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Meroaamu IPOCBEUMBAIOIIEH M CKAHUPYIOIIEH 3JIEKTPOHHOM MUKPOCKOIIUH UCCIIE0BAHBI HAHOKPUCTAJUINYEC-
KM€ TIOPOIIIKH TaHTaja C Pa3TuIHON YIeIbHON OBEPXHOCTHIO, MOydeHHbIe 110 TexHonorun AO « BHUMHM».
[Moporiku cocrost u3 yacTuil BesmduHoH oT 1 10 100 MKM, IMEIOIUX TOPUCTYIO CTPYKTYPY, CPOPMHUPOBAHHYIO
Kpuctajuiutamu. Pazmep kpucrannutoB coctasiseT oT 10 qo 100 M. V3 nepBUYHBIX HAHOKPUCTAJUITMYECKUX
MOPOIIKOB TaHTaJa, U3MEHAA pEKUMBI arlIoMeparyy 1 IEOKCHIUPOBAHMSL, TTOTYYHIIH TTOPOIIKH KOHAEHCATOPHOTO
KJacca ¢ yaensHoi eMkocThio oT 10 Thic. 10 150 Thic. MKKI/T. TakuM 00pa3zoM, HAHOKPUCTAIUTMYECKHE TIOPOIIKH
TaHTaNa, 3roroBieHHbIe N0 TexHoiorun AO « BHUWMHM», gBnsioTcs yHUBEpCaTbHBIMU /7S MOTYYEHHUS BBICO-
KOEMKHX KOHJIEHCATOPHBIX IIOPOIIKOB BCEX KIIACCOB.

Knrouegule cnosa: HaHOKPUCTAIITNUECKUI, TAHTAI, TOPOIIOK, HIEKTPOHHAS MUKPOCKOTIHS.

NANOCRYSTALLINE TANTALUM POWDERS: PRODUCTION,
PROPERTIES, APPLICATION PERSPECTIVES

A.L.Nebera, A.V.Lizunov, A.A.Semenov

A.A. Bochvar high-technology research institute of inorganic materials (SC «VNIINM»),
Moscow, Russia;

Nanocrystalline tantalum powders of various specific surface produced by SC «VNIINM» technology were
studied by transmission and scanning electron microscopy. The powders consist of the particles of linear dimensior
varying from 1 to 10Qum, they have a porous structure and are formed by crystallites. Crystalites have the linear
dimension in the range from 10 to 100 nm. The powders of a capacitor class of specific capacity from 10 000 to
100 00QuC/g were obtained from nanocrystalline tantalum powder by agglomeration and deoxidation techniques.
Nanocrystalline tantalum powders produced by SC «VNIINM» technology are a universal precursor for obtaining
of high capacitor powders.
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1. BBenenue

TaHTaNOBBIE MOPOIIKK HAXOAAT MIPUMEHEHUE B PA3IUUHBIX 00JACTAX HAYKW U TEXHHKH. B mepByto odepens,
HAHOKPHUCTAIUTMYECKHE MTOPOLIKH TaHTalla TPEOYIOTCS 1715l H3TOTOBIICHHUSI COBPEMEHHBIX BHICOKOEMKHUX AIIEKTPO-
JUTUYECKUX KOHJIeHCaTopoB. KpoMe 3TOro mopoIiky TaHTajaa UCIOIb3YI0T B KOCMUYECKOH OTpaciy s rmojyJe-
HUsI OEPHIUTMAOB TaHTaIa, HIOOWS ¥ IIMPKOHUS — IEPCIIEKTUBHBIX KOHCTPYKIIMOHHBIX MaTEPHUAJIOB C MTOBBIIIIEHHOH
MIPOYHOCTHIO MPH BBICOKUX TeMIepaTypax [ 1], B METUIMHE [Tl TEPMOTEPAIUH OIyXoJiei B (hopMe HAHOKIACTEPOB
TaHTana [2], a Taxoke Ui JPyTUX MEePCIeKTUBHBIX HCCIIETOBAaHUMN.
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[Ipunsito cunrars [3], [4], 9TO HOPOIIOK C HAHOKPUCTATUIMUECKON CTPYKTYPOU TOJIKEH COCTOATh U3 KPUCTAII-
JUTOB pa3zMepoM, He npeBbimatomuM 0,1 MM (100 am). 1 moayyeHUs: HAHOKPUCTAIUTHYECKUX MTOPOIITKOB TaHTa-
J1a U3BECTHO HECKOJIbKO METOJIOB: TUIa3MEHHOE PacIblIeHHe [5], BOCCTAHOBJICHHE XJIOpH/a TaHTaJla BOIOPOJIOM
[6], BOCCTaHOBIICHHE XJIOPH/IA TAHTAIA THIIPHUIIOM MarHusi 7], BOCCTAHOBJICHHUE MATHOKUCH TaHTaJla Tapooopas-
HBIM MarHuem [8].

