POCCUNCKAA ®EAEPALIUA (19)

RU" 2284 602" c2

(51) MK

2284602 C2

RU

SENEPAJIbHAA CNY>XXBA
MO MHTENNEKTYANNbHOW COBCTBEHHOCTW,
NATEHTAM U TOBAPHbLIM 3HAKAM

HO1G 9/052 (2006.01)

(12 OMNCAHUE N3OBPETEHUA K NMATEHTY

(21), (22) 3asiBka: 2003101696/06, 08.06.2001

(24) Oarta Hayana oTcyeTa cpoka AeNCTBUS naTeHTa:
08.06.2001

(30) KOHBEHUMOHHbIA NPUOPUTET:
21.06.2000 DE 10030387.0

(43) Oara ny6nukauun s3assku: 27.04.2004
(45) Ony6nukoBaHo: 27.09.2006 bion. Ne 27

(56) Cnmcok OOKYMEHTOB, LIUTMPOBAHHbIX B OTYeTE O
nomcke: US 3564348 A, 16.02.1971. RU 2033899
C1, 30.04.1995. US 3710474 A, 16.01.1973. DE
2636279 B, 08.06.1978.

(85) Oata nepeBopaa 3asBku PCT Ha HauMoHanbHyo ¢asy:

21.01.2003

(86) 3asBka PCT:
EP 01/06525 (08.06.2001)

(87) My6bnukauns PCT:
WO 01/99130 (27.12.2001)

Appec anga nepenucku:
103064, Mockea, yn. Kasakosa,16, HUNP
KaHuenspusa "lNaTteHTHble noBepeHHble KBalHuH,
CanenbHukoB U napTHepbl", B.M.KBawHuHy

(72) AsTop(bl):
PANXEPT Kapnixaiity (DE),
WHNATTEP Kpuctod (DE)

(73) NateHTOoObONagaTens(n):
X. K. WUITAPK 'MBX (DE)

(54) KOHOEHCATOP C AHOJOM HA OCHOBE HNOBUA U SANUPAIOLLIMM CITOEM HA OCHOBE

MATUOKUCU HNOBUA

(57) Pedepar:

M306peTeHne OTHOCUTCS K 3MEKTPONIUTUYECKUM
KOHAEHcaTopaM Ha OCHOBE HMOOMA. TexHU4eckum
pe3ynbTatoM M300peTeHus SBNSETCA co3daHue
KOHOEeHcaTtopa C  YNyulleHHbIMW CBOWCTBaMU B
OTHOLUEHMN €MKOCTM U 3aBMCMMOCTWU OT HanpsiKeHus
cmeweHmnst. CornacHo U300peTeHnto KOHZEeHcaTop C
aHOOOM Ha OCHOBE HMOOWSI U 3anuparoLMM Crioem Ha
OCHOBE MATUOKUCU HUOOUSI COAEPXKWUT BaHaaui, Kak
MUHMUMYM, B 3anupawwem cnoe. CopgepxaHue
BaHagus coctaBnsiet ot 10 go 1000000 maccoBbiM
MIH. gonen. 8 3.n. -nbl, 1 vn., 6 Tabn.

Crpanuua: 1

¢c09v8¢¢ N

¢


http://www.fips.ru/cdfi/fips.dll/ru?ty=29&docid=2284602

Ta 4 T2,0, A DOnextponuT
N 00
€KTHUBHBIH
IHBNEKTPHK
%
© 2
= S
: ]
2 :
) =
[e4]
2
= T,
T,
HM

RU

2284602

C 2

¢O

c09¥v8¢¢

ny

Ctpanuua: 2



2284602 C2

RU

RUSSIAN FEDERATION (19)

RU" 2284 602" c2

(51) Int. C.
HO1G 9/052 (2006.01)

FEDERAL SERVICE
FOR INTELLECTUAL PROPERTY,
PATENTS AND TRADEMARKS

(12 ABSTRACT OF INVENTION

(21), (22) Application: 2003101696/06, 08.06.2001 (72) Inventor(s):
RAJKhERT Karlkhajnts (DE),
(24) Effective date for property rights: 08.06.2001 ShNITTER Kristof (DE)
(30) Priority: (73) Proprietor(s):
21.06.2000 DE 10030387.0 Kh. K. ShTARK GMBKh (DE)

(43) Application published: 27.04.2004
(45) Date of publication: 27.09.2006 Bull. 27
(85) Commencement of national phase: 21.01.2003

(86) PCT application:
EP 01/06525 (08.06.2001)

(87) PCT publication:
WO 01/99130 (27.12.2001)

Mail address:
103064, Moskva, ul. Kazakova,16, NIIR
Kantseljarija "Patentnye poverennye Kvashnin,
Sapel'nikov i partnery”, V.P.Kvashninu

(54) CAPACITOR USING NIOBIUM BASE ANODE AND NIOBIUM PENTOXIDE BASE BARRI
LAYER
(57) Abstract:

FIELD: niobium base electrolytic capacitors. IposogumocTs o
SUBSTANCE: proposed capacitor using niobium

ER

q
S

base anode and niobium pentoxide base barrier
layer incorporates vanadium at least in barrier
layer. Vanadium content is 10 to 1 000 000
million fractions of mass.

é%

EFFECT: enhanced quality with respect to - )
capacitance and dependence on bias voltage. 5 g =
9cl, 1 dwg, 6 tbl, 4 ex 5 2 N
g8 7

JE‘
»

==

= » " Temneparypa W
a
=
¢
=
N
H

Ctpanuua: 3

¢c09v8¢¢ N

¢


http://www.fips.ru/cdfi/fips.dll/en?ty=29&docid=2284602

10

15

20

25

30

35

40

45

50

RU 2284 602 C2

[laHHOe n306peTeHne OTHOCUTCA K MOPOLLKY AS1S1 U3roTOBMEHMWS SNIEKTPOSTIUTUYECKNX
KOHAEHCATOPOB, OCOBEHHO K MOPOLUKY AS1S1 U3roTOBMEHUS aHOA0B 3NEKTPONUTUYECKNX
KOHOEHCaTOpOB.

B nuTepaType B OCHOBHOM OMUCaHbl KNCIOTHO-3EMENbHbIE MeTanbl HNOBUIN 1 TaHTan B
KayecTBe UCXOAOHbIX MaTepmnanos ANs N3roTOBMEHUS TakMx KOHAEeHCaTopoB. M3rotoBneHune
KOHOEHCAaTOPOB OCYLLECTBASAT CNeKaHNeM MENKO3ePHUCTLIX NOPOLLKOB B OKaThbILWN C CO34aHNEM
CTPYKTYpbl C 60MbLLION NOBEPXHOCTLIO, aHOAHBIM OKUCIIEHMEM NMOBEPXHOCTU 3TUX CNEKLUNXCS Ten
AN co34aHMsa HENPOBOASLLIErO M30NMPYIOLLEro Cnos (AManeKkTpuka) N HaHeCeHNeM
NpOTMBO3MEKTPoaa B hopMe Crosi U3 ABYOKUCKM MapraHua unv npoBogsLLero nonmmepa.
[MOPOLLKM KNCNOTHO-3EeMENbHBIX MeTanNIoB 0COGEHHO NOAXOAAT B CBSA3M C BbICOKMMU
AN3NEKTPUYECKMMN MOCTOSTHHBIMU UX NATUOKNCEN.

[o nocnegHero BpeMeHu TEXHUYECKOe 3Ha4YeHne AN N3roToBMNeHNa KOHAeHCcaTopoB urpan no
CYLLIECTBY TaHTasOBbIN NOPOLLOK. ATO CBA3AHO, C O4HON CTOPOHbI, C BOCNPON3BOANMbIM
NnonyyYeHnemM Mesiko3epHUCTbIX TaHTaNoOBbIX NOPOLLKOB, a, C APYrOi CTOPOHbLI, C TEM, YTO
N30INPYHOLLNIA OKUCHBIV CION U3 NATUOKUCK TaHTana obnagaeTt oCOOEHHO BbIpaXKeHHOM
CTabunbHOCTBLIO. BO3MOXHO, 3TO CBA3aHO C TEM, YTO TaHTarn, B OTNn4ne ot Huobwus, He
obpasyeT cTabunbHbIX HeQOOKNCEN.

OpHako B xofe ObICTPOro pa3BMTUSA MUKPOINEKTPOHMKN U HEAOCTATKM TaHTana npuobpeTtatoT
BO3pacTarLiee 3Ha4yeHne. TaHTan OTHOCUTCS K peakum MeTannam (Haxogsacb Ha 54 mecTe no
pacnpoCcTpaHEeHHOCTM B NpUpoae, 3rIEMEHT COAEPXKUTCA B 3EMHON Kope B KonnyecTtee 2,1 /1)

C O4YeHb HEBOIMbLUMM YMCNIOM MECTOPOXAEHUN, LienecoobpasHbix Ans pa3paboTku (TONbKO Xap4
POK MAWHWHI), U, KPOME TOrO, OH COAEPXUTCS B MarbiX KOHLEHTpaLMaX B CBOMX pyAax. Tak
TUNNYHbIE JOObLIBAaEMbIE B HACTOsILLIEE BPEMS TAHTAmNoBbIe pyabl (Hanpumep, B ABCTpanum) 4acto
copgepxat meHee 0,1% Ta,O5 (okono 300 mnH gonen).

