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MeTomaMu pEeHTreHOBCKON Au(paKiuM, pPacTpOBON 3JEKTPOHHOM MUKPOCKONUMU, 3MUCCUOHHOM
CIEKTPOCKOMUU TJCIOIIEro pa3psiia, JEKTPOXMMUU W OLIEHKU MPOYHOCTU MCCAeAOBaHbI NeheKThb
YIIaKOBKM B TaHTajle, HAHECEHHOM B CpeJie Tejiusl Ha MEIHYIO MOIJIOXKY C MOMOIIBI0 XUMUYECKOTO
razoa3sHoOro OCaXKICHUS, W WX BIUSHME Ha 3alllUTHBIC CBoiicTBa. [loKazaHO, YTO BEepOSTHOCTH
o0pa3oBaHus nedekToB ymakoBku B ocaxmeHHoOM OIIK-tanTtame B mrockoctsix {112} sBisteTcs
YYBCTBUTEIBHBIM ITapaMETPOM I10 OTHOIICHUIO K YCIOBUSIM OCAXKICHUS (TEMIIEpaType M COIEPKAHUIO
reaust). C MOBBIIIEHHMEM KOHIIEHTPAIIMU I'eJIMS OT BBHICOKHMX 10 CPeTHUX 3HAUEHUI CyMMa BepOSITHOCTE
obpa3oBaHusi AehOpMalIMOHHBIX (01) M 1BOMHUKOBBIX () nedekToB ynakosku 1.50 + 3 B a-Ta Bo3pacTaer
B 1197k pa3 (o1 0.025 mo 0.13%), npu nonmskeHnn Temirepatypsl oT 800 mo 750°C — B 35 pa3 (ot 0.025
10 0.89%). IloHukeHHe BEPOSITHOCTM BO3HUMKHOBEHUSI Ae(EKTOB YIAKOBKM B OCaxaeHHOM o-Ta
TaHTAJIe CBSI3aHO CO 3HAYMTEJIFHBIM MTOBBIIIIEHNEM KOPPO3MOHHOM CTONKOCTHU M TIPOYHOCTH CLETUICHUS
MTOKPBITUSA ¢ TIoI0XKOH. [TpemnoxkeH MexaHn3Mm opMmupoBaHus MeTacTabmnbHbIX [ TIY-da3 Tanrana

Ha nedeKkTax YIakKoBKM B o.-Ta B IIOcKoCTaxX {112}.

Kmouesbie ciioBa: TaHTal, 1e(EKThl YIIAKOBKHU, MOKPHITUS, XMMUYECKOE Ta30(ha3HOe OcaxKIeHHUE.
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BBEAEHHUE