O/HaKo BCE 3TU CIOCOOBI MOJyYSHHS] HAHOKPUCTAJUTMYECKOTO TIOPOIITKA TaHTAJIA HE SIBJISIFOTCSI IIPOMBIIIIICH-
HbIMH. B TO ke BpeMs CyIIeCTBYET CIIoco0 MOTydYCHHS MOPOIIKA TaHTaJIa ITyTEM BOCCTAHOBJICHHMSI (PTOpTaHTaa-
Ta kanus HatpueM [9], [10], Hame i mmupoKoe MPUMEHEHNE B TPOMBITIIEHHOCTH.

2. JKCNepUMEHTAIbHAS YaCTh

B AO «BHUMHM)» pazpaboTaHa TEXHOJIOTHs OTyYEeHHS IIOPOIIKOB TaHTAJIa C HAHOKPUCTAITMYECKON CTPYKTY-
POH, U3 KOTOPBIX MOT'YT OBITh H3TOTOBJIEHBI TIOPOIIKK KOHACHCATOPHOTO KJlacca C IUPOKUM JUANa30HOM Y/elb-
HBIX eMKocTei [11].

Croco0, pa3pabotannsiii B AO « BHUMHM», mo3BosisieT moryyars HOPOIIKH TaHTalla C peryIupyeMoi yaenb-
HOU MTOBEPXHOCTHIO OT 2 710 12 M?/T 1 HAHOKPUCTAITHYECKOM CTPYKTYpoit. OH OCHOBAH Ha BOCCTAaHOBJIEHUH (TOP-
TaHTaJaTa KaJusi B CMECH C MHEPTHOH IIITaK00Opa3yIoleil CoNbI0 1 METAJUIMYECKUM HAaTPUEM, C TTOCIEAYIOINM
BBIJICJICHUEM MOPOIITKA BhITIeNaurBanueM [12].

Bru10 ycTaHOBNIEHO, UTO U3MEHSISI PEKUMBI BOCCTAHOBJIEHHSI, MOYKHO ITOJTy4aTh MOPOLIKH TaHTAA C PErYIUpy-
€MOMH YJIEJIbHOU ITOBEPXHOCTBIO U HAHOKPUCTAJIINYECKON CTPYKTYPOU. YIelIbHAs TOBEPXHOCTh U KPUCTAILINYEC-
Kas CTPYKTypa IOPOLIKOB TaHTaJja ONpeNesieTcsl TeMIIeparypoil mporiecca BOCCTaHOBIIEHUS, KOTOpasi 3aBUCUT OT
COOTHOILICHHS B IIMXTe (PTOpTaHTalaTa Kaius ¥ WHEPTHOW HIIAKoOOpasyroleld CONMM M OT CKOPOCTH TO/IauH B
anrmapar BOCCTaHOBJICHUS IIUXTHI U HATPHsL. B KauecTBe MHEPTHBIX IIaKO0Opasyromux coneit ncnonb3ytor KCl,
NaCl, KF uin ux cMech.