HnobwiA, KOTOPbLI OTHOCUTCSA K TOW XKe rpynne NnepuoanYeCcKon CUCTEMbI ANIEMEHTOB, CTOUT
Haj TaHTafloM U UMEET OYEHb NOXOXME CBOMCTBA, O4HAKO pacnpoCTpaHEHHOCTb HMobua B 10-12
pas Bhbille, YeM TaHTana, a MecTopoXxaeHust Hnobus 6onee yaobHbl onst paspaboTku (33-e mecTo
Mo eCTECTBEHHOWN pacnpoOCTPaHEHHOCTU 3fieMEHTa B 3€MHON Kope € 24 r/T). QKOHOMUYECKM
Ba)XkHelLLMe MeCcTopoXaeHust HaxoasTcs B bpasunun (78% mMupoBbIX 3anacos), rae 4oObIBaloT
pyay c 6onee 3% Nb,Os oTKpbITbIM cnocobom. [pyrne paspabaTbiBaeMble MECTOPOXAEHUS
HaxoaaTca B KaHage, Hurepum 1 3anpe. B ¢BA3M € 9TUM LieHbI HA Cbipbe B BUAE KOHLEHTpaToB
HNMOBUA CYLLLECTBEHHO HMXKE MO CPABHEHWUIO C KOHLEHTpaTaMm TaHTana u, KpoMe Toro, LeHbl He
NCNbITbIBAIOT CUITbHBIX KOebaHu.

Kpome Toro, cyLecTByeT eCTECTBEHHAdA rpaHmMLa pocta AOCTVXXUMbBIX YAESbHbIX EMKOCTEN
TaHTanoBbIX MOPOLUKOB. [1ng Toro 4Tobbl 4OCTUIHYTL Donee BbicokMx emkocTen C y Ta-
MOPOLLIKOB, yAernbHas NoBepXHOCTb A0mkHa BbiTb yBenuueHa (C=¢ e +A/d), 4To npu
onpegeneHHor reoMeTpum YyacTul, NopoLLIKa CBA3aHO C YMeEHbLLIEHMeEM pasMepoB YacTuy,. Ecnn
cpeaHui pasMmep YacTul, AUINEKTPUYECKOro Crosi, NoSTy4YeHHOro aHOAMPOBaHNEM, NEXUT B
HaHOMETPOBOWN 061acTh, TO TakkKe B HAHOMETpPOoBOW obnactu OyayT HackBo3b "aHogupoBaTbca”
obnacTtn meTannuMyeckoro Tena, NoaBeprHyToro CrnekaHuio, To eCTb OCOBEHHO B TOHKMX
obnacTsx, HanpuMep, B LWerKax CnekaHnsa Mmexay AByMs YacTuuammu 6yaet oTCyTCTBOBaTb
MeTannnyeckasi NpPOBOANMOCTb. OTO NPUBOAUT K TOMY, YTO OTAeNbHble 06nacTu aHoga
CTaHOBATCH HEAKTMBHbLIMMN.

Kpome Toro, cnocoBHOCTL K OKUCNIEHMIO TAHTaNOBbIX NOPOLLKOB CUNbHO BO3pacTaeT C
YMEHbLUEHNEM pa3MepPOB YacTuL, MOPOLLKA U COOTBETCTBYHOLUM BO3paCTaHNEM YAENbHOM
NMOBEPXHOCTW.

B cBs13U C 9TUMM NpUYMHAMKM U C YY4ETOM OTHETNIMBO BONee BbICOKUX AMNIMNEKTPUYECKNX
MOCTOSAHHBLIX HNOBWS (¢ ~ 42) MO CpaBHEHUIO C TaHTanom (¢ ~ 27) y TaHTana uefnb MHOMUX
uccrnegoBarternen cocTonT B co30aHnM HMobmneBbix koHaeHcaTopoB. O4HAKO NPUMEHEHMIO
HMOOMEBBLIX KOHOEHCATOPOB NPENATCTBOBANN 4O HACTOSILLErO BPEMEHN HU3KNE YAENbHbIE
€MKOCTM C Marion yaenbHOM NOBEPXHOCTLIO U HU3KOE KayecTBo.

OpaHa 13 NpUYMH 3TOro 3aKrYaeTCca B TOM, YTO YUCTbI HUOBUI NO CPaBHEHMIO C TAHTaNOM
nMeeT ABa HeJocTaTKa C TOYKU 3peHnNs NpuMeHeHnsa B koHaeHcaTopax. C 0gHOW CTOPOHbI, 3TO
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bornee CUNbHO BblpaXXeHHasa TeHAEHUNS aHO4MPOBAHHOMW OKUCHOWM NMEHKM K KpucTannmsauymm B
rosne rno cpaBHEHWIO C TaHTanNoM. PagmanbHas CKOPOCTb poCTa KpUCTannyeckmx nnowanen B
1000 pa3 Gornblue No CPaBHEHMIO C TAHTANIOM MpU TEX XKe YCNOBUSX aHOANPOBAHUSA
(N.F.Jackson, J.C.Hendy, Electrocompoment Science & Techn. 1974, 1, 27-37), 4TO ogHaKo

B OONbLUMHCTBE CryvaeB NodaBnsieTcs B pe3ynbTaTe aHOANPOBaHUA NPU HU3KUX TeMnepaTypax
(Y.Posdeev: "Comparison of tantalum and niobium solid electrolytic capacitors" TIC

1997; nneHkn OOmKHbI OblITb aMOPMHBIMK, KpUCTaNUYeckne odnacTy B NeHKe 06HapyXneaT
MOBbILLIEHHYO MPOBOANMOCTbL). [lpyron HegocTaToK OTHOCUTCA K 6oree BbICOKOW
YYBCTBUTENBHOCTU aHOANPOBaHHbIX nNneHok Nb,Os K TennoBbiM o6paboTkam.

OpaHa 13 cTaanin N3roToBNEeHNs TBEPAbIX NEKTPONUTUYECKNX KOHOEHCATOPOB COCTOUT B
HaHeceHUn NonynpoBoAsLlero katogHoro martepuana MnO,. 3To NPoNCXoanT NPU OKYHaHWU
aHOJOB B pacTBOPbLI HATpaTa MarHus ang nony4veHus ToHkoro cnod MnNOj, koTopbli 3aTemM
Tepmuyeckun npespawatot B MnO,. Mpu aTom cuctema Ta-Ta,O5 B TeveHue ot 10 o 30 MUHYT
noasepraetca HarpeBy mexay 250 n 450°C. 3ta Tepmudeckas 06paboTka 0gHAKO MOXET
NPMBECTM K BO3pacTaHMIO 3aBUCMMOCTN EMKOCTU OT 4acToThl, Temnepatypsl 1 MNMNAH
(MONOXMTENBHOrO NOCTOAHHOIO @HOAHOrO HanpskeHns). CUYNTalOT, YTO NPUYNHON 3TOro
SABNSIeTCA TO, YTO Npun Temnepartypax cebiwe 300°C cybeTpaT TaHTana MoXeT oTTArMBaTb aTOMbl
KMCrnopoga M3 aHoOUMPOBaHHOMO CrOsi OKMCU TaHTana, YTo NPUBOANT K 3KCMOHEHLManbHOMY
rpagneHTy OedeKTHbIX MECT OKMCHOW MITEHKN, B KOTOPbLIX OTCYTCTBYET KMCMOPOA. AU
AedekTHble MecTa BbI3bIBalOT Nepexon NPOBOAMMOCTU OKMCHOW MIEHKM OT OM3NEeKTpurKa K n-
NonynpoBOAHUKY, COOTBETCTBEHHO, ecnv AedekTbl OyayT COCTaBNATb AOCTAaTOYHO BbICOKYHO
KOHLIEHTpaLMIO, K MPOBOAHMUKY. DTO NOKa3aHO cXeMaTuyeckn Ha YyepTexe. Kputnyeckas
yAenbHasa NpoBOAMMOCTb §, OTAENSAET M30NMPYIOLLYIO YacTb OT NPOBOAALLEN YaCTU OKUCHOW
nneHku. Ecnu Temnepatypy nosbillakoT, TO NOMYNPOBOAHUKOBLIN CMOW paclumMpseTcs B OKUCHOM
nneHke n a(pekTUBHLIN N30NUPYIOLLNIA COW CTAHOBUTCS TOHbLUE. JTO CAYXUT NPUYMHON
BO3pacTaHMs eMKOCTU, HE3aBMCUMO OT TeMMNEepPaTypPHO 3aBUCMMOCTUN OUSNEKTPUYECKON
noctosiHHou. B Takom crnyvae nogaya lMNIMAH-HanpskeHus BMSET Ha TO, YTO SNEKTPOHbI U3
AedeKTHbIX MECT NEPEXOAAT B MeTannmMyecknin TaHtan. B pesynbtarte atoro obpasyetcs
OBOWHOW 3MNEKTPUYECKNIA CIIOK, KOTOPbIA C MeTannnMyeckor CTOPOHbLI CO34aeTCH ANekKTpoHaMu Ha
rPaHNYHON NOBEPXHOCTU, a C NONYNPOBOAHNKOBOW CTOPOHLI - MOJTOXUTENbHBIM
NPOCTPAHCTBEHHbIM 3apPsSA0M B rpaHNYHOM crioe, 06eHEHHOM HocuTensMK 3apsiga (6apbep
LWoTkn-MoTTa). 37O BbI3bIBAET YBENUYEHME pOCTa rpagMeHTa NpoBOAMMOCTI U BO3pacTaHme
9(ppeKTUBHOM TOMLMHBI ANIMEKTPYKA, YTO CBA3AHO, cornacHo C=g g+A/d, C yMeHbLUEHNEM
€MKOCTM.