TaHTasioBblE MOKPBLITUS Ojaromapsi BHICOKUM 3a-
IIMTHBIM CBOMCTBAM MPUMEHSIIOTCS JUIS TIOBBILLIEHUS
U3HOCO- U KOPPO3UOHHOW CTOMKOCTU U CO3NAHUS
MPOMEXYTOUHBIX IU(P(Y3UOHHBIX OapbepOB Ha Xa-
POMNPOYHBIX HUKEIb-XPOMOBBIX criaBax [1]. Ux Mox-
HO UCTOJIb30BaTh B HArpeBaTeIbHBIX TPYOKax, TeMIIe-
paTypHBIX JaTYMKAaX, IIAPOBBIX KJIamaHaxX, 3alIOPHBIX
KpaHax, KOJblax yIuloTHUTened. TaHTajoBble MO-
KPBITUS TEPCIIEKTUBHBI TAKXKe B KAYECTBE TOACIOEB,
VIYUYLIAIOUIMX aAre3uto Mead K JIUJIeKTPUKaM,
IndDY3MOHHBIX OapbepoB IJIg MeIU Ha KPEeMHUMU,
U3TOTOBJIeHUsT pe3uctopoB [2]. Pa3za o-Ta umeer
00bEMHO-1LIEHTPUPOBaHHYIO Kybondeckyio (OLK)
pelIeTKy, o6JamaeT XOpoIIei MIacTUYHOCTHIO, BHICO-
Koii Temnepatypoit masnenus (7 = 2996°C), nus-
KUM YAeIbHbIM corpoTusieHueM (12.5 MkOM:cm)
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[3], BBICOKOII KOPPO3MOHHOI cTOKOCTBIO [4, 5].
®aza [B-Ta wumeer OOBEMHO-IICHTPUPOBAHHYIO
terparoHajabHylo (OLT) peluierky, siBIseTcsa MeTa-
CTaOMJILHOI aJlJIOTPOITHOM MoauduKaleil TaHTana,
CTaOMJIM3MPOBAHHOU Ha 3Tame 3apojbliieodpa3oBa-
HUS 3a cYeT MpUMeceld KMCIopoaa WK B3auMOIen-
CTBUS C ITOJJIOXKOM [2, 6]. IIpenmoiaraercst Takxe,
YTO pa3HOCTh 3HAYCHWI DSHEPTUM aJTOTPOITHBIX
MomuduKauii TaHTada o U B HEBBICOKA U 3apo-
neiin (asel B-Ta criocobeH pactu 6e3 MPUCYTCTBUS
npuMecu kuciopoaa [7]. B-Ta obiagaer BHICOKUM
yaenbHbIM comnpoTtuBiaeHueM (150—200 MxOMm:-cMm),
OH XPYIIKMIA M TEPMUUYECKU HEYCTOMYMBBIA — MpU
temriepatypax 750—1000°C nabaromaeTcs peBpalie-
Hue B — o [8]. Koppo3noHHast cTOKOCTh TOKPBITHIA
u3 B-Ta auskas [5]. B [7] Obuta mpemoxkeHa Kiac-
cuUKAINS TTOMIOXEK B 3aBUCMOCTH OT CTPYKTYPHI
ocaxJaeHHOro mokpbiTusi. Ha momnoxkax I rpyrmnbl
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(okcuabpl WIM MOMJIOXKM, JEerko obpasyloliue Io-
BEPXHOCTHBIE OKCUAbI, Hampumep, Cu) ocaxnaercs
B-Ta. Ha mommoxkax Il rpynmsl (¢ TpymoMm o6pasy-
IOIMX OKCUIIbI, Hampumep, Au) ocaxmaercs o-Ta.
Ha nomnoxxkax III rpynmnbl (BeliecTBa, y KOTOPBIX
3aTPyIHEHO 00pa30BaHME TOBEPXHOCTHBIX OKCUIOB
Ha BO3Myxe NP KOMHATHOI TeMIiepaTrype, HO KOTO-
pble OKUCJISIIOTCS MPU ITOBBILLIEHHBIX TeMIepaTypax,
Hanpumep, Ta,N) ocaxmaercsa o-Ta Ha cBeXHX 110~
BEPXHOCTSX, a B-Ta — Ha okuciaeHHbIX. B [9, 10] GbL10
MO0Ka3aHO, YTO MOBBIIIEHNE TEMIIEPATYPHI ITOIUIOXKEK
MIPUBOAUT K TOMY, YTO TUIEHKH, KOTOPHIE OCAXKIAINCH
Obl B B-(aze mipu Gosiee HU3KKUX TeMITepaTypax, BMe-
cTo 3TOro obpasyioT crpykTypy ¢ OLIK-pemreTkoii.
®opma B-Ta Grarogapsi BBICOKOMY YAETHLHOMY CO-
MPOTUBJICHUIO TIPEANOUYTUTENIbHA 1JI1 U3TOTOBIEHUS
pe3uctopoB [2], ogHakKo B OOJBIIMHCTBE OPYTUX
cny4aeB npucyrctBue P-Ta HexenateabHo. OCHOB-
HbIM CHOCOOOM HAHECEHUSI YUCTBIX TaHTaJOBbIX
TIOKPBITUIM Ha OeTad CIOXHON (OPMEI SBISETCS
XUMUYEeCKoe Ta30(a3zHOe OCAXKACHUE IO peaKIluu:
2TaC15(r) +5H,, = 2Ta + IOHCI(F) (r raz) Ipu
temnepatypax 600—1500°C [11] B cpeae MHEPTHOTO
raza. JledpeKThl yrmakoBKM — 3TO IIJIaHapHbIE 00J1acTH
C UBMEHEHHOM KPUCTAJUIMYECKOU CTPYKTYpOM, OHMU
MOTYT BO3HUKATh P CABUIE OJHOMN YacTU KpUCTaI-
JIa OTHOCUTENBHO APYroil B Mpollecce MIaCTUYECKOM
nedopmanuvu wiv Ga3oBoro npeBpallleHus, Harpu-
Mep, NpU OCaxkAeHUU 13 razoBou (asbl. ledeKkTb
VIIAKOBKM B METAUIMYECKUX MaTepuajax 3HauM-
TEJIbHO BJIUSIOT Ha IIJIACTUYECKYIO aedopMalluio,
paspyllieHue, YIOpOuYHEHME, PEeKPUCTAUIM3AIIUIO,
obpazoBaHue HOBbIX (a3 [12]. DHeprus nedekToB
YIaKOBKM ONpenessieTcsl CujlaMu MeXKaTOMHOTO BO3-
JNEWCTBUSI, TO OfHA W3 BaXXHEHIMX XapaKTePUCTUK
KpucTtajimyeckoro Marepuasa. OHa MOXET BbI-
CTYINaTh B KAYECTBE OJHOIO M3 CBS3YIOLIMX 3BCHbEB
MEXIy TapaMeTpaMM €Tro 3JICKTPOHHON CTPYKTYpHI
W XapaKTepUCTUKAMU TTPOYHOCTU U TUIACTUIHOCTH.
B pamkax Momenu BHYTPUKPUCTAIUTHOTO U MeEX-
KPUCTAJZTUTHOTO KOPPO3UOHHOTO pPACTPEeCKUBaHUS
nokaszaHo [12], 4To KOPpO3MOHHOE pa3pylIeHUE
3epeH IMPOMCXOIUT IO nedeKTaM YMaKOBKU, U OHU
MOTYT CJIY>XKMTh TakKe 3apoibllliaMd HOBOH da3sbl.
Tak, ¢azoBoe mpeBpallleHWe MapTEHCUTHOrO TUIA
rekcaroHajibHas IuiotTHeias ymnakoBka (I'TIY)
(HuzkoTeMnepatypHas aza Co) <> rpaHelleHTPUpPO-
BaHHasg kyouueckas (I'IK) (BbicokoTeMmepaTypHas
(daza Co) B KpyMTHOKPUCTALIINYECKOM KOOAIbTE ITPH
TepMOILIMKIMPOBAHNM B TeMIIepaTypHOil o00JacTu
mapTeHcUTHOM ToukHu (580—780 K) Ob110 00BICHEHO
B [13] MexaHHU3MOM YIOPSIIOUEHHOTO CKOJIbXEHUS
(B KaxOoi BTOPOI IUIOTHOYNAKOBAHHOM IIJIOCKO-
cTH) yacTUyHbIX nuciokanuii loknu ¢ obpazosa-
HUeM AedeKTOB yIaKoBKU. biaromapss mx HU3KOI
sHeprum TipeBpameHne B Co TIpOTEKaeT JIETKO

[14]. IIpeBpaiuenune Ttakoro xe tuna I'TTY — I'lIK,
BbI3BaHHOE Je(OpMallMOHHBIMU JedeKTaMUu yIia-
KOBKH, Habmoaanoch Takxke B [15—18]. B [19] 6bu1un
U3y4yeHbl MOpP(QOJIOTUS U CTPYKTypa TaHTAJOBBIX
MOKPBITUM, MOJYYEHHBIX XMMUYECKUM Ta30(ha3HbIM
ocaxmeHueM. bbITo MmoKa3aHoO, YTO B 3aBUCUMOCTH
OT TeMIIepaTypbl HAHECEHUS U MaTepuaa MOMIOXKU
Ta mMoxeT ocaxmarbcsd B Bume cradbmibHoii OILLK-
(aszbr u MetactabuibHbIX OLT-, TTIV- u I'IIK-@as3.
YcraHoBeHO, YTO (hPOPMUPOBAHUE METACTAOUIBHBIX
OIT- un I'TTY-¢da3 tanTana comnpszkeHO C HaKOIIIe-
HueMm aedekroB ynakosku B OLIK-TaHTane B mmioc-
koctsx {112} [19]. OnHako (popmupoBaHue 1eheKTOB
VIIAKOBKM B TaHTaje B IIPOIECCE XMMUYECKOTO
razoda3Horo ocaxxJaeHus U UX BIUSIHUE Ha CBOMCTBA
MTOKPBITHS HEIOCTATOYHO N3YICHEL.

