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CIIMCOK COKPAII[EHUI

BTCII — BbicOKOTEMIIEPATYPHBIN CBEPXIPOBOIHUK;

I'T1Y — rexcarosanbHas INIOTHOYIIAKOBAHHAS;

I'l]K — rpaHenieHTpUpOBaHHas KyOu4deckas;

Me - metann;

OKTK - OKUCIIUTENbHOE KOHCTPYUPOBAHUE TOHKOCTEHHON KEPAMHUKHU;
OK - OKUCIIUTEIBbHOE KOHCTPYUPOBAHUE;

OCY - 0co00 YHCTHIN;

OL]K — 00beMOIIeHTpUpOBaHHAsI KyOHuecKas;

1TH]] — nponopuMOHAIBHO — UHTETPAJIBHO - U] P EepeHITNaNTbHbBIN;
CUT — cTabUIM3UpOBaHHBIN HCTOYHUK TOKA;

YJ[A - aucCTBIN 1151 aHAJIN3a;

Jlum. — nuTepaTypHbIii;

IKc. — IKCIIEPUMEHTAIbHBIM;

M.H. — TaK Ha3bIBACMBII;

m.n. — TOMy TI0OI00HOE;

I/]IC — >JIeKTPOABHUKYIIAS CUJIA.



BBEJAEHUE

AKTYaJILHOCTb TEMBI

OnHOBpPEMEHHO € Pa3BUTHEM COBPEMEHHON METAJLTYPTUH TYTOILUIABKUX METAJLIOB
U CIUIaBOB IMPOJOJDKAIOTCS pPabOThl MO COBEPIICHCTBOBAHUIO METOAUK TMOJYYEHUS
HIMPOKOTO CIIEKTPa HEMETAJUIMYECKUX TYTOIUIABKUX COEAMHEHUMN, NMEPCIIEKTUBHBIX JJIS
IPUMEHEHHUs B MPOMBINIIEHHOCTH. Pa3paboTka, co3aHue TyroliaBKuX COeIUHEHUHN U
U3JIETUI U3 HUX BEJET K MOBBIIIEHUIO SJKOHOMUYECKUX U TEXHUYECKUX MOKa3aTesel 1Mo
CPaBHEHMIO C IPUMEHEHUEM METAJIOB U CILIABOB.

W3yyeHneM MpoueccCOB a30THUPOBAHUS PA3IUYHBIX METAUIMYECKUX CHCTEM
3aHUMAIOTCA MHOTME KOJUIEKTHBBI HA IPOTSHKEHWM HECKOJIBKUX JECATUIIETUH, HO
UHTEpEC K HUM He ocnabeBaeT. DTO, B MEPBYIO OYepelb, CBSA3aHO C TEM, YTO
YCTOMYMBOE pa3BUTHE PAa3IMYHBIX OTpacieil TEXHUKH 3aBUCUT OT pa3pabOTKu
MaTepHalioB CO CIEUUATBLHBIMU CBOMCTBAMH ((DYHKIIMOHABHBIX U KOHCTPYKIIMOHHBIX ).
Cpenu HMX 0cO00O€ MECTO 3aHHMAIOT TYTOIUIaBKHE HEMETa/NIMYeCKUEe MaTepuaibl, B
YaCTHOCTH, HUTPUABl METAJUIOB, YTO ONpeAessieTcs] UX PU3NYECKUMH U XUMHUYECKUMU
CBOMCTBaMHU, a TaK K€ CBOMCTBOM OoJjblIMHCTBAa HUTpUAOB (IV-V rpymm) coxpaHsTh
BBICOKME TIOKa3zarenu JdyekTporpoBoguMoctd [1, 2]. Hwutpumneie coenuHeHus
XapaKTEPU3YIOTCS TEPMOAMHAMUYECKON CTaOMIBHOCTHIO, HHEPTHOCTHIO B arpeCCUBHBIX
cpelax, BBICOKMMH [OKa3aTelsiMA TBEPIOCTH W HM3HOCOCTOMKOCTH, IIUPOKUM
JTMATNIa30HOM TETUIO(QU3NIECKUX CBOMCTB. MHOTHE HUTPUIBI METAIIOB BHICTYNAIOT KaK
KJIACC  OTHEYNOpPOB,  MHCTPYMEHTAJIBHBIX,  KOHCTPYKIIMOHHBIX, = KOCMHUYECKHX
MaTepHaoB, COBPEMEHHBIX CIUIABOB 3JEKTPOTEXHUYECKOIO HA3HAYEHHS, aTOMHOMU
SHEPreTUKH [2].

Oco00 CTOUT MOAYEPKHYTh, YTO MOCPEACTBOM a30TUPOBAHUS MOKHO MOJy4YaTh
KaK MOBEPXHOCTHBIA HUTPUIIHBIA CJIOH (KOMIO3UTHBIE COEJUHEHHMS), TaK U LEITUKOM
HUTPUIHbIE MaTepHuaIbl. Otu MaTepHuabl obnagaror crieuaIbHbIMU

(GyHKIIMOHATBHBIMA  CBOWCTBAMH: CETHETOAJICKTPUKHU, CTAOWUJIBHBIC JTUAJICKTPHKH,
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BBICOKOTEMIIEPATYPHBIE  CBEPXIPOBOJHMKH, TBEPABIE TMOKPBITUSA C 3aJaHHBIMU
CBOMCTBAaMHU. Tak K€ CTOUT OTMETUTH, YTO TEXHOJOTHs a30TUPOBAHUS JKOJOTMYHA,
IpocTa B TEXHOJOTMYECKOM AacCleKTe M IOATOMY SBISIETCA OAHUM M3 HauOoJee
NEPCTIEKTUBHBIX U 3((HEKTUBHBIX METO0B 00PaOOTKH.

Ha cerogusitinuii neHp HauOolsiee MIMPOKOE NMPUMEHEHUE MOJIYYUIIM HUTPUIBI
NEepPeXOAHbIX METAJIOB (PUCYHOK 1), HaHeceHHble B BHUJE TOHKHX IUIEHOK. OHU
UCIIONIB3YIOTCS. B KAdyeCTBE TBEPAbIX MOKPBITHI, KOPPO3MOHHO-, a0pa3HBHO- H
M3HOCOCTOMKHUX CJIOEB, JIEKOPATUBHBIX MOKPBITUM. [LIEHKM HUTPUIOB MEPEXOIHBIX
METAJJIOB AaKTUBHO TPUMEHSIOTCS B MHUKPOIJEKTPOHUKE, TOCKOJbKY 00JagaroT
W30JIALIMOHHBIMH, TIOJIYIIPOBOAHUKOBBIMH, CBEPXITPOBOASAIIMMU, ONITUYECKUMHU U PSIIOM

JPYTUX BaXKHBIX CBOWCTB [3, 4, 5].