B TO BpeMsi kak aHOANPOBaHHbIE OKUCHLIE MMIEHKM Ha TaHTane ABMSTCS ANINEKTPUYECKUMMI U
TONbKO NPUY NOBbILEHHBIX TeMNepaTypax 0bHapyXnBaloT NonynposoasiLme obnacTu,
aHOAMPOBaHHbIE OKMUCHBIE MMEHKN HA HNOOMK BedyT cebs yxke Npu KOMHaATHOM TemnepaType Kak
n-nonynpoBogHukn (A.D.Modestov, A.D.Dadydov, J. Electroanalytical Chem. 1999, 460, pp
214-225) n obHapyxumBatoT Ha rpaHnyHon nosepxHoctn Nb,Os/anekTponut LWoTTkn-6apbep
(K.E.Heusler, M.Schuize, Electrochim. Acta, 1975, 20, p. 237; F. Di Quarto, S.

Piazza, C.Sunseri, J. Electroanalytical Chem. 1990, 35, p.99). NpnynHa 3TOro MoxeT

COCTOSATb B TOM, YTO HMOOWI B OTNMYME OT TaHTana obpasyeTt pa3nuyHble CTaburbHble
HedooKMcK. Tak n3 NuTepaTypbl N3BECTHO, YTO Y OKUCHBLIX MIAIEHOK HA HNOOUM TOMBKO HapPYXHbIN
cnow coctouT u3 Nb,Os., (M.Grundner, J.Halbritter, J. Appi. Phys. 1980, 51(1), pp.397-

405), koTOpas, KpOMe TOro, UMeeT He COBCEM CTEXMOMETPUYECKMIA COCTaB N 0bHapyXnuBaeT
HegocTaTok kucnopoga x. Mexay crnoem Nb,Os., 1 MeTannmMyeckum cybctpaTtom HUoObus
HaxoauTcs cnoit n3 NbO, Tak Kak 3TOT CIOW, HAaXOAALWMNCSA B KOHTaKTE C HACLILLEHHbIM
KMCIopoaoM MeTanfiM4yeckum Hnobmem, npeacrtaBnsieT cobor TepMOANHAMNYECKN YCTONYMBYHO
dasy, a He TaK KaK y TaHTana, y KoToporo yctonunsa natnokmcs (K.E.Heusler,

P.Schlutter, Werkstoffe & Korrosion, 1969, 20(3), pp.195-199).

CogaepxaHue kucnopoga B MaCCUBHOM CIioe NOBEPXHOCTU ¥ HNOBUSA COCTaBmseT OT OKOMO
3500 o 4500 mnH goneii Ha 1 M2 yaenbHoln noBepxHocTu. MNpu cnekaHum Nb-aHogoB kucnopopn
MacCMBHOrO Crosi NOBEPXHOCTM AN pyHANPYET BHYTPb MeTanna n pacnpegensercsa ram
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paBHoMepHo. Npn atom TonwmHa NbO-cnosi Bo3pactaeT NponopLMOHarnibHO NOBEPXHOCTH
NCMosib30BaHHOMO MOPOLLKA, YTO MOXHO XOPOLLO NpocneanTb Mo Andpakunumn peHTreHOBCKUX
ny4ver Ha HUOBMEBBIX aHodaxX, NOSYYEHHbIX MPY CNeKaHun. DTO NPMBOAMUT B SKCTPEMArIbHOM
cny4yae npu o4eHb BOMNbLUMX YAEMbHbIX MOBEPXHOCTSX M 3HAYUT OYEHb BbICOKUX COOEPKAHNAX
Kncropoga B NOPOLUKE K TOMY, YTO TeNo aHoda rnocrne crnekaHusi COCTOUT rmaBHbIM 00pa3oM 13
NbO, a yxe He n3 metTannuyeckoro HMobus. OgHaKo 3TO Bo3pacTaHWe COAEPXKaHUs KMCIopoaa B
OTNn4YME OT TaHTana He NPOoSsIBASIETCA 3HAYNTESbHBIM BO3pacTaHNEM TOKa YTEeYKM aHoaa,
N3roTOBIIEHHOMO U3 TaKMUX MOPOLLKOB.

[pyras ocobeHHOCTb COCTOUT B TOM, YTO MnO,-KaToa, criyxalumii TBepabiM Sr1eKTPONIMTOM,
UrpaeT ponb AOHOpa KMcnopoda U MoXeT BOCNONHUTL geduumnt kncrnopoga B Nb,Os .-croe.
OpfHako 9TO He MOHOTOHHbINM MPOLECC, TaK Kak MO COCeacTBY C rPaHNYHOM NOBEPXHOCTLIO
MnO ,/Nb,O5 obpasytoTcsa 6onee H1U3kMe, HenpoBoaswue dasbl okucrnos MapraHua (Mn,Os,

Mn 304, MnO), koTOpble NPENATCTBYIOT AanbHenwern anddysmnm kucnopoga ot MnO,-kaToaa K
nonynposoasemy cnoto Nb,Os... 3T0 NpMBOAUT K pOCTY AedEKTHBIX MECT X, K YCKOPEHHOMY
POCTY TOKa YTEYKM M B KOHLIE KOHLLOB K BbIxoAy 13 cTposa koHaeHcatopa (Y.Posdeev on CARTS
EUROPE '97: 11" European Passive Components Symposium). o 3Toii npuunHe y HMobneBbIx
KOHOEHCATOPOB MEHbLLE BPeMS CMy>Obl, YEM Y TaHTaNOBbIX KOHAEHCATOPOB.

370 nonynpoBoAsiee NoBeaeHne aHoAMpPOBaHHOIO HA HNOOUK 3anMparoLero crnos nveet
nocneacTBMEM TO, YTO AN UBMEPEHNSA NCTUHHBIX BEMIMYMH EMKOCTU HUOBUEBBLIX aHOAOB,
KOTOpble No3aHee 4OCTUraloTCA N B FOTOBOM KOHAEHCATOPE, K HUM HaZo NPUIOXUTb
nonoxutensHoe MNMAH-HanpspkeHne, Tak Kak B NPOTUBHOM Criy4ae HEBO3MOXXHO JOCTOBEPHOE
N3MepeHne 1 Nony4varTcsa OWNO0YHbIE, CIINLLIKOM BbICOKME 3HAYEHUS.

Mpu cpaBHUTENbHBIX N3MEPEHNSIX EMKOCTN aHOAO0B M3 MeTanMM4yeckoro HHobus,
COOTBETCTBEHHO M3 OKncK HMobwus (II) n n3 Hmobuin/TaHtanosbix cnnasos (90:10, 80:20, 70:

30) 1 N3roToBMEHHbIX N3 HUX KOHAEHCATOPOB ObINO YCTAHOBIEHO, YTO HEOBXOAMMO NPUMOXKNUTL K
aHogy lMIMAH-HanpskeHne >1,5 B, anga Toro 4tobbl NONY4YMTb UCTUHHBIE 3HAYEHUST EMKOCTEN
Ans aHOO0B, KOTOPble No3aHee 0OHAPYXMBAKOTCA U B FTOTOBOM KOHOEHCaTope, N YTO EMKOCTb
Takux aHogoB, namepeHHasi 6e3 npunoxeHus MIMAH-HanpskeHus, B 3-4 pasa Bbille EMKOCTH,
KoTopas uamepeHa npu NMAH-HanpspkeHusax, kak MUHUMYM, 1,5 B, To ecTb ByayT nony4yeHsl
OLWNBOYHbIE 3HaYeHns. BeneacTeume aToro M Ang yaenbHOro Toka yTEYKM MO OTHOLLEHWUIO K
€MKOCTAM, KoTopble namepeHbl 6e3 MIMAH-HanpskeHns, nony4varoT BenmunHel B 3-4 pasa 6onee
HU3KNEe, YeM OENCTBUTENbHbIN YAESbHbIN TOK YTEYKN.