Lenblo Hacrosieid pabOTHI OBUIO MCCIICIOBA-
HUEe OedeKTOB YIMAaKOBKM B TaHTaje, HAHECEHHOM
B cpelie Ieliisl Ha MEIHYIO IOIJIOXKY C ITOMOIIBIO
XMMUIECKOTO Ta30(ha3HOTO OCAXKIECHMS, 1 3alIUTHBIX
CBOMCTB TAHTAJIOBOI'O IIOKPBITHSI.

OKCITEPUMEHTAJIbHAA YACTb

XuMudyeckoe ra3odasHoe OcaxXIeHUe TaHTala
Ha MEIHYIO TIOMJIOXKY IPOBOIMJIM IIPH TeMIIepa-
Type 650—800°C B cpele BBICOKOYMCTOTO TeUS
(99.9999 06. %) [11]. ConepxaHue reus y BapbUpO-
BaJId B MHTEepBaJle OT HU3KUX 10 BEICOKMX 3HAYCHUI.
B pabote nconbp30Bany HWIMHIPUYECKUE TTOMTIOXK-
k¥ u3 Menu (99.96 mac. %). [ToBepxHoCTH 00pa3LIOB
repea HaHeCEHMEeM MOKPHITHI IUTM(OBAIN U 3aTeM
nonupoBany. TOMIIWHY TOKPBITUS { OIPEeAeIsiin
METOIOM 3MUCCHOHHOM CIEKTPOCKOMNMUHU TJCIOLIETO
paspsaa Ha criekrpoMerpe GDA 650 HR. 3a ¢ ipu-
HUMAJIM TOJIIUHY, TIPU KOTOPOM MacCcoBbIe KOHIIEH-
Tpalliy TaHTajJa M MeTaJUla ITOMIOXKNA ObLIA paBHBI
MeXIy co0oii. Mopdoaornio n XuMU4IeCcKnii CocTaB
00pa3loB HCCIAEAOBAIM B PAcTPOBOM 3JIEKTPOH-
HoM Mukpockone (POM) Thermo Fisher Scientific
Quattro S ¢ cucTemMoil PHEProAUCIEPCUOHHOIO MU~
kpoananu3a EDAX Octane Elect Plus EDS System.
CrpykTypy 00pa3lioB HM3ydaJid METOOOM pEHTIe-
HOBCKOI qudpakunu Ha nudpakromerpe “JPOH-3”
(CuK -usnydenue). KauecTBeHHBIN (ha3oBblii aHAIN3
BBITIOJIHSIIM € TTIOMOIIbIO TTporpaMMmbl EVA, Konuue-
CTBEHHBII MOJHOIPO(MWIBHBIN aHAIUN3 — METOIOM
PutBenbaa ¢ ucrnonb3oBanueM mporpamMmbl TOPAS
4.2. Ilpodpunb momHOro ¢U3NYECKOro YIIUPEHUS
OIIPEIEeISUIN C YY4ETOM JIMHUI BOJIB(GPaMOBOIO 3TAJI0-
Ha. CymMMy BeposITHOCTeM oOpa3oBaHus aedopmaiu-
OHHBIX (0) U IBOMHUKOBBIX () nedeKkToB ynakoBKu
PacCUMTBIBAIA TI0 YIIUPEHUIO pedIIeKCOB ITyTeM
TapMOHMYECKOTO aHaau3a AUQPaKIMOHHBIX JIMHUI
MeTomoM YoppeHa—ABepOaxa, peliast CUCTEMY ypaB-
HeHuit [20]:

MMOBEPXHOCTDb. PEHTTEHOBCKHME, CHHXPOTPOHHBIE U HEUTPOHHBIE UCCITEDOBAHUA Ne9 2024



82 JIYBHHWH u np.

A, 1 1 1 (L5a+p) 2 )
L, o1 Legior L a 32
s 1.
o4 1 =l+( 50c+[3)i 2
JL, wy Lemor L a 3

rae A,— koabduuuentsl Oypre; L — rapMoHuye-
cKasl IepeMeHHasl, CBsSI3aHHasl C PACCTOSIHUEM B KpU-
CTAJUTUUYECKOU pellleTKe BIOJIb HOPMaJU K OTpaXaro-
LIUM TIOCKOCTAM; L. — 3(MQEKTUBHBIA pasmep
KPUCTALIUTOB; L — WCTUHHBIA pa3Mep KpUCTai-
ymToB; a — napametrp OLIK-pemerkn. Kophau cucre-
Mbl — L u 1.50 + B.

IIpouHOCTb ClieTICHMST TTOKPBITUSI ¢ OCHOBHBIM
METaJLIOM OTIPEICIISUIM METOIOM HaHEeCeHUS LIapaItiH
OCTPHMEM pEXYIIEero WMHCTpyMeHTa. KopposmoHHoe
MOBEICHWE H3y4Yald METOIOM IIOJISIPU3ALIMOHHBIX
kpuBbIX B cpenie 0.5 M H,SO, ipu KOMHATHO¥ TeMIie-
paType M CKOpOCTH M3MeHeHMs noteHumana 1 mB/c,
BBIIEpKUBasi obOpasell B pacTBOpe Ieped CheMKOM
B TeyeHue 30 MUH. DJIEKTpPOAHbIE TMOTeHLMAIbl F
B paboTe MPUBOAWIN OTHOCUTEIBHO HACHIIIEHHOTO
XJIOpUII-CepeOpsiHOro syekTpona. CTelmeHb KOppo-
3MOHHOM 3aIMTHl TOKPHITUH Z OLleHUBaIH 10 (op-
MyJie:

Z=1- (io.sTa/io.6Cu)a (3)
j ni

I iy ¢, ¥ i) o1, — TUIOTHOCTH TOKA ITpU E'= 0.6 B msa
MOJJIOXKH 0€3 MOKPBITUS U C OCAXKIEHHBIM ITOKPBI-
THEM COOTBETCTBEHHO.