Panee MeTomoM peHTIeHOCTPYKTYPHOTO aHaIK3a OBUIO YCTaHOBIEHO, YTO moiydeHHblie B AO « BHUMHM»
MOPOIIKH TaHTaJla UMEIOT HAaHOKPHUCTAITHYECKYIO CTPYKTYpy ¢ pazmepoMm kpuctamnutos 10 — 100 am [12]. [Ins
YTOUHEHHUS CTPYKTYPBI TOPOIIKOB OBLTH MPOBEACHBI UX HCCIICIOBAHNS METOAAMH POCBEYHBAIOLICH U CKAHUPYIO-
LU ANEKTPOHHOU MUKPOCKOIIHH.

s onpenenenus pasmepa KpUCTAJUIUTOB B MOPOIIKaX TaHTaJla HCIOIb30BaJICS METO/ AJIEKTPOHHOM POCBEUH-
BalOIIEl MUKPOCKOIIMH BBICOKOTO pasperieHus Ha 6aze anekrpoHHoro Mukpockomna «TechnaiG2 20 TWIN». CyTb
METO/Ia 3aKITF0YAETCs B MOJTYYEHHH BU3YTM3UPOBAHHOTO N300paKEHNSI MUKPOCTPYKTYPBI 00pasia 1 orpeaeieHun
Cpe/IHeTo pa3Mepa KPUCTAILTUTOB MTyTeM CPaBHEHHUS Pa3MEPOB BU3YAITU3UPOBAHHBIX YACTHUI] C MACIITaOOM ChEMKH.

J1nist monmyvyeHust n300paskeHrsl HAHOKPUCTAIUTMIECKOTO OPOIIKA TAHTANA HCTIOIb30BaJICs PEKUM paboThl « MUK-
po3oHI. M300pakeHus MoNyYaid B PeKUMax CBETIOro W TeMHoro nond. [jis storo mpoly mopoika TaHTana
Maccoii 0,5 — 1 r moMemaiiv B CTeKISTHHYIO TIPOOUPKY 00beMoM 25 mit, 100aBsuin 2 — 3 M1 IUCTIEPTUPYIONICH
JKUJIKOCTH — CITUPTA ATUIOBOTO PEKTU(PHUKOBAHHOTO U 00padaThIBaIN YIBTPa3ByKOM B YIIBTPa3BYKOBOM JTUCTICPTH-
pytouieM yctpoiictse Tuna Y3/1H wim ananornynoM B TeueHue 3 MuH. [To okoHUaHHH 00pabOTKH YIETPa3ByKOM
KaIlTIO CYCIIeH31H, B3ATYIO U3 CPEHEH M0 BBICOTE YaCTH CTEKJISTHHON MPOOUPKH, C MOMOIIBIO KarelbHUIBI ITepe-
HOCHJIY Ha JiepKareiib 00pasiia 31eKTpoHHoro Mukpockona Technai G2 20 TWIN. [leprkxareins oJCyIIMBATHN O
JIaMIIOH B TeueHue 2 — 3 MUHYT, IOCJIE Yero MOMEIIAIU B YCTPOHCTBO JIJIsl TPOBEACHUS U3MEPEHUH AJIEeKTPOHHOTO
MHUKPOCKOTIa H ITOJTy4ald H300pakeHue KPUCTAJUIMTOB B BUJIE YepHO-0€10H oTorpaduu ¢ HaHeCEeHHBIM MacIITa-
6om m3mepenui. [lomyueHnble H300pakeHMst, MPeCTaBICHHbIE Ha pUCYHKaX | — 3, MOATBEP)KIAIOT CleNlaHHbIC
BBIIIIE BBIBOABI O CTPYKTYpE TOPOIIKOB.