OueHb BaXXHOW XapaKTepuCTUKOK, onpeaensioler NpurogHoCTbL NOpOoLLKa B KayecTBe
MaTepuana gnsi KoHgeHcaTopa, SIBfseTca ero XuMmyeckas YuctoTta, NoTOMY YTO Kak
MeTannuMyeckune, Tak 1 HeMeTannyeckne 3arpsi3HeHns MoryT NPUBOAUTL K OLLInMGKam,
COOTBETCTBEHHO K MEHbLUEN CTAabUbHOCTU OMaNEKTpMYecKoro cnos. Kputnyeckumm ansa Toka
yTEYKM TaHTanoBbIX aHOAOB NMpK 3TOM CUYUTAIOT Takue anemMmeHThl, kak Na, K, Fe, Cr, Nin C.

B HacTosiee Bpems Npu HEMPEPbIBHOM yry4dlleHnn Ta-NnopoLIKOB KONMYECTBA 3TUX 3arpsA3HEHUI
HaxoOaTcs BONM3KW rpaHnLbl 0O6HapPYKeHNS Y NOPOLLKOB, MosTy4yaeMbIX Mpu
BoccTtaHoBneHun K,TaF; HaTpuem.

CooTeTcTBYHOLLErO NpoLecca Anga BoccTaHoBneHns KoNbF; ¢ nonyvyeHnem BbICOKOUUCTLIX
HMOBUMEBLIX MOPOLLKOB HE CYLLECTBYET B CBA3M C TEM, YTO COOTBETCTBYHOLLME COMU
rentadgTopnaa HNO6us obnagaroT BbICOKOM arpeCCMBHOCTBLIO M YaCTUYHO PacTBOPSIOT Matepuarn
pPeTopThl, U NONYyYeHHbIe NOPOLLKN HNOBUS cunbHo 3arps3HeHsl Fe, Cr, Ni v 1.40. [ns
narotosneHnsa Nb-koHOeHCaTOpoB € HONbLLON EMKOCTbLIO HE MOAXOAAT TAKKe TaK Ha3blBaeMble
EB-nopoLuku, koTopble NosnyyarT nyTemMm NpuaaHusa XpynkocTy ¢ NOMOLLbIO Bogopoda HNOBUEBBLIM
3aroToBkam, nosiy4aemMbIM Mpu NaBAeHUN SNEKTPOHHBIM NTy4OM, MX NepemMarbiBaHnn U
nocnegyowiem gerngpmposaHmn. Ecnn onucaHHoe Bbile nepemarnbiBaHne NpoBogAT B
aTTpUTOpE NMof CNnoem CnMpTa, TO Nony4aroT HNOOMEBbLIE XITOMbsl, KOTOPbIE O4HAKO B
OONbLUMHCTBE Cry4YaeB MMEIOT BbICOKYIO CTEMNEHb 3arpA3HeHMa MeTannamm, Takumm kak Fe, Cr,
Ni n C, KoTopble B npoLecce nepemanbiBaHUs Npy MEXaHUYECKOM SIerMpoBaHUKN BKIOYAKOTCS B
MOPOLLUOK HMOOMS 1 nocre 3Toro 6onblue He BbIMbIBAOTCS MUHEpPanbHbIMU KUCIIOTaMM.

OyeHb YNCTBIMU ABNAOTCA HNOBMEBLIE NOPOLLKX, NOofyYaemble B ONyOnNmMKoBaHHbIX 3asiBKax
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DE 19831280 A1, cootBeTcTtBeHHO WO 00/67936, cornacHo npeafioXXeHHoMy 3asBuTenem
OBYXCTYNeH4YaTOMy BOCCTAHOBIIEHUIO NATUOKUCU HNOOBUA BOAOPOLAOM, COOTBETCTBEHHO
razoobpasHbiM MarHMem. OTu MOPOLLKN CoaepaT, Hanpumep, MeTannuyeckne 3arpsa3HeHus,
Takue kak Fe, Cr, Ni, Al, Na, K B konnyectBax <25 MnH goneu.

Hapsagy ¢ XMMu4eckor YNCTOTON, onpeaenstoLwen anekTpudeckne CBOMCTBa, NOPOLLOK Ar1S
KoHOeHcaTopa AOSKEeH COOTBETCTBOBATL M onpedeneHHbIM hrsnyecknm xapaktepuctukam. Tak,
MOPOLLOK A0MMKeH obragaTth onpeaeneHHON CbiNy4YecTblo, ANt TOro YToObl ero MOXHO ObINIo
nepepabaTbiBaTh B NOMTHOCTLIO aBTOMATUYECKNX Npeccax Ans aHoA4OB NMPOM3BOANTENS
KoHaeHcaTopoB. Kpome Toro, gomkHa 6biTb onpegeneHHasi MpOYHOCTb CNPeccoBaHHbIX aHOAOB B
HEeNpPOCYLIEHHOM COCTOSIHUW, YTODbI OHM Cpa3y He paccbinanuck, U AOMKHO ObITb 4OCTAaTOYHO
BbICOKOE pacnpegerieHne nop, st Toro YTodbl rapaHTUPOBAaTb MOSIHOE MMMPErHMpoBaHMe
HUTpaTa MarHusl.

3apaya gaHHOro n3obpeTeHust COCTOMT B TOM, YTOObLI NpeoaoneTb ONMcaHHbIE Bbille
HegoCTaTKN U3BECTHbLIX KOHOEHCATOPOB Ha OCHOBE HMOOKSA. 3agadva gaHHOro M300peTeHns B
0CODEHHOCTM COCTOUT B TOM, YTOObI M30MMPYIOLLME CBOMCTBA U TEPMUYECKYIO CTAabMMBbHOCTb
3anunparoLLero crnos 13 NATUOKUCU HNOBUSA B KOHAEHcCaTopax Ha OCHOBE HMOOMS YNy4LLUTb Tak,
YTOBObI AOCTUTHYTL BONnee BLICOKUX BPEMEH Cy»Obl, CBA3aHHLIX C 60nee BbICOKMMU EMKOCTSIMA U
boree HU3KNMKN TOKaMM YyTEYUKN TaKNX KOHAEHCATOPOB.

Bbino obHapyXeHo, YTO TaKoro poAa KoHAeHcaTopbl Ha OCHOBE HMOBUA B pesynbtaTte
cnnaBneHusa/nernpoBaHuns, Kak MMHUMYM, 3anvpatoLLlero crosi BaHagnem obHapy>KmBatoT
OTYETMMBO YNYYLLUEHHbIE XapaKTEPUCTUKN aHOOUPOBAHHON OKMCHOW NneHkn. OcobeHHO 6bIno
06Hapy>XeHO UMMegaHC-CNeKTPOCKOMMYECKUMUN U3MEPEHNAMN U o6cyeToM anarpammsbl LLOTTKK-
MoTTa, 4TO KOHUEHTpauun 4edeKTOB B aHOANPOBAHHbBIX OKUCHbIX CMOSIX TAKMX KOHAEHCATOPHbIX
aHOJO0B OTYETSIMBO MOHWXKEHbI N TaK X€ HU3KW, KaK U B COOTBETCTBYOLWMX Ta,Os5-crosx. Kpome
TOro, UMEKTCS NepBbIE€ YKa3aHUs Ha TO, YTO CTabMbHOCTb B TEYEHME ANIMTENBHOIO BPEMEHM
OGnn3ka K TakOBOW y TaHTaNoBbIX aHOA4OB, KOTOpas HEAOCTUXKMMA B cryyae 00blYHbIX
KOHOeHcaTopax Ha OCHOBE HMOOMS.

B cooTBeTCTBMM C 3TMM NPeaAMETOM N306peTeHns ABNATCA KOHAEHCATOPbI C aHOOOM Ha
OCHOBE HMOOWS 1 ¢ 3anMpatoLmnM CNOEM Ha OCHOBE MATUOKUCU HNOBUSA, MpruyeM, Kak MUHUMYM,
3anuparoLLmii criot o6HapyxMBaeT coaepxaHue BaHaaus.