PE3VJIBTATHI 1 UX OBCYXJIEHMNE

Ha puc. 1 nmokazansl POM-uzobpaxkeHuss TaH-
TaJlOBOIO TOKPBITHS, HAHECEHHOTO0 C TOMOIIIbIO
XUMMYECKOTO Ta30(pa3HOro ocaxkaeHMs IpU pa3ing-
HBIX TeMmIlepaTypax U pa3HOM COJAEPXKaHWU TeJUs.
IMokpriTue, ocaxaeHHoe npu 7= 800°C u BBICOKOIT
KOHLICHTpALIVY TeJIus y, XapaKTepu3yeTcsl HaIuunueM
TPELIMH U IOp, pa3Mepbl KPUCTAJUIOB COCTABJISIOT
meHee 1 MM (puc. 1a). C mOHMXEHHUEM Y 10 CPETHUX
3HAYCHMI YIIy4IIaeTcsl MUKPOCTPYKTYpa ITOKPBITHS,
OHO (dopMHUpyeTcsT 0e3 BUOUMBIX TPEUIUH W IOP
(puc. 10). HdanbpHeiilliee CHMXXEHUE y OO HU3KUX
3HAYCHUI MPUBOIUT K OCAXKACHUIO IJIOTHOTO KPYII-
HOKPHUCTAJUIMYECKOTO MOKPHITUS (5 MKM) (puc. 1B).
BnusHue TeMmeparypbl MpU TMOCTOSHHOM HU3KOM
3HAYCHUH y HA MUKPOCTPYKTYPY HOKPBITHI IIOKa3aHO
Ha puc. Ir—e. [1pu noHmxeHuu tremmnepaTypsl oT 800
1o 650°C HabomaeTcst TEHASHLIMSI K 00pa30BaHUIO
IMOPUCTOTO TOKPHITHUSI, COCTOSIIIIETO U3 CTOJIOYATHIX
KpUCTajIoB minHo#i 1—3 mMxM u guametrpom 0.1—
0.2 MxMm. ITo gaHHBIM SMUCCUOHHOM CIIEKTPOCKOMUU
TJICIOLIETO pa3psiia OCaXKICHHBIC ITOKPBITUS MpPEem-
CTaBJISLTM cOOOM TaHTaa yucToToi 10 99.97 mac. %,
ToHOM ¢ oT 2 mo 30 mkm (tab6iu. 1). Kak BumHo,
¢ poctoM T ¥ OHMXEHHUEM COIEpKaHUS Teus Mo-
BBIIIACTCSI YMCTOTA MMOKPBITHUS (puc. 2).

Ha puc. 3 npencraBieHbl peHTTeHOBCKUE TUdpaK-
TOTPaMMbI TAHTAJIOBBIX ITOKPHITHI, OCaXKIEHHBIX IPU
800°C, a B Tabn. 1 — pesyabTaT ux oopadorku. Ilpu
T=2800°C B 3aBUCUMOCTU OT KOHLEHTPALIMU TeIUS Y
TaHTaJI OCAXIACTCS B BUAC Pa3IUYHBIX KPUCTAJUIMYE-
ckux moaudukammii: OIK, OUT u I'TTY. Ilpu Beico-

Puc. 1. POM-u300pakkeHUsT TAHTATOBBIX ITOKPBITHI, TMOTYYEHHBIX XUMUYeCKUM TazodasHbM ocaxaeHueMm mipu 8§00°C
U BBICOKOIA (@), cpeaHeii (0) 1 HU3KOI (B) KOHLIEHTpALIMK Teinst y, Tpu HUu3Koii y 1 750 (1), 700 () 1 650°C (e).
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Taomuma 1. CTpyKTypa M 3alllUTHBIE CBOICTBA TaHTaja, MOJYYEHHOTO XUMHWYECKUM Ta30(a3HbIM OCaXICHUEM TTPU

pas3IMYHON TeMIlepaType 1 CoAep>KaHUU TeJivsl Y

Ol K-da3za OLT-daza I'T1Y-¢aza
¥, YCI1. eql. T.°C | t,MKM Z, %
a, HM 1500+ B, % a/c ajc
Bricokas 2.0 — — 0.998/0.534 0.287/0.537 0
Cpennsis 800 8.0 0.3321 0.13 - 0.310/0.493 99.4
30 0.3320 0.025 — - 99.996
750 30 0.3316 0.89 — 0.285/0.530 99.4
Huskas
700 14 - - 1.009/0.549 — 77
650 10 — - 0.987/0.528 - 9.93

[MpuMedaHwue.  — TOMIIMHA TIOKPHITHS, @, ¢ — TIAPAMETPHI PEIETOK, O ¥ 3 — BEPOSITHOCTh 00pa30BaHUs nehOpMaIIMOHHBIX
¥ IBOMHUKOBBIX Ae(DEKTOB YITAKOBKU COOTBETCTBEHHO, Z — CTENEeHb KOPPO3UOHHOM 3aIlIMThI.