Ti v Nb

Z2=22 2=23 Z=4

M=47,956 r/monb M=50.94 rimonb M=924.91| r/monb
—Ards23d2 Krad®ss' Kr4d“5s -
i \ He
Li |Be| \ 51 INTOTF Ine
Namg  \ allsilp |s |ci|ar

K |Ca|se| Ti| V| Cr|Mn|Fe|Co|Ni |Cul Zn|GalGe| As| Se| Br| Kr
Rb|Sr|Y |Zr|Nb{Mq Tc| RuRh|Pd|Ag|cd|In |Sn|Sb| T Xe
Cs|Ba|La|Hf| Ta| W|Re|Os| Ir |Pt |Au|Hg| Tl |Pb|Bi |Po|At[Rn
Fr|RalAc| /

I|'
Ta
Z=73
M=180.95 r/Imonb
Xe4df'*5d°6s’

(1]

Pucynok 1 - BeijiesieHbl 371€MEHTHI NEPUONYECKON CUCTEMbI XUMHUUYECKUX

QJIEMCHTOB COCAMHCHUA KOTOPbIX N3YYaJIUCh B pa60Te

B TO ’xe Bpems, HECMOTpsS Ha psAJl TEXHUYECKUX JOCTOMHCTB, MOJIyYEHHE
MACCHUBHBIX M3ACIUNA U3 TYTrOIUIABKUX HUTPUIHBIX MATEPHAIOB, OCOOEHHO CIIOKHOMN
dbopMBI, TP UCIHOJB30BAHUU KIIACCHUECKUX KEPAMHYECKUX TIOJIXOJIOB SIBIISICTCS
TPYJIHOBBINOJHUMOM 3anaueld. [IoTpeOHOCTh B MPOIYKIHUUA U3 HUTPUIOB TYTOIUIABKUX
METaJIOB B KAYECTBE CBEPXIIPOBOJHUKOB, MHEPTHBIX pa30aBUTENEH SAIEPHOTO TOILINBA,

HOCHUTEJICH KaTaJIM3aTOPOB U CAMOCTOSITEIIbHBIX KaTaln3aTopoB, BeCbMa BbIcOKa [6, 7].
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Jlnia pelieHus 3a/1a4 MO MOJYYSHUIO TaKUX U3ETUI U U3y4eHUs! CBOMCTB MOTYyYaeMbIX
MaTeprajoB HEOOXOIWMBbI NMPUHIUIHAIBHO HHBIE MOIXOAbI, MO3BOJSIOUIUE MOIY4aTh
U3JIeNUsl CIOXKHBIX (POPM 32 MHUHMMAJIbHO BO3MOKHOE KOJMYECTBO TEXHOJOTHYECKHUX
CTaJuu.

W3 nutepatypHbIX UCTOYHUKOB M3BECTHO, YTO MOJTYYEHUE MACCHUBHBIX M3EIHIM
U3 HUTPUJOB METAUIOB OCHOBBIBAETCS, TIJIaBHBIM 00pa3oMm, Ha croco0e
IpeaBapUTEeNbHOrO (OPMOBAHMA U3 TOPOIIKOB HHUTPUIOB U HMX MOCJIEIYIOIIETO
crekaHusi; MO0 Ha KOMNAKTUPOBAHUU U3JEIMH M3 TOPOIIKOB METAIOB C
NOCNEAYIOUMM  a30TUpOBaHUMEM. Takue crmocoObl, HECMOTps Ha  Oo0JjblIoe
pacnpocTpaHeHUe, UMEIOT MHO>KECTBO HEJOCTAaTKOB: BBICOKAsh CTOMMOCTH MOPOIIKOB
METAJIJIOB U MX HUTPHUJIOB, UX BBHICOKHE a0pa3MBHBIC CBOMCTBA, BHICOKHE TPEOOBAHUS K
YUCTOTE, I'PaHyJIOMETPUU U (Da30BOMY COCTaBY MOPOIIKOB-TIPEKYPCOPOB, TPYAHOCTH
KOMMAaKTUPOBaHUS U (POPMOBAHUS TOHKOCTEHHBIX HW3ACIMN W HU3JACHUN CI0KHOU
TCOMETPHUH, BEICOKHE TeMIIepaTyphl criekanus [3, 6, 8 .

B cBs3u ¢ 3TUM moslyueHHWE HUTPUAOB METAIJIOB U MX KOMIIO3UTOB Ha OCHOBE
METaJUIOB MOATrPYNIbl BaHAAWs, a TaK >XE€ TUTaHa C HCIOJb30BaHUEM MOJIX0/a
OKHUCJIUTEIBHOTO KOHCTPYHPOBAaHUS B Cpele MOJIEKYJISPHOTO a30Ta MpPeICTaBIseT
ocoOs1it naTepec [9].

Pa6oter, mpoBoaumeie B UMET PAH, mo3Bosuiu co3aaTh OCHOBBI MOJXO0/a
OKHCIIUTEIBHOTO KOHCTPYMPOBAHHUS M HIMPOKO OMPOOOBAaTh MX HA OKCHUIHBIX U B
MEHbIIIEH CTeNeH! HUTPUIHBIX KEpaMUKax, paHee crnocod Obul onmpoOoBaH Ha (osbrax
TuTaHa. Takum oOpa3oM, cTaja aKTyaJdbHOM TeMa MPUMEHEHHUS T0JIX0j1a
OKHUCJIMTEIIbHOTO KOHCTPYHUPOBAHMS JJIA TOJYYEHUS TYTOIUIABKUX HHUTPUIOB U HUX
KOMMO3UTOB Ha ocHOBe BaHaaus (V), Huoodus (Nb), tantana (Ta), a Tak ke Ha OCHOBE
MacCUBHBIX o00Opas3ioB TutaHa (Ti) MeromoM mpsSMON HUTPUIU3AMUN HCXOIHBIX
METaJUIMYecKuX mnpegopM B cpede MOJIEKyJIapHOro aszora. llomydenuwe Takux
KOMIAKTHBIX HHUTPHUIOB TO3BOJSET MPOBECTH (PyHIAMEHTAIBHBIC HCCICIOBAHHS HX
CTPYKTYpPBhl W CBOMCTB JUIsl CO3J@aHUsI Ha UX OCHOBE (DYHKLIHMOHAJIbHBIX MaTepuajoB

HOBOTO ITOKOJICHUS U u37einii Ha ux ocHoBe [9, 10].
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Ha ocHOBaHWMM aHaiM3a W3yYEHHBIX JAHHBIX OblIa BBUIBHHYTa HAy4YHas
TUNOTe3a: TMPUMEHCHHEM I0JIX0J[a OKHCIUTEIBHOTO KOHCTPYHPOBAHHUS BO3MOYKHO
NOJYYCHHE KePaMHUSCKUX HUTPUIHBIX MaTepuaioB Ha ocHOBe BaHamus (V), HHOOUS
(Nb), Ttantama (Ta), Turama (Ti) MeTomOM TPSIMOW HUTPHUIMU3AMUHA HCXOJHBIX

METaUIMYeCKUX MpedopM B cpe/ie MOJIEKYIISIPHOTO a30Ta.

ean padoTsl

PazpaboTka crocoba moyiydeHUs HUTPHUJIOB TYTOIUIABKMX METaJJIOB: BaHaJus,
HUOOMS, TaHTaJla, a TaK >€ THUTaHa C MPUMEHEHUEM MOJXO0/Ja OKHUCIUTEIBLHOIO
KOHCTPYMPOBAHUS METAUIMYECKNX TpedopM B cpele MOJEKYISIPHOro  a3oTa.
[Tonyuenne oOpa3oB KOMITAKTHBIX HUTPHUIOB U U3/ETUH.