KoHaeHcaTopbl Ha OCHOBE HMOOUS MO CMbICIY AaHHOIO N3006peTEHMsT 03HAYal0T Takne
KOHOEHcaTopbl, KOTOPbIE UMEKOT aHO, M3rOTOBMEHHbIA N3 MENKO3EPHUCTLIX NMOPOLLKOB HA OCHOBE
HMOOWSI, NOABEPrHYThLIX CNEKaHUo, MPUYEM «HA OCHOBE HMOOWUSI» 03Ha4YaeT npoBoasne
3MEKTPUYECTBO COEQMHEHMUS NN CMNaBbl, rMaBHbIM KOMMIOHEHTOM KOTOPbIX SIBMSIETCA HUOOWIA, a
TaKke MeTannmyecknin Hnobui. MNMoaxoaaWmMMmn coeAMHEHUAMUN ABNAIOTCA, HanpUMep, OKUCK
Hnobusa NbO,, B KoTopbix Xx=0 00 2, HUTPUA HAOOMS UM OKCUHUTPUA HMobus. MoaxoaaLmmm
cnnaeamu HMOOKMs B ocobeHHocTu siBnaoTca Nb/Ta-cnnaebl ¢ cogepXaHneMm HMooust, kak
MUHUMYM, 50%.

CornacHo n3obpeTteHunto, NpeanoYTUTENEH MeTannIMyecknin HNObun (C cogepxaHmem
Kncrnopoga, obycrnoBneHHbIM ycrnosuamm nonyydenuns, 3000-4500 mnH goner Ha 1 M2 yoernbHom
nosepxHoctn) n NbO,, rae x=0,8 go 1,2.

Kpome Toro, npeanoyTutenbHble KOHAEHCATOPbl HA OCHOBE HMOOWSI UMEIT cepaueBnHy U3
HNOBUA, MPOMEXKYTOYHbIN CIION U3 HEQOOKUCU HNOOUS N ANINEKTPUYECKUIA COW U3 NATUOKUCHU
HMobwus.

MpeanoyTuTENbHOE COAEPKaHME BaHaaMA y Takoro poda KOHAEHCATOPOB HA OCHOBE HMOOMS
coctaBngeT ot 10 go 100000 mnH goner (Macchl) B nepecyeTe Ha HMobwuii 1, npu
HeobxogmmocTn, TaHTan. OcobeHHO NpeanoYTUTENBHOE CoAaepKaHue BaHaAUS COCTaBMNseT OT
200 go 20000 mnH gonemn.

AHOAbl KOHOEHCATOPOB, COrnacHo n3obpeTeHuto, Ha OCHOBE HNMOOWS, coaep Kallero BaHagui,
0oBHapyX1MBalT EMKOCTb, B CyLLECTBEHHOM Mepe He3aBncumyto oT MNMIMNAH-HanpsxeHus, TO ecTb
nogaBaeMOoro Ha aHof MOCTOSIHHOMO HaMpPsPKeHUs!, Ha KOTOPOe HakaablBaeTCs HarnpsiKeHne
nepemMeHHOro Toka ans namepeHns emkoctu. lNMpeameTom n3obpeTeHns ganee siIBNAKTCA aHOAb!
KOHOEHCATOPOB HAa OCHOBE HMOOWS, KOTopble codepaT BaHaaui. MpeanoYTUTeNnbLHO aHoabl
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cogepxat ot 10 go 100000 mnH goner BaHaaMs B nepecdeTe Ha HUOGWIA 1, Npu
HeobxogmmocTn, TaHTan. OcobeHHO NPeanoYTUTENBHO, KOorda CoOAepXXaHne BaHaansa coctaBnsaeT
o1 200 go 20000 mnH gonen.

[anee npeameTom M306peTeEHNS ABNAIOTCA NOPOLLKN HA OCHOBE HMOOMS, KOTOpble codepXat
oT 10 go 100000 mnH. gonen, npegnoyvtuTensHo 6onbe 200 MNH gonen, ocobo
npeanouTutensHo ot 500 go 20000 mMNnH goner BaHagus, B nepecyeTe Ha HMOOWIA U, Npu
HeobxoAMMOCTW, TaHTarn.

[anee npeanoyTUTENBHO, YTO MOPOLLKM Ha OCHOBE HMOBUA copgepxat 3arpssHeHus Fe, Cr,
Ni, Al, Na n K B konuyecTtse MeHbLUe, YeM 25 MAH gonen, ocobo npeanoyTUTensHO, B Cymme
MeHbLue 100 MnH gonen.

MpeameTom n3obpeTeHns Takke SBNSeTCs NpeanoYTUTENbHbIA CNocob NonyyYeHnsa NopoLUka
Ha OCHOBE HMOOWS, cnnaBneHHOro/fnerMpoBaHHOro BaHagmMeMm, cornacHo nsobpeteHuto. Cnocob
COCTOUT B TOM, YTO BaHaguWMh, OKUCb BaHaAMs U CoequHeHne BaHaaus, KOTOPOe MOXHO
rmaponiM3oBaTth B OKMCb BaHaAUs UM TEPMUYECKM Pa3NoXUTb, B TBEPAOM UMM PaCTBOPEHHOM
B/MAE CMELUMBAOT B COOTBETCTBYHLLEM COOTHOLWEHMM ¢ nopokom Nb, Nb,Os, NbO, nnu ¢
rmgpaTom naTuokmcy Hmobus Nb,Os«x H,O, cmech, npy HEOOX0ANMOCTH, MOCIE CYLLUKA
NpoKanMBatT N CMELLaHHYI0 OKUCb MOCIe 3TOro BOCCTaHABNMBAKOT 4O HEQOOKMCKU U MeTanna
1, Npy1 HeOOXOOUMOCTU, NPEBPALLAOT B HUTPUA.

B kayecTBe coeanHeHUI BaHagus NpUrogHbl BCE OKUCTblI BaHaaus, Takme kak Vo0,

VO 5, V,03 1 VO, npnuem V,05 ocobeHHo npegnoyTuteneH. [lanee npurogHbl BCe COeANHEHNUS
BaHaausi, KOTOpPble MOXHO N'MAPONM30BaTh B OKAUCK UIM TEPMUYECKN Pa3fnoXntb, HaNnpuvep,
MeTaBaHagaT aMMOHWS, oKkcuaaleTunaueToHaT BaHaamsa (1V), neHTarmgpat okcmacynbdarta
BaHaaus (IV), BaHaguiranovabl 1 Tak ganee. OcobeHHO NpegnoYTUTENeH MeTaBaHagar
aMMOHMS.

B kayecTBe HNOOMEBOrO KOMMOHEHTA MPEeANOYTUTENBHO UCNONb3YIOT MENKO3EePHNUCTbIE
nopotkn Nb,Os, ocobeHHO NpegnodTUTENBLHO rmapaTt NaTnokncu HModua Nb,Os:xx Hy0.

B kayecTBe HMOOMEBLIX MOPOLUKOB OCOOEHHO NOAXOAST BbICOKOMOPUCTLIE NMOPOLLKN, KOTOpbIe
nony4YeHbl B COOTBETCTBMU CO cnocobom 3asiutens, cornacHo US 6171363 B1, DE 19831280
A1, DE 19847012 A1 n WO 00/67936 npu BOCCTaHOBMNEHUM NSATUOKNCU HNODUS B XKNOKOM UNK
razoobpasHomM mMarHum, NnpyM HeoBXO0ANMOCTM, NOCIe NPeABapUTENBHOrO BOCCTAHOBNEHNSA A0
HeJOOKMCK C MOMOLLbIO Bo4opoAa. Takoro poga HMobuesble MeTanIMYecKMe NOpoLLKU NosyyaroT
C NpeaenbHO HU3KMMW COAEPKaHUSAMU 3arpsi3HEHNIA, BpeaHbIX ANsl TPUMEHEHUS B
KOHOeHcaTopax.

Ecnu npokanueaHue NpoBOASAT C OKUCAMU BaHaaus npu ncnornbdoBaHun Nb,Os nnmn Nb,Og:x
H,0O, To BoccTtaHoBneHue ansa nonyderHus NbO,, cogepxallero BaHaaunin, ocyLecTBRsSOT Npu
HarpeBaHun B BogopoaHon atmocdepe ot 950 go 1500°C.

BocctaHoBneHne BaHaguiicogepxatumx NbO, unu Nb,Os no BaHaguiicogepxatero Nb-
MEeTannIMyeckoro NopoLUKa OCyLWeCTBNAOT rMaBHbIM 06pa3om B cootBeTcTBMM ¢ DE 19831280
A1, DE 19847012 A1 nnn PCT/US 99/09772. MpeanodtntensHO BOCCTaHOBNEHNE
OCYLLECTBMAT C NOMOLLLIO NApoB MarH1si B aTMocdepe 3alMTHOro ra3a B HEMOLBUXKHOM CIoe.
Oco60 NpeanoyTUTENBHO OCYLLIECTBIAIOT BOCCTAHOBIIEHNE B BUXPEBOM CITO€ C aproHOM B
KayecTBe HecyLlero rasa, npMyYem HecyLUMiA ra3 nepeq Tem Kak BNyCTUTb B BUXPEBOW peakTop
nponyckawT Hag pacnnaBoM MarHUs npu TemnepaTtype, 6rmM3kon K TemnepaTtype KuneHns
MarHus.