kux y ocaxnaercs B-Ta (OLIT) ¢ nmpumecnio I'TIY-Ta
(puc. 3a). ®opmupoBaHue MeractadbmibHBIX OLIT-,
I'UK- u I'TTY-¢a3 taHTana xapakTepHO JJIsI CUJIBHO
HEepaBHOBECHBIX IIPOLIECCOB, TAKUX KaK OCaXKICHUE
M3 ra3oBoii a3kl U I1acTudeckast aecpopmanust [7, 21].
[TapamMeTpbl pemIeTKd OCaXICHHOTO B HACTOSIIEH
pa6ote -Ta npu BeicoKuX y (Tab:1. 1) GIM3KU K cripa-
BOYHBIM 3HAYEHUSIM (aOLlT =1.0194, Cour = 0.5313 aM™,
JCPDS 25-1280). I'TTY-da3a npu BHICOKOKM KOHIIEH-
tpaunmn yu T'= 800°C ocaxkmaeTcs ¢ yMEHBIIICHHBIM Ma-
pPaMETPOM a Y yBeIMYEHHBIM napaMeTpoM ¢ (a =0.287,
¢=0.537 HM) 110 CpaBHEHMIO C U3BECTHBIMU IUTEPATYP-
HbIMU JaHHbIMK [22] (a.,, = 0.304, ¢, = 0.494 Hm).
IMommMoO oTpakeHUIA TaHTaJIa Ha PEHTTeHOBCKOM TH-
(pakTorpamme BUIHBI pedIeKCH METHOM MOMTOXKHY.
TNoHmxeHne y 10 CpeaTHNX 3HAYCHUI TIPUBOINT K yBe-
JIMYEHMIO TOJIIMHBI TOKPHBITHS, O YeM CBUICTEIBCTBY -
€T YMEHBIIIEHE MHTEHCUBHOCTH OTPAXKEHUI TTOIJTOXK-
ku (puc. 36). Dopmupyercss MOKPLITUE HAa OCHOBE

' 05+ B-C O
; 0—N o
S B

§ 0.4 O-o 2
£ 03F

] &)
202 v Y o9 v ¢

= o o o o S
20l R &8 & 8

S olMm m v o Tl

y, OTH. €f.

Puc. 2. ConmepxaHue yriepoaa, a3oTa M KHUCIOpOaa
B TAHTAJIOBBIX ITOKPBITUSX, IOJIYYEHHBIX XUMUYECKUM
ra3oasHbIM OCaXKIEHUEM IIPU Pa3IMIHON TeMIIEpaType
¥ KOHUEHTpaluu reiust y. OTHOCHUTEIbHBIC TTOTPELIHO-
CTH OTIpeNIe/ICHUST KOHILIEHTpauii He NpeBbimaoT 20%.

crabmipHOl OIIK-da3er TanTana ¢ nmpumecbio TTIY-
(asbl. [TapameTpbl pelIETOK OCAXKAEHHBIX MPU Cpell-
Hux yu T=800°C OLK- u I'lTY-da3 61mn3ku K copa-
BOYHBIM 3HAYCHUAM: d = 0.3306 HM (JCPDS 4-788)
u a.,,=0.304, c,=0494 um ([22]). HanbHeiiiee
CHIDKEHME ) TPUBOAUT K HCYE3HOBEHUIO pedieK-
coB ITIY-da3el u momioxkku Ha AudpakTorpamMme
(puc. 3B). Ha puc. 4 npeacraBieHbl AUMPPAKTOrpaMMbl
MOKPBITUIA, ocaxkaeHHbIX ipu T'= 650—750°C, B Tabu1. 1
MOKa3aHbl pe3yabTaThl MX 00paboTku. CHMXeHUe
TeMneparypbl ocaxaeHus: oT 800 go 750°C mpuBoauT
K OCaXIEHWIO COBMECTHO ¢ O-Ta HeOOJBIIOro KOJMH-
yectBa I'TIY-dasbl. JanpHeiilee NOHWXKEHNWE TEMIIE-
partypsl 10 700—650°C npuBoauT K ocaxaenuio 3-Ta.

Kax usBecTHO, nedeKThl yNakKOBKW TUIaHApHBIE,
3ajIeTaloT B OMNpeneeHHbIX KpUCTaiorpadruuecKux
TUIOCKOCTSIX U BbI3BIBAIOT aHU30TPOITHOE, 3aBUCSIIIEE
OT WHAEKCOB hkl ymupeHue mnpoduiein audpak-
LUOHHBIX OTpaXeHUM. AHM30Tpomnusl AUPpaKInuU
MO3BOJISIET pa3neJuTb 3(MGEKThl AUCIIEPCHOCTH
3epeH U HaJauuue nedeKTOB yNaKoBKU. YAOOHBIMU
Ka4yeCTBEeHHBIMU MHIMKATOpaMu Ie(heKTOB YITaKOB-
KM SBISIIOTCS 3aBUCUMOCTU BunbsMcoHa—Xosna
IUISI  MHOIWBUAYalbHBIX peduekcoB. OTKIOHEHUE
TMIOCTPOEHHBIX TOYEK OT JIMHEMHOW 3aBUCHMOCTHU
OTpaxkaeT aHU30TpomHoe ymmpeHne. Ha puc. 5
npeacTaBjlieHa 3aBUCUMOCTb BuibsHcoHa—Xosna
g ocaxaenHoro OIIK-ranrtama. Kak BumHo, Be3ne
MPUCYTCTBYET AHW3OTPOITHOE VIIWMPEHUE JIUHUIA,
MpUYeM XapakTepHOe IJIT Haaudus nedeKToB yIa-
KOBKM. KayecTBeHHBIM KpUTEpUEM TTPUCYTCTBUS €~
¢exToB yrmakoBku B OLIK-kpucramiax B IJI0CKOCTSIX
{112} MOXHO cUMTaTh yBeIWYEeHHOE (TI0 CpaBHEHUIO
C JMHEWHON 3aBUCHMOCTBIO) YIIIMpeHUE pedieKcoB
002 [20]. Pe3ynabrarhl pacueToB ae(eKTOB YIIaKOBKU
B OIIK-TaHTaze npeacraBieHbl B Ta0d. 1.
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Puc. 3. PeHtreHoBcKkue arhpakTOrpaMMbl TAHTAJOBBIX MOKPHITH, ITOTyYSeHHBIX XUMUYECKUM ra3oha3HbIM OCaXKICHUEM
npu 800°C u BbIcOKOI1 (a), cpenHeit (0) M HU3KOM (B) KOHLIEHTPALIMU TeJIMS.