JlocTikeHre MOCTaBICHHOM e TOTPEeOOBAIO PEIICHHSI CIISTYIOIINX 3a/1a4:

- pa3paboTKa MW H3rOTOBJICHHME aBTOMATHU3MPOBAHHOM YCTAHOBKH  JJIs
a30TUPOBAHMS METAUIMUECKUX 3arOTOBOK B CPE/ie€ MOJEKYJSPHOIO a30Ta, MPUTOIHON
JUTSL TIOJTYYEHUSI KaK TOHKOCTEHHBIX OOpPa3I[OB C IUIOMIAIbIO0 TOMEPEYHOTO CEYEHUS OT
O,SMM2 TaK U MAaCCUBHBIX S, cBbIIE 18 MMZ;

- ONpEe/IeJICHHE ONTUMAJIBHBIX PEKHUMOB a30THPOBAHUS JIJI KaXKJIOr0 MeTajuia ¢
MPUMEHEHUEM TOJX0Ja OKHCIUTEIBHOTO KOHCTPYUPOBAHMS C IIEIBI0 TOJTYUYEHHUS
reTepodazHpIX METALIOKEPAMHUYECKUX WM e IEeTMKOM HUTPUAHBIX MaTEPHAJIOB C
COOTBETCTBYIOIMMH (PU3HIESCKIMHU, XUMHUUECKIMHU 1 MEXaHUUYECKUMU CBONCTBAMU;

- UCCIIEJIOBAHUE W aHAJIM3 MPOIIECCOB XUMUUYECKUX U (ha30BBIX IpPEBpaICHUN,
MPOTEKAIONTUX B METALTUYCCKUX TpeopMax MpU WX B3AUMOJICHCTBHH C a30TOM;

- MIPOBEACHUE KOMIUIEKCHBIX MCCIIEIOBAHUN CTPYKTYpPHI, Mopdosoruu, ¢ha3zoBoro

cocCTaBa, BHCKTpO(I)I/ISI/I‘{eCKI/IX 1 MEXaHUYECKUX CBOMCTB IMOJIYUYCHHBIX MAaTCPHUAJIOB.

MeToauka HCCIeI0BAHMS 3aKIOYacTCs B IIPOBEACHMHM 0030pa W aHAIM3C
CIOCO0OB TOJYYCHUS M3ACIUN W3 HUTPHIOB IMEPEXOAHBIX METAJJIOB, MOCTAHOBKE H
IIPOBEJICHUH AKCIIEPUMEHTOB C IICJIBIO TIOJMyYEHUsI KOMITAKTHBIX HUTPUTHBIX KEPAMUK C
NPUMEHEHUEM TIOJX0JIa OKHCIHTEIBHOTO KOHCTPYHPOBAHUS M OMPEACICHUS WX

CTPYKTYpHI, (ha30BOr0 COCTaBa, AIEKTPOPUINIECKUX U MEXAHUUYECKUX CBOICTB.



Hay4Hasi HoBU3HA

1. IlpumeHeHueM mMOAXOAAa OKHUCIMTEIHLHOTO KOHCTPYHUPOBAaHUS B Cpefe
MOJIEKYJIIPHOTO a30Ta MOJY4YEHbl HOBbIE KOMITAKTHBIE KEepaMUYECKHE MaTepualibl Ha
OCHOBe HHTpUIOB MeTamioB BaHamusi (V), mHuoowms (Nb), tanrama (Ta) m Turtana
(Ti (Su~18Mm?)).

2. KOMIUJIEKCHBIMU HCCIIEOBAaHUSIMU C TPUMEHEHUEM METOJOB H3MEPEHHUS
AIIEKTPUYECKOW  MPOBOJUMOCTH, PEHTITCHOCTPYKTYPHOTO  aHaiM3a, pPacTpOBOM
AJIEKTPOHHON MUKPOCKOIIUU OMPENeIICH MOPsA0K (ha30BhIX MpeBpaiieHuii B psimy Nb —
tBepabiii pactBop — NB,N — NbyN3, onpenenena 3aBUCHMOCTh KOHBEPCHH HUTPHJIOB
HUOOHMS OT BpEMEHU ITpolLiecca.

3. YcTaHOBIEHO BIMSHHUE PEXUMA a30TUPOBAHUS U YCIOBUH PEAKIIMOHHON Cpebl
Ha 0coOeHHOCTU (POPMUPOBAHUS CTPYKTYPbl HUTPUAOB METAJIOB MOATPYIIIBI BaHAIMS
B TMIPOILIECCE OKHUCIUTEIbHOTO KOHCTPYHUPOBAaHUS B CpeIe MOJIEKYJSIPHOTO a30Ta.
OmnpeneneHsl ONTUMAaJIbHbIE TeMIIepaTypHO-BPEMEHHbIE XapaKTEPUCTHUKH,
HEOOXOUMbIE sl (POPMUPOBAHUS B UCIIONB3YyEMbIX METaUIaX KOMIO3UTHBIX CIIOEB C
3a/1aHHBIM ()a30BBIM COCTABOM.

4. JlokazaHa BO3MOXHOCTb peryinpoBaHust 1udPy3MOHHBIX MPOLECCOB EPEHOCA
aTOMOB MeTaJljla Ha MOBEPXHOCTh M a30Ta BHYTph mpedopmbl. ObOpasyromuiics Ha
MOBEPXHOCTU OKCHUJIHBIN cioi 3anmupaeT Auddy3uio a3oTa BHYTPbh U BMECTE C TEM HE
npensaTcTByeT Aud@y3uu HOHOB MeTaljia Ha TpaHHUIy Merawr/azor. Ha mnpumepe
a30TUPOBAHMS HUOOUSA MOKAa3aHO, YTO HA OCHOBE 3TOTO MPOIIECCa BO3MOXKHO MOITYyYEHUE
HUTPUTHBIX KEPAMHUK, COACPKAIIUX TTOTOCTb.

5. IlonydeHbl MaccCHUBHBIE KOMITO3UTHBIE 00pa3libl HA OCHOBE HUTPUJA THUTAHA C
UCIIOJIb30BAaHUEM ITOAXO0/a OKUCIUTEIBHOTO KOHCTPYUPOBAHUSA B CPEJIe MOJIEKYJIIPHOTO

a30Ta MpH TeMIIepaType Mpoliecca BhIllle TeMIIepaTyphl IIaBieHus Ti.

Teopernueckasi 1 NPAKTHYECKAS 3HAYUMOCTH PA0OThI
1. B xome wuccnenoBaHuii pa3paboTaH OJHOCTATUWHBIN CIOCOO TMOTyYEHUS

HUTPHIOB TpeOyemoro (a3oBOro cocraBa C COXpPAaHGHHEM 3apaHee 3a/JaHHOM
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reoMeTpun oOpaszua myrem azorupoBanus metamioB (V, Nb, Ta, Ti) B razoobpaznom
azoTe.

2. Pa3paboTana u co3maHa ycTtaHoBKa Ha Oa3e meun CIIIBD-1.2,5/25-N3 YXIIV1
JUTSL TIOJTyY€HUST KOMITAKTHBIX HUTPUIOB METAJUIOB C IUIOMIA/IbIO MOMIEPEYHOTO CEUCHUS
~ 18 Mn?.

3. W3ydeHbl 0COOEHHOCTH MPOLIECCOB OKUCIUTEIBHOIO KOHCTPYMPOBAHUS MpHU
BBICOKOTEMIIEPATYPHOM a30THPOBAHUHU METAJUIOB MOATPYMIBI BaHaAus. OmpeseneHbl
3aBUCUMOCTH M OCOOEHHOCTHM O0Opa30BaHUSI HUTPUIOB CTEXHOMETPUYECKOTO U
NEPEMEHHOTO COCTaBa M TBEPABIX PACTBOPOB.

4. MeToJIoM OKHCIUTEIbHOTO KOHCTPYHPOBAHMS B Cpele ra3000pa3HOro azoTa
MoJyueHbl TretepodasHbie 00pas3ibl HUTPUJIA TUTAHA U3 METAUIMYECKUX TpedopMm C
IUIOIIA/bI0 IIONEPEYHOr0 CedeHHst ~ 18MM° TIpH TeMIepaType BbIIIE TEMIIePaTypbl
IUIaBJICHUS] TUTaHA. DKCIEPUMEHTAILHO MOATBEPKIEHA BO3MOKHOCTh MCIOJIb30BaHUS
MOJAX0/Ja OKHUCIWTEIBHOTO KOHCTPYMPOBAaHMS I TOJYy4YEHUS  ‘MACCHUBHBIX
reTepoda3sHbIX HUTPUIHBIX KEPAMUK.