BocctaHoBnenne npoaykra npokanueanms Nb,Og unu Nb,Os:xx HoO 1 okncu BaHagms unm V-
cogepxauero NbO, B NbO, cogepxawuii BaHagnin, Kpome TOro, MOXXHO OCYLLIECTBIIATb Npu
cmelwmnBaHnn BaHagucogepxatlero nopowka NbO, nnu Nb,O5 ¢ (npeanovtuTensHo, Takke
cogepxawmm BaHaguii) Nb-meTannnyeckum NOpoLLKOM M NOCneayoLwemM HarpeBaHmm B NOTOKE
BOAOpOAa Unn B Bakyyme o Temnepatyp ot 950 go 1600°C.

[na nonyyeHns HATPMAMPOBAHHOIO UM OKCUHUTPUANPOBAHHOIO NOPOLLIKA HA OCHOBE HMOOKS,
coAepallero BaHaguni, MeTaninydecknii NOpoLLoK HMobus unu nopowok NbO,, rae
npegnoytutensHo x=0,1...0,5, cogepxalunin BaHaguWi, HarpeBatoT B a3oTHOW atMocdepe Ao
1000°C.
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MopoLLK/ AN KOHOAEHCAToPOB, COrfacHO N30BpeTeHnio, NPeanoyYTUTENbLHO UMEIOT pasMepsb!
vyacTtuy ot 300 go 1500 HM, ocobeHHO npegnoyvTuTensHo oT 400 oo 600 HM. MNMopolwuku B
OCHOBHOM WUCMOMb3YIOT B BUAe arnoMepartoB ¢ pasmepamu 4actuy, oT 40 go 400 mkm. [ng
yCTaHOBMNEHMS pa3MepoB arnoMepaToB NPoBOAAT U3BECTHbIM CNOCOBOM AEOKUCNAOLLYI0
arnomepauuio npu HarpesaHumn Ha 800 go 1000°C B npucyTCTBMM HEDOMBLLIOIrO KONMYECTBa
MarHusa u nocnegyollee npocemsaHue yepes cuTo, ¢ pasmepom adem ot 250 o 400 MKM.

OanbHeriwyo 06paboTKy aHO4OB KOHOEHCATOPOB OCYLLECTBNAT NPECCOBAHNEM U CNIEKAHNEM
npu 1050 go 1350°C go ynnoTtHeHusa cnekaemor maccbl oT 50 go 70% 3anonHeHHoro obbema.

OanbHeriwyto 06paboTKy aHO4OB B KOHAEHCATOPbI OCYLLECTBASIIOT «aHOAUPOBAHMEMY, TO eCTb
3NEKTPOXMMUYECKNM CO3OaHMEM CrOS NATUOKMCY B TAKOM 9MEKTPONMTE, Kak pa3baBneHHas
docopHas kncnota, BNNOTb 4O 3a4aHHOMO HanpsKeHUs aHoanpoBaHus, kotopoe B 1,5-4 pasa
npesbllaeT Heobxoanmoe paboyee HanpsxeHue KoHAeHcaTopa.

YcnoBust TeCTUpoBaHus

MaroTtoBneHne, hopMOBKa U U3MEPEHUE aHOOOB, ONMUCAHHLIX B CrieayLMX NpuMepax,
OCYLLIECTBIEHO MO CrieayrLmM napameTpam, Npy yCrioB1mM, YTO B MPpMMeEpax He OroBOPEHbI

apyruve.
M3roTtoBneHue aHoOoB

Bec 6e3 nposonoku: 0,072 r
[nameTp: 3,00 mm
OnuHa: 3.25 mm

CnpeccoBaHHasi NMOTHOCTb 3,14 r/cm3

CnekaHne aHoOoB
1250°C 20 mMuHyT
1450°C 20 MuHyT
1600°C 20 MuHyT

AHoanpoBaHue
POpMOBOYHOE HaMpsKEHNE: 40 B, cootB., 60 B (cM. npumepsbl)
POPMOBOYHBIN TOK: 100 mA/r
Bpemsa cdopmosaHus: 2 yaca, cooTB., 4 yaca (CM. npumepsbl)
OneKTponuT: 0,1% H3PO4 (yaen. nposoaumoctb 25°C: 2,5 mCm/cm)
Temnepatypa: 80°C

N3mepeHne emkocTu

OnekTponuT: 18% H2SO4

TemnepaTtypa: 23°C

Yacrota 120 'y

MNAH: 1,5 B (kak npuBeaeHo)

M3mepeHune Toka yTeuku

OnekTponuT: 18% H2SO04
Temnepatypa: 23°C
Bpewms 3apsgku: 2 MUHYTBI

Hanpspkenne:  70% copmoBOYHOro HanpsbkeHus (28 B, coots., 42 B)

Mpumep 1

CnnaB HMOGOKA ¢ BaHaguem, cogepxaiwymii 0,894% BaHagus, nony4yaroT criegyowmm obpasom:
6epyT 897,9 rugpaTta okmcu HMobus Nb,Os:xx H,O (copepkanme Nb,Og paBHo 63,09%) n 9,2 1
mMeTaBaHagata ammonHna NH,VOs3, pacteopsaoT B 1000 mn H,O n xopoLo nepemelumsaioT, B
3akntodeHme cywart 24 yaca npy 110°C, a nocne aTtoro 3,5 yaca npokanusatoT npun 950°C.
Nb ,O5 x H,O umeet pasmepbl nepBuYHbIX YacTuL, okosio 600 HM. CMeCb OKUCIIOB, NOSYYEHHYO
Takvm obpasom, nomMeLLaoT B MONMBAEHOBYIO NMOAOYKY U 4 Yaca BblAepKUBAIOT Npu
TemnepaType 1450°C B MeaneHHOM NOTOKe BOAOPOAHOM aTMocdephl. [lonyyeHHas Takum
obpasom Hepookuch nmeet coctaB NbO, (andpakums peHTreHOBCKUX My4ven) U COaepXuT
0,716% BaHagua. B 3aknioyeHne NpoayKT NOMELLaoT Ha MEMKOSAYENCTYIO peLLeTKy, Nog KOTOpou
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YCTaAHOBIEH TUrenb, B KOTOPOM HaXxOAMUTCHA MarHU B CTEXMOMETPUYECKOM KonnyecTse, B 1,1
pa3 npeBblLLAaLEM KONMYECTBO KUCNOPOAa, COAEepXKaLLerocsi B HEA0OOKNCH, U B aTMOcdepe
aproHa HarpeatoT 6 4acoB npu 1000°C. NMpu 3TOM MarHuin npesBpaLlaeTcsa B Nap 1 pearnpyet ¢
HeJOOKMCbIO, Haxoaswencs Hag HUM. Nocne oxnaxaeHust nedn 4o KOMHATHOM TeMmnepaTypbl
MeaneHHO o0aBnaT BO34yX A4S NacCMBUMPOBaHMSA NOBEPXHOCTU MeTanna. BocCTaHOBMNEHHbIN
NPOAYKT B 3aKIOYEHME MPOMbIBAOT CEPHONM KUCMOTOM 1 NOCNEe 3TOro NPOMbIBaOT
OEeVNOHM30BaHHOM BOAOW 0 HEWTParibHOro COCTOSIHMSA U cyLlar.

Pes3ynbTaTtbl aHan1M3a HUOOBUMEBOro MNOPOLLIKA:

V - 8940 mnH gonen,

O - 15000 mnH gonen (3289 mMnH ﬂOJ‘IeVI/MZ),

N - 342 mnH ponen,

Mg - 190 mnH gonewn,

C - 33 mnH ponewn,

Fe, Cr, Ni, Al, Ta - kaxxagpbln <20 MIH gonen.

YpaenbHasa noBepxHOCTb nopoLlka, cornacHo BET, coctasnset 4,56 m2/r.

B ondpakumm peHTreHOBCKMX Nnyyen obHapyXeHbl Ang HNobus cnerka caBuHyTbiE€ B CTOPOHY
MEHbLUNX YrnoB criabble pedrekchbl, YTO yKasbiBaeT Ha TBepAbI pacTBOP BaHaAUs B HAOOUM.

AHOAbI M3roToBNAT M3 NopoLuka cnnaesa Nb-V, (nopowwok A) 1 13 nopoLuka HMobus,
Mony4YeHHOro B COOTBETCTBUM cO cnocobom 3assuTens, cornacHo DE 19831280 A1 (nopowuok b,
obpasel onsi CpaBHEHNS), MMEIOLEro CoCTaB:

V - <1 MIH gonen,

O - 16000 MnH goneii (3883 MrH. goneit/m?),

N - 180 mnH gonen,

Mg - 300 mnH gonen,

>(Fe, Cr, Ni) <15 mnH gonen,

C - 14 mnH ponen.

YpaenbHasa noBepxHOCTb nopoluka, cornacHo BET, coctaensiet 4,32 n2r.