s onpeneneHus pa3MepoB KPUCTALIMTOB MOPOIIIKA TaHTana ObIIM TaKXKe IPOBEICHBI HCCIIeJOBaHUS Ha CKa-
HUPYIOILIEM AIEKTPOHHOM MHUKpockore. Ha pucyHkax 4-5 mokazaHsl CTPYKTYpbl HAHOKPUCTAIIIMUECKUX MTOPOILIKOB
TaHTajla C Pa3IMYHON yJENbHON MOBEPXHOCTHIO. M3 MOIMYYEeHHBIX pe3yabTaToB CIAEAYET, YTO MOPOLIKH TaHTala
COCTOSIT U3 yacThILl BeTnunHoM oT 1 10 100 MxM. HacTHIlbl IMEIOT HOPHUCTYIO CTPYKTYPY, COCTOSIILYIO U3 KPHUCTAI-
nuToB. Pa3smep kpuctamnutos coctanisieT oT 10 7o 100 M. C yBenudeHrneM yaenbHOM MOBEPXHOCTH MOPOIIKa
TaHTaJla pa3Mep YacTHIl M KPUCTAJIUTOB YMEHBIIIAETCs.
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Puc. 1. Ilopowok manmana c yoenvnoii nogepxnocmoto  Puc. 2. Ilopowox manmana ¢ yoeabHoil ROBEPXHOCHIbIO

12.1 M*/2 («TechnaiG2 20 TWIN») 8,4 M/ («TechnaiG2 20 TWIN»)
Tantalum powder of specific surface of 12.1 m*/g  Tantalum powder of specific surface of 8.4 m’/g («TechnaiG2
(«TechnaiG2 20 TWIN») 20 TWIN»)

Puc. 4. H300pasrcenue HaHOKpUCMAIUYECKOZ0 NOPOULIKA
manmana. Yoenvnas nosepxnocms 5,6 w’/2 («Camscan-S2»
Link Analytical)

Nanocrystalline tantalum powder of specific surface of 5.6
m’/g m («Camscan-S2» Link Analytical)

Puc. 3. Ilopowok manmana c yoeavHoul noGEpxXHOCMbIO
4.0 m*/2 («TechnaiG2 20 TWIN»)

Tantalum powder of specific surface of 4.0 m’/g («TechnaiG2
20 TWIN»)

J14 momy4eHns mopoIIKOB TaHTalla KOHIEHCATOPHOTo Kilacca ¢ [uana3oHoM emkoctd oT 10 Teic. 10 100 ThIC.
MKKJI/T IepBUYHBIE TOPOIIKU C HAHOKPUCTAIUIMYECKOW CTPYKTYPOH MOoABEpraiu TepMooOpadoTKe B BaKyyMe —
arioMepaIyy U AEOKCHIUPOBaHUIO. DTO HEOOXOAUMO TS OTYUYESHHUS TTOPOILKA C PAa3IUYHON YAETbHONH EMKOCTHIO
u Tpe6yeMI)IMI/I TOKaMM YTCUKH, a TAKXKC IJIA MMOBBIIICHUA HaCBIITHOM IMJIOTHOCTH, YIIYUIICHHUA TEKYYCCTH, JOCTU-
JKEHHS MaJIoi yCaaKu aHOAa MpHU CIICKaAHWU U IP. N3mensas YCi10BUA IPOBEACHHWA arjioMepalvn, MOXHO IMOJTy4aTb
MOPOIIKH TaHTaJla KOHJEHCATOPHOTO Kilacca ¢ pa3iIMyHOH yJeqbHON MMOBEPXHOCTHIO, @ COOTBETCTBEHHO U C pa3-
JINYHOH yAEJIBHON eMKOCThI0. TeMIieparypa v BpeMsi arsioMepalii CyLIeCTBEHHO BIIMSIOT HA YACIBHYIO TOBEPX-
HOCTh HAHOKPHCTAJUTMUECKUX MOPOIITKOB, YMEHbINIA €€ 10 5 pa3 mpu Temmeparype aromeparuu 1723 K.