5. Pazpaboran pexuM TOJY4YEHHUS TOJBIX HUTPUIHBIX KEpaMUK U3
METaJUTMYeCKOr0 HUOOMS, OCHOBAHHBIN Ha PAa3IMYHON cKopocTu muddy3uu B cucrteme

METaJIj1/Ta3-OKUCIINTEIb.

JIOCTOBEPHOCTh  PE3yJIbTATOB  KCCICIOBAHUS OOOCHOBaHA TMPUMEHCHHEM
METOJIMK MCIBITAHUN, PETJIAMEHTHUPYEMbIX HOPMAaTUBHOW nokyMeHTauuen P® u EC,
YIOBJIETBOPUTEIBHON CXOJUMOCTBIO PE3YJIbTaTOB JabOpPaTOPHBIX HCCICAOBAHUA U

UCTBITAHUH.

Anpobdauust

PesynbpTaThl paboThl OBUIM MPEJACTABICHBI Ha CICAYIOIIMX KOH(MEpPEHIUsIX,
CHUMIIO3MyMax UM CEeMHUHapaxX, HayyHbiXx 1mkoiax: VII Poccuiickasg exeronnas
KOH(EpEeHLIUS MOJIOJIBIX HAYYHBIX COTPYJHHUKOB M aCHUPAHTOB, “DUIMKO-XUMHUSA U
TEeXHOJIOTHs Heopranudeckux matepuanoB” 8-11 HosOps 2010r, r.MockBa JIeHuHCKH

npocnekt 1.49; 131 MexIyHapoAHBIM CUMIIO3UYM ‘‘YHOpSIOYEHHWE B MUHEpaiax H
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crutaBax”, 9-15 centsa6pst 2010r PoctroB - ma —[ony, moc. Jloo; VI Poccuiickas
eXero/iHasi KOH(PEPEHILIMs MOJIOIBIX HayUYHbIX COTPYIHUKOB U aciupaHToB, MockBa, 17-
19 nos6ps 2011 1.; XI Poccuiicko-Kutaiickuii CUMMO3UyM C 3JEMEHTaMU Hay4yHOU
HIKOJIBI JIJ1s1 MoJiofiexu «HoBeie Matepuaisl u TexHonoruny, Cankt-IlerepOypr, 10 - 14
okTsa0pst 2011 r.; XTIV MexayHapoHbIi CUMIIO3UYyM «YTIOPSIIOUCHHE B MUHEpAJIaxX U
craBax», PoctoB-Ha-Jlony, m. Jloo, 8-13 centsiops 2011 r.; IlepBriif OalikanbCKuii
MatepuanoBemdeckuii  gopym  9-13  wmroms 2012 PecmyOmmka bypstus; IV
MexnyHaponHass KOH(EpeHIMs C 2JIEMEHTaMU HAyyHOM IIKOJBI JUIsl MOJIOJEXKH
«DyHKIMOHAJIBHBIE HAaHOMAaTepHallbl W BBICOKOUYMCTBIE BemecTtBa», Cy3panb. 1-5
okTsi0pss 2012 r.; X Poccuiickas exerogHas KOH(GEpEHLHsS MOJOJbIX Hay4HbIX
COTPYIHUKOB U acnupaHToB "DU3UKO-XUMHSI M TEXHOJOTHS HEOPTraHWYECKUX
matepuaino" 22-25 okta0ps 2013 r; International conference “Functional Materials”,
Haspra, Krimea Ukraine Septembr 29 — October 5; HoBbie MaTepualibl U TEXHOJOTHH.
Kazanb, Poccust 21-25 centsopss 2015r; XIV Kuralicko-Poccuiickuii cumMnosnym

"Hossie maTepuansl u Texnonorun”, Canns, KHP, 29-30 Hos16ps 2017 T.

IHos10’keHus, BLIHOCUMbIE HA 3aAIIUTY

1. MeTtoa noytydeHusi KOMITAKTHBIX TYTOIJIABKUX HUTPUJIOB 3aJJaHHON (hOPMBI, HE
TPEOYIOITUX CIIEKaHUs U MOCEAYIOIEeH MEXaHUYEeCKONH 00pabOTKH.

2. PesympraThl wuccrnenoBaHWUN < XMMHMYECKMX UM (a30BBIX IPEBpAIICHHM,
MPOTEKAOIIUX TPU a30TUPOBAHUM KOMITAKTHBIX HUTPUIOB BaHAAMsl, HUOOUS, TaHTaJIa U
TUTaHA, TIOJIYYCHHBIX B XOJI€ aHAJIU3a TAHHBIX COCTaBa U CTPYKTYPHI 00PA3IIOB.

3. Pesymbrarthl wuccnenoBanuii mporecca $a3zo00pa3oBaHUS HUTPHIOB Ha
MpUMepe HUTPHUJIa HUOOUS B Mpolieccax OKUCIUTEIHLHOTO KOHCTPYUPOBAHUSI.

4. Pe3ynbTaThl SKCIIEPUMEHTA 110 PETYIUPOBAHUIO AU Y3MOHHBIMU MTPOIIECCAMU
JUJISL TIOJTYYEHUSI KOMITAKTHBIX HUTPUIHBIX KEPAMUK ¢ BHYTPEHHEH MOJIOCThIO U O€3 Hee.

5. [IlonTBepkmeHa BO3MOXXHOCTH TIOJYYEHHUSI MACCHUBHBIX KEpaMHUK IpHU

TEMIICPATypax BbIIIC TCMIICPATYPHI INIABJIICHUS a30TUPYCMOI'0O MCTaJlJIa.
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O0bem padoTbI

JuccepTausi COCTOUT U3 BBEJEHUS, MATH I1aB (00IIMEe CBelEeHUS O KHHETUKE U
MEXaHHM3Max IMpollecca a30TUPOBAHUS TYTOIUIABKUX METAJIOB, CBEPXIPOBOIALINE
CBOIMCTBA; METOJMKH a30TUPOBAHUS M HUCCIEAOBAaHUS OOpPAa3LOB; KCIEPUMEHTAIbHA
9acTh; AMEKTpodU3NYeCcKre CBONCTBA KOMIIAKTHBIX HUTPHUIOB MOATPYIIIBI BAHAAHS MIPH
KPUOTEHHBIX TEMIIEpaTypax; HMCCIEAOBaHUE HAHOTBEPJOCTHU MOJYYEHHBIX 0Opa3LoB),
001X BBIBOJIOB, CHHMCKa JIUTEpaTyphl. Pabota m3noxkeHa Ha 119 cTpanumax Tekcra,
conepkut 61 pucynok, 31 tabmuiy. Ciucok muTHpyeMon autepatypsl coaepxxut 109

HaUMEHOBAHUU.
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TJIABA 1. OBILLIWE CBEJAEHUS O KUHETUKE Y MEXAHU3MAX
TIPOLIECCA A30TUPOBAHMS TYTOIUJIABKUX METAJIJIOB,
CBEPXITPOBO/ISILLIUE CBOICTBA

1.1 BzaumopeiictBue azora ¢ Banaauem (V-N)

HecmoTpst Ha MHOTOUYMCIIEHHBIE UCCIIEIOBAHMS, CUCTEMA BaHAIUN — a30T U3y4eHa
He B mosiHOM oObeMe. Ha pucynke 1.1 mpuBenena ¢azoBas auarpamMma COCTOSTHUS

cucteMsl Banajuii — a3ot (V-N) [11].