M3rotoBneHHble aHoabl NoaBepPrHyThl cnekaHuto npu 1150°C n doopmoske npu 40 B. [ng
HEKOTOpbIX aHOO0B neped hopMoBKoW Obina onpeaeneHa yaensHas noBepxHocTb no BET
(Quantasorb) B 0,83+0,2 M?/r.

B tabnvuax 1 u 2 nokasaHbl pe3ynbTaTbl UIAMEPEHMS yAENbHbIX EMKOCTEN aHO40B N3 060mnx

MOPOLLKOB B pasfnyHbIX SNeKTponuTtax npu pasnunydbix MIMAH-HanpsxeHmsx:

Tabnvua 1
N3amepeHne B 18%-Hoin HoSO4

Onektponut Mopowok A Mopowok b
MNAH 0B 2B 4B 0B 2B 4B
M3mep. emkocTb, MKP 241 241 241 881 238 235
Yaen. eMKkocTb, MK(B/T 133889(133889|133889|489444 (132222 130556
M3mep.ToK yTeukn, MKA 2,97 3,04
ven. ok yreuw, HAMK®B| 0,31 | 0,31 | 031 | 009 [ 032 | 032
Tabnuua 2
WMameperune B 10%-Hoi H3PO4
Anektponut Mopowok A Mopowok b
MNAH 0B 2B 4B 0B 2B 4B
M3mep. emkocTb, MKD 159 159 159 559 151 149
Ypaen. emkocTb, MKOB/r 88333 | 88333 | 88333 | 310556 |83889 (82778
M3mep.ToK yTeuku, MKA 2,72 2,81
vnen. Tox yreuin, AmkoB| 043 | 043 | 043 | 013 [ 047 047

Mpumep 2

Huobuin-TaHTan-saHagneBblvi cnnas ¢ 1,26% BaHagvsa Nony4varT criegylowmm oopasom:
1104,3 r rmgpata okucy HMobus Nb,Os:«x H,O (cogepxanue Nb,Os 67,1%), 322,7 r rugpaTta
okucu Tantana Ta,O5+x H,O (cogepxanne Ta,Os 75,4%) n 28,93 r meTaBaHagata aMMOHMS
NH 4VOj3 TWwartensHo nepemeLLMBatoT, B 3akntodeHne cywat 24 vyaca npu 110°C u B TeueHue 12
yacoB npokanueatoT npu 1150°C. Cmecb OKMCNOB, NOMYYEHHYO TakumM 00pa3oM, Nocre 3Toro
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nomeLlarT B MoNMbAeHOBYO NOAOYKY N 6 YacoB BblAepXnBatoT npu Temnepartype 1500°C B
MeOJIEHHOM MOTOoKe BOAOPOAHON aTMocdepsl. MonyyeHHas Takum o6pasoM HEJOOKUCH UMeET
coctaB NbO, (andpakums peHTreHOBCKMX Ny4Yein obHapyXMBaeT TONbKO COBUHYTbIE K ManbiM
yrnam pednekcol NbO,) n cogepxut 21,13% TaHtana n 1,05% BaHagus. B 3aknioveHme
NPOAYKT MOMELLAKT Ha MENKOAYENCTYIO PELLETKY, NoA KOTOPOW YCTAHOBIEH TUrerb, B KOTOPOM
Haxo4MTCs MarHuim, CTEXMOMETPUYECKOE KONMMYECTBO KOTOPOro B 1,2 pa3 npesblllaeT
KONM4ecTBO K1Cropoaa, codepkallerocsi B He4OOKNCK, U B aTMOCcdepe aproHa HarpeBatoT 6
yacos npn 1050°C. MNpu 3TOM MarHuii NpeepaLwaeTca B Nap 1 pearmpyeTt ¢ HEA0OKNUCHIO,
Haxogsiencs Hag HUM. [locne oxna)kaeHust nevrm 4o KOMHaTHOW TemnepaTtypbl MeaneHHo
no06aBnalT BO3ayX ANsl NacCUBMPOBAHNS MOBEPXHOCTU MeTarnna. BoccTaHOBNEHHLIN NPOOYKT B
3aKmrYeEHME NPOMbIBAKOT CEPHOM KMCNOTOM M NOCMe 3TOro NPoMbIBalOT AEMOHM30BAHHOW BOAOW
00 HENTpanbHOro COCTOSIHNA M cyLuar.

PesynbTaTthl aHanuaa nopotuka, nonydeHHoro n3 Nb/Ta/V-cnnasa:

Ta - 24,33%,

V - 12600 mnH. gonen,

O - 12325 mnH. pgoneii (3322 mMnH. goneii/m?),

N - 92 mnH. gonen,

Mg - 45 mnH. gonen,

C - 24 mnH. ponen,

Fe, Cr, Ni, Al - kaxxgbin <20 MnH. gonen.

YpaenbHasa noBepxHOCTb nopoulka, cornacHo BET, coctaenset 3,71 m2/r.

B ondpakumm peHTreHOBCKMX Nnyyen obHapyXeHbl Ang HNobus cnerka caBuHyTbIE B CTOPOHY
MEHbLUNX YrNoB criabble pedrekcol, YTO ykasbiBaeT Ha TBepAbl pacTBOp TaHTana u BaHaans B
HMobuNn.

MarotoBneHbl aHoabl U3 atoro nopoluka Nb/Ta/V-cnnaea, (nopolok A) 1 U3 nopoLlKa HNOBWiA-
TaHTanoBoro cnnaea, NOMy4YeHHOro aHanornm4yHo, Ho 6e3 gobaeneHns metTaBaHagarta HMO6MSA
(nopowwok b, o6pasey, 4ns cpaBHEHUS), COCTaBa:

Ta-22,14%,

V - <1 MIH. gonewn,

O - 13120 mnH. goneii (3390 mnH. p.oneﬁ/MZ),

N - 112 mnH. gonen,

Mg - 67 MmnH. gonen,

>(Fe, Cr, Ni) <15 mnH. gonen,

C - 41 mnH. gonen.

YpaenbHasa noBepxHOCTb nopollka, cornacHo BET, coctaensieT 3,87 m2/r. [MonyyeHHble aHOAbI
noaseprHyThl cnekaHuo npu 1200°C n oopmoske npu 40 B. [Ana HekOTopbIX aHOA0B nepen

(hOPMOBKOI# OMpeaensioT yaenbHyto noBepxHocTb No BET (Quantasorb) 0,91+0,4 m?/?.
B Tabnuuax 3 n 4 nokasaHbl pe3ynbTaTbl U3MEPEHNs YAENbHbIX EMKOCTEW aHOAOB U3 000UX

MOPOLLIKOB B PasfnyHbIX dNeKTponuTax npu pasnuyHblix MMNAH-HanpsxeHusax:

Tabnuua 3
N3amepeHne B 18%-Hoin HoSO4

Onektponut Mopowok A Mopowok b
MNAH 0B 2B 4B 0B 2B 4B
M3mep. emkocTb, MKD 379 379 379 1319 372 367
Yoen. emkocTtb, MKPB/r 210556|210556|210556|732778|206667 | 203889
M3mep.ToK yTeuku, MKA 7,0 8,4
Vnen. ok yTeuw, HAMKOB| 0,46 | 0,46 | 046 | 0,16 | 056 | 057

Tabnuua 4

Wameperune B 10%-Hoin H3PO4
Snektponut Mopowok A Mopowok b
MNAH 0B 2B 4B 0B 2B 4B
M3mep. emkocTb, MKD 237 237 237 859 231 227
Yoen. emkocTtb, MkPB/r 131667|131667|131667|477222(128333|126111
M3mep.ToK yTeuku, MKA 6,2 6,5

Yaen. Tox yreukn, wAMK®B| 0,65 | 0,65 | 0,65 | 0,19 | 0,70 | 0,72
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Mpumep 3

Okucb HMobus (1), nermpoBaHHyo BaHagnem (MOPOLLIOK A), nonyyatoT crieayoLwmm obpasom:
TWwaTenbHO nepewwmBaloT 657,3 r NopoLlKa HNOBMIN-BaHaANEBOrO crinaea, NolyYeHHOro CorfacHo
npumepy 1, co cnegyowmum cogepkaHnem npumecen n puanyeckuMm XxapakTepuctTmkamu:

V - 6047 mnH. gonen,

O - 14500 mnH. gonewn,

Mg - 380 mnH. gonewn,

C - 44 mnH. ponen,

>(Fe, Cr, Ni, Al, Ta) <25 mnH. gonen,

N - 79 mnH. gonen,

yaenbHas NOBEpPXHOCTb, cornacHo BET, coctaenser 4,34 M2/r, HaCbINHOM yOerbHbIn BeC Mo
Ckotty 14,3 r/ntoiim?®, TekyyecTb no Xonn ®noy 22 ¢, onpeaeneHMe pasMepos 4YacTtul nNo
MacTtep3nuepy D10=65,1, D50=170,7, D90=292,7 MKMm,