B xozne mporecca aroMepaiiiy B MOPOIIKE TaHTalla YBEIMUUBACTCS COACPIKaHNE KUCIOPO/a, YTO MMOBBIIIAET
OCTaTOYHBIC TOKH yTEUKH. J[J11 CHUKEHUS coJiepKaHus KHCIOPOo/ia B IOPOIIKE TaHTaJla ero MOBepraoT IEOKCH-

123



Tom 7 (Volume 7) Ne 3
2015

Komnozumut u nanocmpykmypul
COMPOSITES and NANOSTRUCTURES

Puc. 5. H3o6pasricenue HAHOKPUCMATUYECKO20 NOPOWKA
manmana. Yoenvnas nosepxnocms 8,2 m*/z. («Camscan-S2»
Link Analytical)

Nanocrystalline tantalum powder of specific surface of
8.2 m’/g («Camscan-S2» Link Analytical)

JIUPOBAHUIO B IPUCYTCTBUH MOPOIIKA MarHus. JlaHHbIe
IO COJIEP’KaHUIO KMCIIOPO/Ia B MOPOIIKaX TaHTaNa 10 U
nocJie IEOKCUANPOBAHMS IPEICTaBIeHBI B Tabuie 1 u
CBUJIETENBCTBYIOT O BO3MOKHOCTH CHHXKEHHS COJEep-
JKaHUs Kuciopona B 2 — 3 pasza.

OKCIepUMEHTAIIBHO NMOKa3aHo, YTO MPOLIECCHI aryio-
Mepalry U IEOKCUINPOBAHUS IPUBOIST K PEKpHUCTaI-
JIU3AIIH — YBEJTMYEHUIO CPETHET0 pa3Mepa KpUCTallIH-
TOB mopomika. Ha pucyHkax 6—8 npencrasieHsl GoTo-
rpaduu KOHAEHCATOPHBIX MOPOILIKOB TaHTaJa, IOy YeH-
HBIE METOJIOM CKaHUPYIOIIEH AEKTPOHHOW MHUKPOCKO-
nuu. [Ipu yBenu4eHnu cpeiHero pazMepa KpucTauinTa
MIPOHCXOJIUT YMEHBIICHHE YAENbHON MMOBEPXHOCTH U
yJIebHOM €eMKOCTH KOHIEHCATOPHOTO MOPOIIIKa.

W3 nepBUYHBIX HAHOKPUCTAIIIMUYECKHUX MOPOIIKOB
TaHTana no TexHonoruu AO «BHUMHM» npu paznuy-
HBIX peKUMax arioMepaluy 1 I1eOKCUANPOBaHUS yaa-
eTcs MoJy4yaTh MOPOIIKK TaHTajla KOHAEHCAaTOPHOTO
KJlacca ¢ yAelnbHON eMKOCThIo OT 10 ThIc. 10 100 THIC.
MKK5/r v Beitze [ 13]. [Tomy4eHs! OnbITHBIE TAPTUN KOH-
JIEHCAaTOPHBIX TMOPOIIKOB TaHTalla C YJEJIbHON eMKoC-
110 10 150 THIC. MKKII/T. DTO O3HAaYaeT, 4TO HAHOKPU-

Tabnuna 1

Copep:xaHue KHCJIOPOAa B TAHTAJIOBBIX MOPOIIKAX

No CO,Z[Cp)KaHI/IC KUCJIOpOoAa B MOPOIIKE CO,Z[Cp)KaHI/IC KHUCIopoaa B IMMOPOIIKE
1'[/1'[ TaHTaJla 10 ICOKCUANPOBaHUs, % TaHTaJia MMOCJIC JOOKCUIUPOBAHUA, %
1 12 04
2 1,7 05
3 2,1 07

00003

JO0NM

Puc. 6. H3o0pasicenue KOHOCHCAMOPHO20 ROPOUWIKA MAH-
mana. Yoenvnana emxocmo 29000 mxKn/2 («Camscan-S2»
Link Analytical)