BeposiTHOCTh 00pa3oBaHusl Ae(PEKTOB YIMaKOBKU
B OLIK-TanTaze B mmockoctsx {112} cuabHO 3aBUCUT
OT YCJIOBUI OCaXICHUS: CO CHIKEHUEM CONepKaHsI
reJids y OT CPeIHUX 3HAYECHUI IO HMU3KUX BEPOSIT-
HOCTb TIOHITKAETCS B IISITh pa3, a MPH TTOBBIIICHUHT
temmepaTypbl oT 750 go 800°C — B 35 pa3. Kak
OBLTO TTOKA3aHO BBIIIE, TP HU3KOM KOHIICHTPAIIUHN

rejivusl TaHTajl ocaXKaaeTcs B BUIE Oi-(a3bl ¢ HUZKUM
YpOBHEM Ne(heKTOB YIaKOBKU, MpPU CPEIHUX Y pac-
TeT BEPOSITHOCTh MX OOpa3oBaHMsI, a MPU BbBICOKUX
BeJIMUMHAX y ocaxnaercs B ocHOBHOM [-Ta. [ToBbI-
IIEHWE KOHLIEHTPALMU TeUsI COMPSIKEHO C HAKOII-
JIeHueM JedeKToB YMakKOBKM W (HOpMUPOBAHUEM
MeTacTabWwIbHBIX (a3. McciemoBaHust 00pa3oBaHUs
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Puc. 4. PenTreHoBCcKMe TH(PaKTOrpaMMBbl TAHTAIOBBIX MOKPBITHIA, TTOJYYEHHBIX XUMUUYECKUM Ta30(a3HbIM OCaXKICHUEM
MPY HU3KOM KOHIEHTPALUM T'eJIUd U pH TeMIiepaType: a — 750; 6 — 700; B — 650°C.

LIEHTPOB 3apOKAEHUS TMOKPBITUI MOKAa3bIBAIOT, YTO
TMOBEPXHOCTHASI TTOABIDKHOCTbH aTOMOB 3KCITOHEH-
LIMATBbHO 3aBUCUT OT —O/kT (¢ — HEKOTOPHBI MOTEH-
LYaJl B3aMMOJENCTBUSI aToMa C TOIOXKOM) [23].
IIpenmonaraeTcsi, 4TO aTOMbI anCOPOMPOBAHHOTO
raza yMEHBIIAIOT TIOBEPXHOCTHYIO TTOIBVKHOCTD
OCaXXIeHHBIX aTOMOB MeTajljla. 3axBaT aTOMOB rasa,
CBSI3aHHBIX B OCHOBHOM cmiaMmu BaH-nmep-Baanbca,
MPUBOAUT K 00pa30BaHUIO MTOPUCTHIX U CUJITBHO pasy-

MOPSIIOYEHHBIX TOKPHITUi [23]. B cBSI31 3TUM MOXHO
oJjiaraTh, YTo HaOJIIOMaeMoe B pabOTe BIMSTHUE TEIIHS
Ha CTPYKTYPY HOKPHITUSI OOYCJIOBJICHO ITOHXKEHUEM
ITOBEPXHOCTHOM MONBIDKHOCTH OCAKICHHBIX aTOMOB
TaHTaja B IIpollecce Kpucraummsauuu. Ha puc. 6
MPEICTaBIIeHbl  Pe3yNbTaThl OIEHKW TIPOYHOCTHU
CLIEIUICHMS ¢ TTOIJI0XKOoM. Ha moBepxHOoCcTH 06pasia,
nojsyyeHHoro npu Bbicokux y u T'=800°C, BOIM3U
LIApalHbl BUIHBI MEJKUE TPEIIMHBI U OTCIIOCHMS
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Puc. 5. [Iloctpoenue BuibsimcoHa—Xosuia [Jist
OLIK-taHTama, TOJYYEHHOTO XUMMYECKUM ra3o-

¢dasHbiM ocaxkaeHneM npu 800°C u cpenHeil KOH-
neHTpaiuu reaus y (A), 750°C u Huskoi y (o), 800°C
u Hu3koii y (). ITorpemHocTy Ha rpaduKe He IIPEBbI-
1IAI0T pa3MePOB TOYEK.

MOKpBITUS (puc. 6a). bojee KpymHBIE TPEIIMHBI
HaOJTIOMaI0TCS B Cilydae oOpasliia, MOJyYeHHOTO Tpu
cpenux y u 1T=800°C (puc. 66). IlpakTuyecku
OTCYTCTBYIOT TPEIIMHBI Ha TTOKPHITUN, OCAaXIEHHOM
npu Hu3kux y u T'= 800°C (puc. 68). I1o Mepe 1moHu-
KEHUST TeMIlepaTyphbl ocaxXaeHUs MOKphIThii oT 800
10 650°C (puc. 6r—e) B MCIIBITAHUSIX YBEININBACTCS
CeTKa TPEIIWH W OTCIOeHUI. Xopollee CIeTUieHre
HaOonaeTcs s o-Ta ¢ HU3KUM YpOBHEM Je(heKTOB
YIIaKOBKH.

Ha puc. 7 mnpencraBieHbl MNOJSIpU3ALMOHHbBIE
KpHUBBIE 00pa31I0B MOKPHITUI B CpaBHEHUHU C 0Opa3-
1LlaMU YMCTBIX MEAW U TaHTajna, Ha puc. 8 U B TaOJI.
1 — pe3yabrarhl UX 00padoTku. Kak BuaHO, moss-
pU3ALIMOHHbIE KPUBbIE TMOKPHITUI HE COBMAAalOT
C KpUBOM 4YMCTOro TaHTajlla. MOXHO MoJjaraTb, 4TO
9TO 00YCJIOBJIEHO Pa3BUTOM IMTOBEPXHOCTHIO OCAXKIEH-
HBIX TTOKPBHITUI, HamuuueMm mop. 1o Bumy KpuBBIX
(61M30CTh K KpUBOM TaHTaJla WA MEAu), TTIOTeHLIU-
ay Kopposuu E ¥ 3alIUTHOMY JAEACTBUIO Z MOXHO
BBIAEJUTh TPU Tpymnmbl mokpeituii: I — Z < 90%,
OTCYTCTBME 3aliuTHoro aeiicteusi (£~ FE

cor corCu’