MaccoBbIe NPOLUEHTBI a30Ta

2500 ' ST ol -l 2
......... £
L i - f_‘_--. -“““1‘
el - f,--""‘"
20011910 ¢ ____..-=5§:;§;’f:.‘.‘.‘.'::::‘3:m"-':{'*‘ - -
w . \
y ey N "
o 4 PN
w1500 Y -
g ™) . :
& N
=8
& k
2 . \‘
FE 1000 “‘s g
500 b -t g . "1
! [ 1\
/ i~ |
odd . R
0 10 2 30 40 50
1'4 aTOMHBIE POLEHTBI 30Ta N

Pucynok 1.1 - ®a3oBas quarpamma cocTosiHUS CUCTeMbl BaHaauii — a30T (V-N)
Bananmii o06nagaeT BBICOKMM XHUMHYECKHM CpPOJCTBOM K azory. M3 anamusa
qarpaMMbl COCTOSIHMSI BHJIHO, 4YTO B IIMPOKOM TEMIIEPATYPHOM HHTEpBAJIE
CYIIECTBYIOT JIB€ HUTpUIHbIe (a3pl - KyOuueckas wMoaudukamus VNiuH
rekcaroHanbHast Mmogudukanus V,Ni . YcranoBneno, uto HUTpu1 VN;.« CyIIeCTBYyeT B

uHTepBayie cocTaBoB 0T VNy gy 10 VNp 71 (21,5—16,4% N), orBevaromux dpopmyineVN
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(y — da3za). Mexnay VNo71 1 VNp43 (16,4—10,5%,.... N) pacnonaraercs aByxdasHas
00J1acTh CYIIECTBOBaHHUS O0OMX HUTPUIOB, a WHTEepBaT VNj43—VNgs7 (10,5—9,3%
wace ) SIBJISIETCS.  00JIaCTbIO TOMOTeHHOCTH HuTpuaa V,Ni4, ¢ yBelnueHueM
COJIEp)KaHUsl a30Ta B COEIMHEHUHU TEpPUOJ PELIETKH TeKcaroHaJbHOM [ — asbl
Bo3pactaer (pucynok 1) [12]. Cmnamsel, comepxkamiuie a0 9,3%yacc. a30ta (VNpz7),
nByx(a3nbl (00 — TB. pacTBop U P - ¢aza). Ha pucynke 1.2 npeacraBieHa 3aBUCUMOCTb
MIEPUOJIOB PEIICTKH HUTPHU/IA BaHATUS OT COJCPIKaHUSI a30Ta.

Tak ’xe Ha AuarpaMme COCTOSHUS MpeactaBieH HUTPUI V3N, HMeromui
IPOCTPaHCTBEHHYIO Tpyniy P4,/ mnm u npu narpeBanuu a0 ~ 800 K nperepnesatoiuit
MEPUTEKTONTHOE pa3iokKeHne Ha cMech HUTPUI0B VN, 1 VN . da3a kyOudeckoro
MOHOHMUTpUJA BaHaausi VNi, IpM KOMHATHOM TeMIiepaType HMMeEeT Yy3Kyk 0O0JacTh
TOMOTE€HHOCTH, B TOKE€ BpPEMsI IIPU HArPEBaHUU dTa 00JIACTh PACITUPSIETCS 1O COCTABOB,
omuskux kK VNg7 (mpu Temneparype ~ 2000 °C). Ilpu Temneparype Bbime 2000 °C
rpaHylla 00JIaACTU TOMOTEHHOCTH CMeIIaeTcss B CTOPOHY VNj (CTEXHOMETPUYECKOTO
cocTaBa), KOTOpbIi maButTcs ¢ pasioxkenuem npu 2340 °C. T'ekcaronampHas (asza
VN4 uMeeT y3kyr o0nacte romoreHHoctH, nmpu temmneparype 2000 °C mmaBuTcs

MEPUTEKTUYECKUM PaA3JIOKCHUEM Ha JKMJIKUN BaHATUN W BBICOKOTEMIIEPATypHYIO (azy

VN]__X.

a, A a, A
4.545¢ 14.12
45401
4535t 1410
'—]-"3&'[2 VN-y
28350 14.08
28300
2‘825 I I 1 1 1

) 2 6 10 14 18 N. mace. Yo

Pucynok 1.2 - 3aBUCHUMOCTb NEPUOIOB PEIIETKH HUTPHIA BAaHAIUS OT
coJlepKaHus a30Ta
[TopourkooOpa3Hblii  HUTPUJ BaHAAUS HMMEET CEpPO-KOPUUYHEBBIM LBET C
(GUONETOBEIM OTTEHKOM, TpemapaTthl C MaKCHUMAJIbHBIM COJACpKAaHUEM a30Ta —

OponzoBeiii 1BeT 13. IlmoTHOCTH OOpa3llOB HUTpUJIA BaHAAHWS BapbUPYETCS B
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3aBUCUMOCTH OT (a3zoBoro cocraBa (tabmuma 1.1). OcHOBHbIE (Qu3NUYECKHE

XapaKTepUCTHKU HUTPHUIA BaHAIUs pUBeIeHBI B Ta0ymme 1.2 [13, 14].

Tabnuna 1.1 — JlanHble mapaMeTpoB IJIOTHOCTH 00pa3LioB HUTPUAA BaHA U

B 3aBUCHMMOCTH OT (I)EBOBOI‘O cocTraBa

Y nenbHBIN BeC
CocraB
['mapocraTnueckuit PacueTHbIl
VN3 g0 6,040 6,102
VNg g7 5,988 6,089
VNp 72 5,972 6,066
VNp 38 5,967 5,987

Tabnuma 1.2 - OcHoBHBIE (pU3MUECKHE XapaKTepUCTUKU HUTpuAa BaHaaus VN

CaoiicTBa JlanHbie
Tun permetku Ky6uueckas Bl
[lepuon pemeTku, HM 0,412

IInoTHOCTS, r/em®
PEHTTeHOBCKas 6.102

AKCTIEpUMEHTAIbHAS 6.040

Muxkpotsepaocts HV

) ) 1520+115
[50 I'], Mu/m* (xI'/mm°)
Monyns ynpyroctu E, I1a 3,9%10"-11
[Ipenen npouHocTu mpu U3ruode -
Temneparypa mnaBnenus, °C 2360
Koaddumment TenmoBoro 81
pacumpenus p*107° ’
TemmonpoBOAHOCTH,
0,0270+0,007
[kan/(cm*cex*rpanm)]

TepmoanHaMUuecKue JaHHBIE - 251120
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AH, xJI>/MoIb

YI[eHBHoe SJICKTPOCOIIPOTUBIICHUC,

85,0+4,0

MKOM*cMm
CepxnpoBoauMocTh, K 7,50-8,20
[Tocrosaaas Xomia +0,42+0,2

Hutpun Banagus VN HepacTBOpUM B COJSIHOM M CEPHOM KHUCIOTax,
pasyiaraercs py KAISTYEHUU B a30THOM KUCIIOTE, a TAK K€ IIPU HAIPEBAHUU C €KUM
HaTpOM W KHWIITYeHUH B pactBope eakoro kamms [3, 15]. Tlpm komHaTHOI
TEMIIEPaType BOJHBIE PACTBOPBI WIENOYEH IPAKTUYECKH HE pPAa3laraloT HUTPHUJ
BaHaaua VN. [Ipu mMTensHOM KUISIMEHWH B KOHIIEHTPUPOBAHHON CEPHOM KHCIIOTE
VN MenneHHO pasnaraercs ¢ BblAeJIeHMEM aMMuaka. llpu HarpeBaHuM Ha BO31yXe

HuTpuA BaHaausd VN J0BOJBHO yCTOMYMB, U OKUCISETCS B JUAINA30HE TEMIEPATYP

500—800 °C [16].