Tantalum powder of capacitor applications. Specific
capacity is 29000 mkC/g («Camscan-S2» Link Analytical)
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Puc. 7. H300pasicenue KOHOEHCAMOPHO20 NOPOUIKA MAH-
mana.Yoenvnan emxkocmo 62000 mxKn/z («Camscan-S2»
Link Analytical)

Tantalum powder of capacitor applications. Specific
capacity is 62000 mkC/g («Camscan-S2» Link Analytical)
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Puc. 8. Hzobpasicenue KonoeHcamopnozo nopouiKa man-
mana.Yoenvnana emxocms 96000 mxKn/z. («Camscan-S2»
Link Analytical)

Tantalum powder of capacitor applications. Specific
capacity is 96000 mkC/g («Camscan-S2» Link Analytical)

CTAJJINYECKUE UCXOIHBIE MOPOIIKM TAHTAJIA SIBISIOTCS
YHUBEPCAIBHBIMU JIJIs IOIIY4Y€HHUS BHICOKOEMKHUX KOHJIEH-
CaTOPHBIX MTOPOIIKOB BCEX KJIACCOB.

[Momumo 3TOM chepbl TPUMEHEHUS HAHOIIOPOIIKU
TaHTajla MOTYT 3()()EKTUBHO HMCITOJIE30BAThLCS IS T10-
Jy4EeHUS pa3IUYHbIX KOMIIO3UTHBIX MaT€pUaJiOB C OCO-
ObiMu cBoiicTBamu. B Hactosimee Bpemsi AO «BHU-
WHM» BeaeT uccieoBaHus B 00JIACTH MOJYYCHUS
YKAPOCTOMKUX MAaTEPUAJIOB HA OCHOBE OCPUILTHJIOB TaH-
Taja C MCIIOJh30BaHHEM B KaueCTBE MCXOJHBIX MaTe-
PpHAJIOB HAHOKPUCTAJIMYECKOTO MTOPOILIKA TaHTaja, Mo-
JIY4EHHOTO 110 COOCTBEHHOM TEXHOJIOTHH.

3. 3akuaouenne

Mertoaamu NpOCBEYUBAOUIEN U CKAHUPYIOLLIEH JJIEK-
TPOHHOM MUKPOCKOITUH YCTaHOBJIEHO, YTO HAHOKPUCTAN-
JIMYECKHUE NOPOUIKU TaHTajla ¢ Pa3jINuHON yHEIbHOU
MOBEPXHOCTHIO, OTy4YeHHBIE 10 TexHonoruu AO «BHU-

HMHM»y, cocTosT 3 yacTuil BeauduHou oT 1 10 100 Mxwm,
HMMEIOIIUX MIOPUCTYIO CTPYKTYPY, CPOPMUPOBaHHYIO KpUCTaLIUTaMu pazmepom oT 10 1o 100 HM.

U3 nepBUYHBIX HAHOKPUCTAJUTMYECKUX TOPOIIKOB TAHTAJIA, U3MEHSSI PEXKUMBI arlIoOMEpaIiy ¥ IEOKCUANPO-
BaHUsI, MOJTYYHIIN TTOPOLIKK KOHJIEHCATOPHOIO Kilacca ¢ yneiabHOH eMKocThio oT 10 Thic. 10 150 ThIC. MKKI/T.
Takum 00pa3oM, YCTaHOBIEHO, YTO HAHOKPUCTAJUIMYECKNE UCXOIHBIC MOPOLIKH TaHTalla, U3TOTOBJICHHBIE IO
texHosiorun AO « BHUHNHM», sBisi0TCS YHUBEPCATBLHBIMU JUIS TTOMyYEHHUS] BBICOKOEMKHX KOHJIEHCATOPHBIX
MTOPOIIKOB BCEX KIIACCOB.
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