i, 20.01 MA/cM?), 06pasLIbl TOJTYyYEHBI TP BBICOKUX
yum npu T < 700°C; Il — Z=94%, cnaboe 3aiut-
Hoe neiictue (E ~E ., i =0.009 mMA/cm?),
00pa3slibl oayYeHbl Tpy cpenHux y u 800°C unu npu
Hu3kux y u 750°C; III — Z=99.996%, BbICOKOE 3a-
wutHoe neiicteue (£~ E . i =0.003 MA/cM?),
obOpaszen noaydeH npu Hu3kux y u 800°C. B I rpyniy
MOMAAaloT MOKPHITUSL Ha ocHoBe B-Ta, a B TpynIbl
II u III — Ha ocHoBe o-Ta. bauzocts mosspusa-
LIMOHHBIX KPMBBIX B TpyIIie | K KpUBbIM MeIu CBU-
NIETeTbCTBYET O TPUCYTCTBUU CKBO3HBIX ITOP JIMOO
oTcioeHui mokpeiThii. [1ogo6HOe MoBeaeHUEe OBLIO
OTMEUeHO paHee B [5], rme ObUIO M3Yy4YeHO KOpPpO-
3uoHHoe noBeaeHue crajein AISI 4340 ¢ mokpbITUSI-
Mmu u3 o- 1 B-Ta. ABTopamu [5] 6bIT0 TIOKa3aHO, YTO
IOPUCTOCTh TOKPBHITHII TOJIIUHOK MeHee 10 MKM
(o- 1 3-Ta) OblTa 3HAYMTENBHOM, @ OTKPBITHIE TTOPBI
MPUBOAWIN K CUILHOM JIOKAJTbHON KOPPO3UU CTallb-
HOWM MOUTOXKH, OTCJIOEHUTO Y TIOJTHOMY Pa3pyIIeHUIO
nokpbiTusi. Kpome Toro, mokpeiTusi U3 B-Ta Obutn

boJree TTOMBEPKEHBI paccIalBaHMUIO, YeM TTOKPBITHUS

Puc. 6. Tect aparmaHueM TaHTAJIOBBIX ITOKPBITUIA, MOJYYEHHBIX XUMHYECKUM ra3oda3HbeiM ocaxneHreM npu 800°C u BbI-
coKoli (a), cpenHeit (6) 1 HU3KOM (B) KOHLIEHTpAIUU refivs y, pu Hu3koi y u 750 (r), 700 () u 650°C (e).
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Puc. 7. IlonsgpuzauoHHble KpPUBbIE TAaHTAJIOBBIX IMO-
KPBITHIA, TIOJYYEHHBIX XUMUYECKNM Ta30(ha3HBIM Oca-
xaeHueM npu 800°C u Beicokoii (1), cpenHeit (2) u HU3-
KOIt (3) KOHUEHTpaluuu Teausl y, Tpu HU3Kou y u 750
(4), 700 (5) 1 650°C (6), a Takxe TaHTana ( 7) 1 MEIHOI
MnoUIoXKKU 6e3 MokphITUs (8). Cpena cbeMku — 0.5 M
H,SO,.

._lcor O _Ecor
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Puc. 8. Pe3ynbTaThl 3J1€KTPOXMMUYECKUX WCIBITAHUI
B 0.5 M pactBope H,SO, TaHTaIOBBIX MOKPBITUI B 3a-
BUCUMOCTHU OT YCIIOBU WX OCaXIEHUs (TeMIiepaTyphbl
W colepXaHusl renus y): i v E_— IIIOTHOCTb TOKa
U TIOTEHIIMAJ KOPPO3UU COOTBETCTBEHHO. Takxke Mpu-
BelleHbl JaHHbIe M1 YMCThIX MeTaioB Cu u Ta. Or-
HOCHTEJIbHBIE MOTPEMIHOCTY ompeaenenus i u E
He npeBblanT 15%.

Ha ocHoBe o-Ta. IToayyeHHbIe B paboTe pe3yabTaThl
O CPAaBHUTEJbHON CTOMKOCTHU IIOKPBITUN HA OCHO-
Be o~ u B-Ta cornacyiorcss ¢ maHHbIMUA [5]. OHu
MOKa3bIBaIOT, YTO 3alllUTHOE JCHCTBHE TaHTAJOBBIX
MOKPBITUM KOPPEIUPYET C MPOYHOCTHIO CUETIJICHUS
1 HU3KOI BEPOSITHOCTbIO (hDOpPMUPOBaHUSI Ae(EeKTOB
yIakoBKHU B o-Ta.

Kak ObIJI0 MOoKa3aHO BBIIIE, MTPU BBICOKON KOH-
LICHTpaLIMU T'eJIMSI U OHMXKEHHOM TeMIlepaType TaH-
Tas ocaxnaetrcs B Buae I'TIY-ba3bl. ATOMHBIN Mexa-
Hu3M ¢azoBoro npespaiueHus o (OLK) — ¢ (I'TTY)
B XeJie3e T0J, JaBJIeHreM ObUT IIPeIIoXeH B [24—26]
U eule paHblie broprepcom [27]. MexaHu3Mm npeBpa-
LIEHW BKIIoYaeT aBe craguu [26]: cxarne OLIK-pe-
meTku B HampasieHun [100] (ymeHblIeHUE MeX-
TUIOCKOCTHOTO paccTosiHus d,,) ¢ OXHOBPEMEHHBIM
pacTsekeHueM BaoJib HampabieHust [110] (yBenuue-
HUe d|)); HEMOJHBIA caBur B Mmiockoctu (112)
B HampaieHuu [110]. CxemaTuuecku TakouW Mexa-
HU3M TIpeBpaIlleHUs MpeJcTaBieH Ha puc. 9. BuaHo,
YTO MCKaxkK€HUsI HEMpPaBUJIbHOIO IIECTUYTOJbHUKA
MPUBOAAT K (POPMUPOBAHUIO TeKCaroHa — XapakTep-
Horo anemeHTa [TIY-pemerku. HenoaHslit caBur
B 1utockoctax (112) B Hampasiaenuu [110] (coBur
Ha 1/6 MeXXaTOMHOTO PacCTOSTHUS) SIBJsIeTCS AedeK-
toM ynakoBku B OLIK-Ta. Kak 6bu10 oTMeueHo, ae-
(exThl ymakoBku B ocaxaeHHoMm OIIK-Ta, Takxke
I'T1Y-da3b1 HabIIOAATUCH ITPU TTOBBIILIEHHOM COIEP-
>KaHWM TeJUsl WX TIpU TTOHMKEHHOW TeMIlepaType.
M3 puc. 9 BuUAHO, YTO MeXAaTOMHBIC PACCTOSTHUS

BIOJBL HampaBieHus [111] (‘/gaoux / 2) COOTBETCTBY-
oT mnapametrpy a [ITIY-pemerkm HoBoO# a3bl.
ITo mannaeiM Tabn. 1 onm paBHbl 0.288 m 0.285—
0.310 HM COOTBETCTBEHHO, UTO MOKAa3bIBaeT IpUME-
HUMOCTb JaHHOM Moxenau obOpasoBaHus I'TIY-dazwr
(Ha ocHoBe gnedexkToB ymakoBku B OILIK-Ta)
K paccMaTpruBaecMOMY IIPOLIECCY OCAKICHMS TAaHTAJIA.