1.2 BzanmopaeiicrBue azora ¢ Huoomem (Nb -N)

Ha pucynke 1.3 mpuBeaeHa ¢a3oBas auarpaMma COCTOSIHHSI CHCTEMbI HUOOHWI —
a30T (Nb-N) [17].OHa sBisercs HanOoJiee IOJHOM, HECMOTPS Ha TO, YTO B HEH HE
OTPaKEHO BIMSHUE JABJICHWSA, HA JUHarpaMMme NpEACTaBICHBI BCE JIOCTOBEPHO

YCTAaHOBJICHHEBIC (1)&351 CHCTCMBI.
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ATOMHBIE IIPOLCHTH A20Ta

0 10 2 39 40 50 60
3040 e |

1 AN,
2500 - 2430°C

j o) NN+ Mo 00

2000 F

quNg + NZ

1500—: r

E 1370°C
1250

1000--: ol

] 2, % 1 F
_% 2 z NbN + NQ_
500 ¥ e ——rrr

0 5 10 15 0
WMACC, TPOeRTR 320T3

Pucynoxk 1.3 - ®a3oBast tuarpaMma COCTOSIHUSI CHCTEMbI HUOOMIA — a30T
(Nb-N)

Cucremy HHOOUH — @30T MOXKHO CUMTATh HanOoOJiee U3yUYEHHOW Cpelr METAJIOB
noarpymnmbl BaHagus [/]. CucremMa HHOOWI — a30T HCCIEAOBAIACh HEOAHOKPATHO.
CornacHo ¢a30Boif AHarpaMme CTOUT OTMETUTH JOCTOBEPHO YCTaHOBIEHHBIC (a3bl: OT
0 mo 3% wmacc. N comepxutcs ¢aza (Nb) ¢ mpocrpancTeenHoit rpymmoit Im3m;
ycranoBiieHo Hamuuue (aser ND,N ot ~ 5,9 nmo 7% macc. N ¢ mpocTpaHCTBEHHOM
rpymmoit P31m; ot ~10,2% wmacc. N comepxurcs ¢aza NbsN; ¢ mpocrpancTBeHHOM
rpymmoit 14/mmm. Hauunas ¢ cogepkanus azota ~13,1% macc. U BbIle COAEPIKUTCS
daza NbN ¢ mpocrtpancTBeHHOH rpymmoit P6/mmc. YuuthiBas HMIHPOKYH 00JacTh
TOMOTE€HHOCTH COEAMHEHUI HUOOUS C a30TOM CTOUT BBIACTUTH (pa3bl O KOTOPHIX TaK e
coobmanock. 910 NbsN ~ 5% wmacc. N ¢ mpocrpancTBeHHOH rpymnmoit P4/m; dasa
NbioNg Haxomsimasicst B oosactu 12%macc. N umeromas mpoCTPaHCTBEHHYIO TPYIIITY
Pém2; daza NbN na 13,1% macc. N ¢ npoctpancTBeHHOW rpymmoi P6s/mmc; daza
NbsNg 15,3% wmacc. N ¢ mpoctpanctBenHou rpymmoit P6s/mem; dasza NbyNs 15,9%
macc. N, mpuHauIexamei npoctpancTBennoi rpymme 14/m [5, 14].

Tax >xe orMeuaertcs, uto yxe npu 2% macc. N oOpasyronuiics crjiaB cOIepKUT
0- TBEPIBIA PACTBOpP M HMMEET KyOWYECKYH0 OOBEMHOIICHTPHUPOBAHHYIO PEIIETKY C

nmapamMeTpomMm, O4YCHb MaJO OT/IMYAOMIMMCA OT IIapaMeTpa PCHICTKH YHUCTOIO HHOOUS

(3,3017 A) [5].



OcHoBHbIE (DU3HUECKHE XaPAKTEPUCTUKU HUTpHuaa Huobus NDN mpuBeneHsl B

taoymre 1.3 [5].

Ta6nuna 1.3 - OcHoBHBIEC PU3NUECKHE XapaKTEPUCTUKN HUTpHUIa HUoOus NbN

CaoiicTBa JlanHbIe
Tun peuetku reKCOTOHaJIbHAas
[lepuon pemeTku, HM 0,296
IInoTHOCTS, r/em®
PEHTIeHOBCKas 8,41
AKCTIEpUMEHTAIbHAS 8,40
Muxkpotsepaocts HV
) ) 1396+26
[50 '], Mua/m” (xI'/mm°)
Monyns ynpyroctu E, I1a 4,8*10"-11
[Ipenen npounocTH npu u3rude -
Temneparypa mnaBnenus, °C 2300
KoaddummeHT TenaoBoro paciumpeHus
5 10,1+2
B*10°
TermonpoBOIHOCT®,
0,009+0,002
[kan/(cm*cex*rpan)]
Tepmoannamuueckue nanubie - AH,
23816
kJ>k/MOJIb
VY nenbHOE 31EKTPOCONPOTUBIICHUE,
78,0+4,0
MKOM*cm
CepxnpoBoauMocTh, K 15,2
[TocTrostaHas Xoiuia +0,52+0,19

MarnuutHas TpOHULIAEMOCTD
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1.3 BzanmogaeiicTBue azora ¢ Tantajgom (Ta -N)

Ha pucynke 1.4 nmpuBenena ¢aszoBasi juarpaMmma COCTOSIHUSI CUCTEMBI TaHTaJl —
a30T (Ta -N).Ona siBisieTcst HanOoJIee MOJTHON Ha CETOHSAIIHAN JCHb (JaTHpOBaHa
1998 r.), moyiydyeHa Ha OCHOBE TEPMOJMHAMHYECKOTO aHAJIN3a, OMIMPASICh HA TUarpaMmmMmy

1975 . u3 cupaBouyHrKa MacaibCckoro u 0oJiee o3HKUE JaHHbBIC TpaHrUHbIX (a3 [18].

MACCOBRIC ITPOICHTEE a30Ta
0 5 10 20 30 4050 80
3200 . - . — [ i "'r bl dd 00
3020°¢
30009

28004
26004
24004
22004 K
20004

18010

16009 J 1 peeecsaaa
0,1 arm

Temneparypa, “C

1400
1200+
10004

B00+
GO0

4004

200

T T T ‘ " T T T T
0 10 20 30 40 50 60 70 40 90 100
ATOMHBIE 1 [l" OLEHTBl 430Ta

Pucynok 1.4 - da3oBas quarpamma cOCTOSIHHS cucTeMbl TaHTal — a30T (Ta -N)

Ucxons u3z o630pa ¢azosoit auarpammsel ot 0 1o 1,5% macc. cogepxutcs daza Ta
C npocTtpancTBeHHOU rpynmnoi Im3m. Ot 2,1 no 4,0% macc. N conepxkutcs daza TapN ¢
npocTpaHcTBeHHOUW Tpymmond P63/mmc. Ot ~ 49 mo 7,2% wmacc. N& — dasza ¢
npoctpaHcTBeHHoU rpynnoit Fm3m. Ot 7,2 % macc. N conepxkurcs ¢aza TaN.