7

566,5 r naTunokncu HMobmst Nb,Og<45 MKM CO CneayroLLMM COAEPKaHNEM MPUMECEIA:

>(Al, As, Ca, Co, Cr, Cn, Fe, Ga, K, Mg, Mn, Mo, Na, Ni, Pb, Sb, Si, Sn, Ta, Ti, W, V, Zr) <25
MJTH. JOnewn,

C<10 mnH. gonen,

S<10 MnH. gonewn,

1 nomeLlaroT B MonnbaeHoByo nogoyky. Jlogouky 3atem HarpesatoT 4o 1250°C B cnabom
noToke BoAOpoAa B TedeHne 6 yacos. MonydeHHbIn npoaykT (npoba A) umen coctas NbO co
cnegyowum cogepXaHmem npumecein n (ousamyecknmMmn xapaktepucTnkamm:

V - 3110 mnH. gonen,

0 -14,71%,

Mg - 90 mnH. gonen,

C - 14 mnH. ponen,

¥(Fe, Cr, Ni, Al, Ta) <15 mnH. gonen,

N - 45 mnH. gonen,

yaenbHas noBepxHocTb, cornacHo BET, coctaBnsieT 2,31 M2/r, HAacbINHOIA yAenbHbI BEC NO
CkoTTy 13,9 r/gioiim3, cbinyyecTb no Xonn ®noy 29 ¢, onpeaeneHne paamepoB YacTyL, o
MacTtep3nuepy D10=22,3, D50=123,4, D90=212,7 MKM.

AHanorMyHo Nosy4varoT NOPOLLOK AN CPAaBHEHUS U3 NOPOLLKa HMOOWS, NOMy4YEHHOrO B
COOTBETCTBMM CO Cnocobom 3asaButensi, cornacHo DE 19831280 A1, umetowwmii cnegyowimye
cofepXaHusi npumecen 1 PU3n4eckme XxapakTepucTukn:

V - <1 MIH. gonewn,

O - 13200 mnH. gonewn,

Mg - 386 mnH. gonen,

C - 47 mnH. ponen,

¥(Fe, Cr, Ni, Al, Ta) <25 mnH. gonen,

N - 84 mnH. gonen,

yaenbHasi NOBEPXHOCTb NopoLuka, cornacHo BET, coctaenset 4,01 M2/r, HaCbINHOM
yoenbHblli Bec no CkotTy 13,6 r/ntoiim®, TekyyecTb no Xonn ®noy 30 ¢, onpeaeneHe pasmepos
yacTtuy, no Mactepaunuepy D10=44,7, D50=156,2, D90=283,9 MKMm,

7

naTuokmcn HMobusa Nb,O5<45 MKM co criegylowmm cogepxaHuem npumMecen:

>(Al, As, Ca, Co, Cr, Cu, Fe, Ga, K, Mg, Mn, Mo, Na, Ni, Pb, Sb, Si, Sn, Ta, Ti, W, V, Zr) <25
MJTH. JONnewn,

C<10 mnH. gonen,

S<10 MnH. gonewn,

nony4as HernermpoBaHHyto okuck HMobus (I1) NbO (nopowok B) co cneaytomm cogepxaHnem
npuMmecen n PU3NYeCcKUMU XxapakTepucTmKkamu:
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V - <1 MIH. gonewn,

O - 14, 62%,

Mg - 54 mnH. gonen,

C - 14 mnH. ponen,

>(Fe, Cr, Ni, Al, Ta) <20 mnH. gonewn,

N - 56 mnH. gonen,

yaenbHas NOBEPXHOCTbL MopoLLka, cornacHo BET, coctaenseT 2,47 M2/r, HacbinHOM
yaenbHbIi Bec no CkoTTy 13,6 r/atiim®, ceinyyects no Xonn ®noy 30 ¢, onpeaenerne pasmepos
yactuy no Mactepauuyepy D10=27,7, D50=131,9, D90=221,1 mMKMm,

B KayecTBe obpasua ans cpaBHeHMS.

M3 06omx NOpoLLKOB NpeccytoT aHoabl, koTopble cnekatoT 20 MUHYT npu 1350°C 1 bopmytoT
npu 40 B. B Tabnuue 5 npmuBeaeHbl pesynbTaTbl N3MEpPEHU yaenbHbIX eMKOCTEN ANs aHO40B U3
o6oux nopowwkos B 18%-Hor H,SO4 npu pasnuyHblx MNIMAH-HanpskeHuax:

Tabnuua 5
Anektponut Mopotok A Mopowok b
MMAH OB 2B 4B OB 2B 4B
M3mep. emkocTb, MKD 346 346 346 1261 349 341
Ynen. emkocTtb, MKk®B/r 192222|192222(192222|700556 193889 189444
M3mep.Tok yTeukn, MKA 1,1 1,3
vnen. Tox yreuxn, wAmkoB| 0,08 | 0,08 | 0,08 | 0,03 | 0,09 | 0,10

MNpumep 4

B cooTBeTcTBMU C NnpuMepoM 1 nony4varoT HUOBUEBBLIE MOPOLLKM C PasHbIM codepaHnem
BaHaaus (cMOTpu Tabnumuy 6 Huxe, MOpoLIKM OT 2 A0 6). N3 3T1X NOPOLLKOB U U3 OJHOIO
nopoLuka, nony4veHHoro cornacHo DE 19831280 A1, uarotosnstoT aHoabl, cnekatoT npu 1150°C
1 B 3akntodeHne dopmytoT npu 40 B.

B Tabnuvue 6 npmBeaeHbl pe3ynbTaThl U3MepeHNss EMKOCTEN aHOA0B, U3rOTOBMEHHbIX N3 BCEX
LLIECTN NMOPOLLKOB, KOTOPbIE NPOBOAAT 6€3 NpUNoXeHns unu npu npunoxexHumn MHAH-
HanpsbkeHus B 2 B.

Tabnuua 6
1 2 3 4 5 6
O mnH. poneii 13800 | 12000 | 15100 | 14800 | 15300 | 13200
N mnH. goneit <300 | <300 | <300 | <300 | <300 | <300
H mnH. goneii 225 189 315 237 262 201
C MnH. gonei 36 25 29 35 28 31
3(Fe,Cr, Ni) MnH. ponein 9 7 9 6 8 8
Mg MnH. goneit 135 195 94 130 160 155
V MnH. gonei <1 77 298 371 644 942
BET-noBepxHocTs, M2/ 4,01 | 3,39 | 436 | 411 | 421 | 3,53
M3mep. emkocTb, Mk®, 6e3 MMAH| 680 400 214 206 209 198
Wamep. emkocTb, Mk®, ¢ MMNAH 214 194 205 200 207 198
Ypen. emkocTb, Mk®B/r 119450({107780{113890(111100{115000| 110000
Mamep.Tok yTeukn, MKA 4,4 4,2 4,3 4,7 4,1 4,0
Ynen. Tok yTeuku, MKA/T 62 58 61 65 57 56

dopmyna nsobpeteHust

1. KoHgeHcaTop ¢ aHOgOM Ha OCHOBE HMOOUS 1 3anuparoLLM ClIOEM Ha OCHOBE MATUOKUCH
HMobusA, cogepKalinin BaHagum, Kak MUHUMYM, B 3anvparoLLlem crioe.

2. KoHgeHcaTtop no n.1, ¢ cogepxxaHunem BaHagus oT 10 go 100000 maccoBbIX MIIH. OONEN.

3. KoHgeHcaTtop no n.2, ¢ cogepxaHnem BaHaansa ot 500 go 10000 maccoBbIX MIH. JONEN.

4. KongeHcaTtop no ogHoMy 13 nn.1-3, npMyem aHog COCTOUT U3 METANNUYECKoro Huobwms,
HEe0OKNCU HMODUA, HUTpUAa HNOBUST U/MNN OKCUHUTPUAA HNOOKS.

5. KoHgeHcaTop no ogHomy m3 nn.1-3, npuyem aHog COCTOUT U3 HMOOMIA-TaHTanoBoro crnaea.

6. KoHgeHcaTtop no n.4, npu4yem aHod COCTOUT U3 HUOOMEBOW cepaLUeEBUHbI U CINOS HEOQOOKUCH.

7. KoHgeHcaTtop no ogHomy 13 nn.1, 6, npnyem aHopg cogepxnt ot 10 go 100000 maccoBbix
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MIH. Aonen BaHaaus.

8. KongeHcaTtop no n.7, npudem aHoa cogepxut ot 500 go 10000 maccoBbIX MIH. Aonen
BaHaaus.

9. KoHgeHcaTtop no ogHomy 13 nn.1, 6, npuyem 3anupatowymii cnon cogepxumt ot 10 go 10000
MacCOBbIX MITH. Ofeli BaHaaus B nepecyeTe Ha o0ulyto maccy aHoga.

Ctpanuua: 14
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