BbIBOJbI

MeToaoM peHTreHOBCKOM Aubpakiiui C TpU-
MEHEHHUEM PACTPOBOM 3JIEKTPOHHOM MUKPOCKOIINU,
AMMCCUOHHOM CMEKTPOCKOITMU TJEIOIETo pa3psiaa,
3JIEKTPOXUMUU U OLEHKU MPOYHOCTU HCCIIeI0BaHbI
nedeKThl YITaKOBKY B TaHTaJle, HAHECEHHOM B Cpelie
TeJusi Ha MEIHYIO TOUIOXKY C ITOMOILbIO XUMU-
YeCcKOTo Ta30(ha3HOTO OCAXIEHUSI, W WX BIWSHUE
Ha 3ammTHbIe cBoiicTBa. [lokazano, uro mpu 800°C
W HU3KOM COAEpPKaHWM TeJIUs OCaXIaeTcsl TUIOTHOE
KPYIMHOKPHUCTAIMYECKOEe MOKpbITHE (5 MKM, o-Ta).
IloBeIlIeHME comepXXaHWST Tedusl WIW ITOHWKCHUE
temnepaTtypsl (oT 800 o 650°C) mpuBOAUT K oca-
KIGHUIO MEJKOKpUCTA/IMYecKux (MeHee 1 MKM)
I'TIY- u OLT-da3z. BeposiTHOCTh 1e(heKTOB yIIaKOB-
k1 B ocaxneHHoM OLIK-taHTane B miiockocTsix {112}
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(8)

O 4
© O O3

Puc. 9. Cxema mexanusma ¢aszonoro npespaiieHust OLIK — I'TIY: a — npoexius ucxonHoit ctpykrypbl ¢ OLIK-pemeTkoit
Ha 110cKocTh (112); 6 — cTpyKTypa, M3BMEeHEeHHasI 3a c4eT AeekTa YIaKoBKU Ha IIockocTH (112), a Takke cxkaTvsi B HaripaB-
neHnd [100] ¢ omHOBpeMEeHHBIM pacTsoKeHUeM BIosb HarpasieHus [110]; B — ctpykrypa pesynbrupyromieii [TIY-¢assl.

SIBJIIETCS YYBCTBUTEJIBHBIM ITApaMETPOM IO OTHO-
IIEHWIO K YCIIOBUSIM OCaXKIEeHUS (TeMIIepaType 1 co-
nepxxanuto reqausi). C MOBBIIIEHWEM KOHIICHTPAIIUN
TeJIds OT BBICOKMX IO CpPeIHMX 3HAYCHU cymMMa
BEpOSITHOCTE oOpa3oBaHUs nehopMallMOHHBIX (O)
u nBOMHUKOBBIX () medekroB ymakoBku .50 +
B o-TaBo3pacraeT B saTh pa3 (010.025100.13%), ipu
noHwxeHuu temmeparypsl oT 800 mo 750°C — B 35
pa3 (ot 0.025 1o 0.89%). IloHuxeHUEe BEPOSTHOCTH
BO3HUKHOBEHUS Ne(PEKTOB YITAKOBKH B OCAXKICHHOM
o-Ta TaHTaje CBSI3aHO CO 3HAYUTEIBHBIM TIOBBI-
IIEHUEM KOPPO3MOHHOM CTOMKOCTHM M IIPOYHOCTHU
CLEIUICHUSI TOKPHITHS ¢ IOMIOXKOM. IlpemnoxeH
MexXaHu3M (OopMUpPOBaHUS MeTacTabuIbHbIX [TIY-
(a3 TaHTana Ha nedekTax yrnmakoBku B o-Ta B 1joc-
koctsx {112}.
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Structure, Stacking Faults and Electrochemical Behavior of a-Ta Prepared by
Chemical Vapor Deposition

A. N. Lubnin" *, V. I. Lad’yanov!, B. E. Pushkarev’, 1. V. Sapegina', R. R. Faizullin',
L. Kh. Baldaev?, S. Yu. Treschev!

"Udmurt Federal Research Center, Ural Branch of the RAS, Izhevsk, 426067 Russia
2LLC Technological Systems of Protective Coatings, Moscow, 108851 Russia

*e-mail: grcad@udman.ru

Using X-ray diffraction, scanning electron microscopy, glow discharge emission spectroscopy,
electrochemistry and strength assessment, stacking faults in tantalum deposited in a helium environment
on a copper substrate by chemical vapor deposition and their effect on the protective properties have been
studied. It is shown that the probability of formation of stacking faults in deposited bee tantalum in the {112}
planes is a sensitive parameter with respect to the deposition conditions (temperature and helium content).
With an increase in helium concentration from high to medium values, the sum of the probabilities of the
formation of deformation (o) and twinning () stacking faults 1.5a. + 3 in o-Ta increases five times (from
0.025 to 0.13%), with a decrease in temperature from 800 to 750°C — 35 times (from 0.025 to 0.89%).
A decrease in the probability of formation of stacking defects in deposited o-Ta tantalum is associated
with a significant increase in corrosion resistance and adhesion strength of the coating to the substrate.
A mechanism for the formation of metastable hcp phases of tantalum on stacking faults in o-Ta in the {112}

planes is proposed.

Keywords: tantalum, stacking faults, coatings, chemical vapor deposition.
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