Tak >xe B nmuTepaType UMEIOTCS COOOIIEHHUSI O CYIIECTBOBAHUU CIEAyIOMUX (a3

HUTPHJIA TaHTaja, MPUBEACHHBIX B Ta0ymie 1.4 [5, 14].
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Tabmuma 1.4 -da3pl HUTpHUIA TaHTAIa

daza Conepxanue N% macc. [IpocTpaHncTBeHHAas
rpymnmna

TagN, ~1,7 -

Ta,N ~3,7 P31m

TaN 7,2 P63/mmc
TasNg 8,5 P63/mcm
Ta4N5 “‘8,8 14/m
TasNs ~11,4 Cmecm

Tantan o0pa3yeT ¢ a30TOM pa3jNYHbIE COCIUHEHHUS CTEXHOMETPHUYECKOTO
coctaBa. Hutpuansie coenHeHNs TaHTaIa B 3aBUCUMOCTH OT COCTaBa MOTYT OBITh KaK
MIPOBOJIHUKAMH, TOJIYIPOBOJTHUKAMH, TaK U H30JATOPAMH, CBEPXIPOBOJTHUKAMH, a TaK
Ke TposABIATh (oTokaraauTrueckue cporictBa[l9, 20]. B Tabaumne 1.5 npencrasien
0030p M3BECTHBIX CTPYKTYPHBIX THIIOB HUTPHA TaHTaia. ITU TUIBI MOXXHO yCIIOBHO
pa3aeUTh HA YEThIPE TPYIIIHL:

(a3bl, B KOTOPBIX aTOMAPHBIA a30T BXOJHUT B COCTaB TBEPOTO PACTBOPA;

cnernuanbHas daza TapN;

(a3sbl, B KOTOphIX cooTHOomeHue Ta:N 6mmsko 1:1;

oOoramieHHble a30TOM (a3bl.

OtH da3bl NPUHIUIHAIEHO OTIMYAIOTCS TT0 CBOUM (U3UYECKUM CBOMCTBAM.

Tpu ¢da3el HUTpHUIA TaHTaIa TEPMOAMHAMUYECKN CTAOMIIBHEI, 2 ©IMEHHO: Y- Ta,N,
TasNg u TagNs. DTOT BBIBOJ OCHOBaH Ha pe3yJbTaTax PacyeTOB CBOOOJHOW IHEPTUU
oOpaszoBanus [21, 22]. Bce ocTanbHbIe U3BECTHBIC (pa3bl METACTAOUIIBHBI, B TOM YHCJIC
gacto HabmomgaeMblid Kyondeckwnii d-TaN (pucynok 1.5). Tem He MeHee, ITpeBpalIeHUsS
METacTaOWIBHBIX (a3 B CTAOWJIBHBIE HE MPOMCXOIAT M3-3a UYPE3BBIUAHHO MaJlOTo

OHCPIreTUYCCKOTO IPCHUMYIICCTBA ITOCIICAHUX. I[a;xe HEOOJIbIIIOE KHHETHYSCKOC
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OpensITCTBUE B TMpoiecce (POpMHUPOBAHUS HUTPUIA TaHTala MOXKET IPUBECTU

oOpa3oBaHHIO MeTacTaOMIBHBIX (a3 [23].

Ta6nuna 1.5 - Hutpuasl TaHTana ¥ UX CTPYKTYPHBIE THIIBI

daza Crexuometpus | CrpyktypHbiid Tun/KomeHnrapuu Hcrounnk
a-Ta(N) TaNo o4 Teepapiii pactBop N B (OLIK)-Ta [24]
[25]
B-Ta(N) TaNg os CymepcTpyKTypa B penieTke o- [26]
TaN
I'ekcaronanpHas ynakoBka Ta, ¢
y-Ta,N TaNgs aToMaMH a30Ta, 3aHUMaeT [27]
MOJIOBUHY TIOp (HE
I'excaroHanbHyIO0 CTPYKTYpY, \
e-TaN TaN; g CoSn tumna (obpasyercs npu T> [26,27]
1100 ° C, uepHbIit)
KyOuueckas
o-TaN TaNg 92-0.97 TpaHeIIeHTPUPOBaHHAS [28]
cTpykTypa, Tuna NaCl (3010T0H)
['ekcaronanpHas CTpyKTypa, TUIA
WC (bopmupyetcs u3z e-TaN 3a
0/v-TaN TaNyg cyeT MOoAUMOP(HOTOo [29]
IPEBPALICHUS 1101 BHICOKUM
JIABJICHUEM )
TasN TaN; I'excaronanbHas [30]
TasN TaNj o5 TerparonanbHas [27]
Crp3ykrypa ¢uroopura ¢
Ta,N TaN,« YIOPSITIOYCHHBIMU BaKaHCUSIMU [31]
a3oTa (a UMEHHO, U30CTPYKTYypa
Sc,03)
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TagN TaNllee

Opropomouueckuii, Fe, TiOs-

tuna (TaNg-okTa’1phI,

PasacIAromMre KpacB U yIjoB.

A3OT TpH U YEThIpE

CKOOPAMHUPOBAHHBIX )

[32]

Crenenp okuclieHUus TaHTana u3Mensercs oT 0 1o +5 mpu mepexoae OT YHCTOTo

TaHTaJla 10 coequHeHui Ooratbix a3oroM lazNs. M3MeHeHHe CBOWCTB B CHUCTEME

MPOUCXOIUT OT oOemHeHHOTO a3oToM p-Ta,N mo Hutpuma TasNs;, OT MeTAITHYECKUX

(cooTBercTBeHHO) B (p-TayN, e-TaN , o-TaN, TasNg), 10 MOTHOCTHIO TUAIECKTPUICCKUX

B (T&3N5).

9
..0

Pucynok 1.5 — CTpyKTypsl HUTpUa TaHTaIa

a) kyouuecxuti 6-TaN; 6) eexcazonanvruiil o-TaN (suo ceepxy)

DNeKTPONpPOBOAHOCTD

HUTpUJa TaHTama A0 25%

N

HOCHUT

NPEUMYIIECTBEHHO JIBIPOYHBIN XapakTep, a MpH 0oJiee BHICOKUX COAEPKAHMUIX a30Ta —

BHCKTPOHHBIﬁ, 0 4€M, B HaCTHOCTH, CBUACTCIbCTBYCT OTpHHaTCHBHBIﬁ 3HAK TCPMO-3/IC.

O cunpHOM JIOKAJIM3allu BAJICHTHLIX 3JICKTPOHOB Y OCTOBOB 4TOMOM TaHTAJIa MU a30Ta

TrOBOPAT HEBBICOKME 3HAYEHHs TBEPAOCTH, BbICOKas Temneparypa rasiaeHus TaN u

HU3KKE 3HAYCHHs TepMO-3/cC. [1o manHbM [14], TemIonpoBOIHOCTh Y HUTPHIA TaHTajIa

pelIeTouHas, Takas ke Kak y MOJyNpoBOJHUKOBOro HUTpuaa xpoma CrN, T.e. HUTpun

TaHTaJla 3aHUMACT IIPOMCKYTOYHOC IIOJIOKCHUC MCXKAY MCTAUIMYCCKUMHU H
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MOJIYTPOBOJJHUKOBBIMA ~ COCTMHCHHUSIMHU, TPUYEM, MO-BUAUMOMY, OH OJmKe K
NOJyIPOBOJHUKAM, YeM K MerawiaM. Hutpun tantana TaN He o6magaer
CBepXNpoBOAUMOCThIO J10 Temmeparyp /,2°K; Ta,N mepexoauT B CBEPXIPOBOISAIICE
cocrostaue npu temmeparype 9,5 'K [3]. HecMoTpst Ha TO 9TO OCHOBHOE NMPUMEHEHHE
HaxomAT (a3el  TOKONMPOBOJAIIETO HUTpuaa TaHTaida TaNy, wuMmeeTcs JaBa
NOATBEPKACHHBIX npuMeHeHus (da3pl  TazNs, oOnanmaromieit  HM30JUPYIOMIUMHU
cBolicTBamMH. B mepBoM ciydae OH MOXET OBITh HCIIOJIB30BAH [IJISI JJIEMEHTOB
¢doTokaraim3a B AMara3oHe BUAMNMOIO cBeTa s paciierieHus Boasl [19, 20]. Bropoe
MPUMEHEHUE YK€ 3aMaTeHTOBAHO: HCIIOJNB30BAHWE B KAdeCTBE JUAJICKTPUIECKOTO
3aTBOpa B MOJIeBBIX TpaH3ucTtopax [33]. [lockonabKy IUANEKTpUYECKash MOCTOSHHAs
TasNs Boeime 100, oH MoxkeT 3aMeHHUTh SIO, Kak HM3OJUPYIOMIME CIIOH MEXKIy
IIEKTPOJOM 3aTBOpa M OCHOBHOW KpemHus. Ha pucynke 1.6 mpencraBieHa cxema
3aMEHbl aJlIOMUHUS Ha MeAb W BBeIeHMs HuTpuja TaHTanda (TaN) B kauecTBe
nuddy3uoHHOTO Oaphepa, a Takke 3aMeHa MOJMKpUCTAIIHYecKoro kpemMuust Ha TaN B

Ka4decTBe AIIEKTPOa 3aTBOPA.

