreserveEPSInfo true
  /PreserveFlatness false
  /PreserveHalftoneInfo false
  /PreserveOPIComments false
  /PreserveOverprintSettings true
  /StartPage 1
  /SubsetFonts true
  /TransferFunctionInfo /Apply
  /UCRandBGInfo /Preserve
  /UsePrologue false
  /ColorSettingsFile ()
  /AlwaysEmbed [ true
  ]
  /NeverEmbed [ true
  ]
  /AntiAliasColorImages false
  /CropColorImages false
  /ColorImageMinResolution 300
  /ColorImageMinResolutionPolicy /OK
  /DownsampleColorImages true
  /ColorImageDownsampleType /Bicubic
  /ColorImageResolution 300
  /ColorImageDepth -1
  /ColorImageMinDownsampleDepth 1
  /ColorImageDownsampleThreshold 1.50000
  /EncodeColorImages true
  /ColorImageFilter /FlateEncode
  /AutoFilterColorImages false
  /ColorImageAutoFilterStrategy /JPEG
  /ColorACSImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /ColorImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /JPEG2000ColorACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /JPEG2000ColorImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /AntiAliasGrayImages false
  /CropGrayImages false
  /GrayImageMinResolution 300
  /GrayImageMinResolutionPolicy /OK
  /DownsampleGrayImages true
  /GrayImageDownsampleType /Bicubic
  /GrayImageResolution 300
  /GrayImageDepth -1
  /GrayImageMinDownsampleDepth 2
  /GrayImageDownsampleThreshold 1.50000
  /EncodeGrayImages true
  /GrayImageFilter /FlateEncode
  /AutoFilterGrayImages false
  /GrayImageAutoFilterStrategy /JPEG
  /GrayACSImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /GrayImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /JPEG2000GrayACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /JPEG2000GrayImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /AntiAliasMonoImages false
  /CropMonoImages false
  /MonoImageMinResolution 1200
  /MonoImageMinResolutionPolicy /OK
  /DownsampleMonoImages true
  /MonoImageDownsampleType /Bicubic
  /MonoImageResolution 1200
  /MonoImageDepth -1
  /MonoImageDownsampleThreshold 1.50000
  /EncodeMonoImages true
  /MonoImageFilter /CCITTFaxEncode
  /MonoImageDict <<
    /K -1
  >>
  /AllowPSXObjects false
  /CheckCompliance [
    /None
  ]
  /PDFX1aCheck false
  /PDFX3Check false
  /PDFXCompliantPDFOnly false
  /PDFXNoTrimBoxError true
  /PDFXTrimBoxToMediaBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXSetBleedBoxToMediaBox true
  /PDFXBleedBoxToTrimBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXOutputIntentProfile ()
  /PDFXOutputConditionIdentifier ()
  /PDFXOutputCondition ()
  /PDFXRegistryName ()
  /PDFXTrapped /False

  /CreateJDFFile false
  /Description <<

  >>
  /Namespace [
    (Adobe)
    (Common)
    (1.0)
  ]
  /OtherNamespaces [
    <<
      /AsReaderSpreads false
      /CropImagesToFrames true
      /ErrorControl /WarnAndContinue
      /FlattenerIgnoreSpreadOverrides false
      /IncludeGuidesGrids false
      /IncludeNonPrinting false
      /IncludeSlug false
      /Namespace [
        (Adobe)
        (InDesign)
        (4.0)
      ]
      /OmitPlacedBitmaps false
      /OmitPlacedEPS false
      /OmitPlacedPDF false
      /SimulateOverprint /Legacy
    >>
    <<
      /AddBleedMarks false
      /AddColorBars false
      /AddCropMarks false
      /AddPageInfo false
      /AddRegMarks false
      /BleedOffset [
        14.173230
        14.173230
        14.173230
        14.173230
      ]
      /ConvertColors /NoConversion
      /DestinationProfileName ()
      /DestinationProfileSelector /NA
      /Downsample16BitImages true
      /FlattenerPreset <<
        /ClipComplexRegions true
        /ConvertStrokesToOutlines false
        /ConvertTextToOutlines false
        /GradientResolution 300
        /LineArtTextResolution 1200
        /PresetName ([High Resolution])
        /PresetSelector /HighResolution
        /RasterVectorBalance 1
      >>
      /FormElements false
      /GenerateStructure false
      /IncludeBookmarks false
      /IncludeHyperlinks false
      /IncludeInteractive false
      /IncludeLayers false
      /IncludeProfiles false
      /MarksOffset 14.173230
      /MarksWeight 0.250000
      /MultimediaHandling /UseObjectSettings
      /Namespace [
        (Adobe)
        (CreativeSuite)
        (2.0)
      ]
      /PDFXOutputIntentProfileSelector /NA
      /PageMarksFile /RomanDefault
      /PreserveEditing true
      /UntaggedCMYKHandling /LeaveUntagged
      /UntaggedRGBHandling /LeaveUntagged
      /UseDocumentBleed false
    >>
    <<
      /AllowImageBreaks true
      /AllowTableBreaks true
      /ExpandPage false
      /HonorBaseURL true
      /HonorRolloverEffect false
      /IgnoreHTMLPageBreaks false
      /IncludeHeaderFooter false
      /MarginOffset [
        0
        0
        0
        0
      ]
      /MetadataAuthor ()
      /MetadataKeywords ()
      /MetadataSubject ()
      /MetadataTitle ()
      /MetricPageSize [
        0
        0
      ]
      /MetricUnit /inch
      /MobileCompatible 0
      /Namespace [
        (Adobe)
        (GoLive)
        (8.0)
      ]
      /OpenZoomToHTMLFontSize false
      /PageOrientation /Portrait
      /RemoveBackground false
      /ShrinkContent true
      /TreatColorsAs /MainMonitorColors
      /UseEmbeddedProfiles false
      /UseHTMLTitleAsMetadata true
    >>
  ]
>> setdistillerparams
<<
  /HWResolution [2400 2400]
  /PageSize [595.000 842.000]
>> setpagedevice