3arsopa M3ommpyioLwi crod (SiO,) Hcm.znekmag sargopa  Visonupyioumi cml; (HfO,)
— CTOK / ToK
m aN r’ Cu \ @
g n n-
KpemHmii | e [ ——___ Kpemkmii

Pucynok 1.6 - Cxema npruMeHeHUs1 HUTPHIa TaHTaja Il U3SMEHEHUS CTPYKTYPbl

IIOJIEBOT'O TPaH3UCTOpa C N-KaHAJIOM

OcHoBHBIC (U3UYECKUE XapaKTEPUCTHUKU HUTpUAa TaHTasa [aN mnpuBencHbI B

tabnune 1.6 [3, 14, 16].
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Tabnuna 1.6 - OcHOBHBIE PU3NUECKUE XapaKTEPUCTUKU HUTpUaa TanTana TaN

CaoiicTBa JlaHHbIC
Tun pemeTku
[lepuon pemeTku, HM 0,518
ITnotHOCTB, T/CM3
PEHTIeHOBCKas 15,86
AKCTIEPUMEHTAIbHAS 15,46
Mukpoteepaocts HV
) ) 1060+72
[50 '], Mua/m” (xI'/mm°)
Monyns ynpyroctu E, I1a 5,75*10"-11
[Ipenen npounocTu mpu U3ruode -
Temnepatypa nnaBnenus, °C 3087+50
KosddummenT terooro pacumpenns p*107° 3,6
TenmonpoBoAHOCTH, [Kan/(cMm*cex*rpan)] 0,0205+0,009
Tepmoaunamuueckue ganubie - AH, k/[x/Moib 251+2.5
VY nenpHOE AMeKTpOoconpoTrBIeHne, MKOM*cM 128+15
CepxmpoBoauMoCThb, K 1,88
[Tocrosunas Xosmra -3,61+0,9

MaruuTHas IMPOHHULIACMOCTD
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1.4 BzaumoneiicrBue azora ¢ TuTanoMm (T1-N)

Cucrema THTaH — a30T SBISETCA OJHOM M3 HauOoyiee H3YyUYEHHBIX Cpelu
nepexoaHpix MetawioB. Ha pucynke 1.7 mpuBenena ¢azoBas quarpamma COCTOSTHHS
cuctembl TuTaH - a30T (Ti — N). JImarpamma Ti -N paccuuTaHa ¢ MOMOIIBIO CHCTEMBI

Thermo-Calc B couetanuu ¢ TepMoarHaMu4IecKoi 0a3oii JanHbIX SSOL4 [34].

3500 | | | | | | | I |
3312°C
3000 K -
JK +TiN
g 2500- N 2345°C -
c 11,3
g
= 2000 o + TiN TiN -
g
F]
z 1668°C
¢ 1500 -
1083°C 12,8
1000 - =
882°C a + Ti,N TiN + Ti,N
500 I I 1 I I I I

T T
0 2 4 6 8 10 12 14 16 18 20
MaccoBble IPOIeHThI A30Ta

Pucynok 1.7 - ®da3oBas quarpamma cOCTOSIHHS cucTeMbl TUTaH - a30T (Ti— N)

A3OT B THTaHE BBICTyIIAeT B POJIX O - cTabmim3aropa, ( o-Ti ) - da3za (TBepabIid
pacTBOp) C rekcaroHajJbHOM IUIOTHOYMaKoBaHHOM pemietkoii- (I'TIY) pacnpoctpansercs
or 0 mo 7,6% wmacc. N, oOpasyercss npu temneparypax Huxe 882 °C, ¢ MUPOKUM
Jaria30HOM COCTaBOB, POCTPAaHCTBEHHAs rpymmna P63/mmc.

B — daza (B-Ti) obpazyercsa npu coctaBax ot 0 1o ~ 2% macc. N B pe3ynbrarte
MEePEeTeKTUYECKOr0 TpeBpallleHus  npu  Temmeparype Huxke 1995 °C, obOmamaet
obbéMornieHTpupoBanHOol KyOmdeckmit pemetkod (OILIK), ¢ mpocTtpancTBeHHOM

rpymmoi Im3m, tak ke kak o-T1, 00J1agaeT MIMPOKUM JUATa30HOM COCTaBOB.



26

IIpu cocraBax ot ~2,5% nmo 13% wmacc.N u temmeparype uHmxe 1083 °C B
pe3ynbTaTe MepeTEeKTONIHOTO MpeBparieHus: oopasyercs Terparonansias daza TipN (e
- (haza), ¢ mpocTpaHCTBEHHOM rpymmnon P42/mnm.

B ob6mactu or 7,1% macc. N B pe3ynbTaTe NEpPETEKTUUYECKOTO NPEBPALLICHUS
obpasyrorcs daszer o + TIN, ¢asza TiN obmagaer rpaHeleHTPUPOBAHHON KyOHYECKOM
pemetkoit (I'LIK) ¢ mmmpokum auanma3oHOM COCTABOB, C MPOCTPAHCTBEHHOM TPYMHIION
Fm3m [5].

A30T 3HAYMUTEIHHO YBEIWYUBACT TBEPAOCTh M TMPOYHOCTH THUTAHA TIPH
OJTHOBPEMEHHO PE3KOM YMEHBIICHUH IUIACTUYHOCTH. B XOJOJHOM COCTOSTHUU
TUTAHOBBIC CIUIABBI COJACpIKAIME a30T OYEHb IUIOXO MPOKATHIBAIOTCSA. YKe MpHU
conepkanuu azoTa BbIME 0.5%,,... CIUTaBBl CTAHOBSTCS HACTOJNBKO XPYIMKHMH, YTO HE
noJiaroTcst 0opadotke [22].

Hutpun tutana (TiN), B 3aBHCHMOCTH OT COCTaBa M CTEIEHH JHUCIIEPCHOCTH,
MEHSIET IBET OT CBETJO-KOPHUYHEBOIo J10 Opon3oBo-kentoro [3, 5, 35]. OcHOBHEBIC

du3nyecKre XapaKTePUCTUKHM HATPHIA TUTaHA MIPUBEACHBI B Tabwmie 1.7 [3, 14].

Tabnuma 1.7 - OcHoBHBIE PU3NUECKHE XapaKTePUCTUKN HUTpuaa Tutana TiN

CaoiicTBa JlaHHbIC

KyOuueckas
Tun pemerkn
rpaHuLIeHTpUpoBaHHas Bl

[lepuon pemerku, [HM] 0,423
[110THOCTD, T/CM®
pacueTHas 5,423
AKCIEPUMEHTAJIbHAS 5,213
Mukpotsepaocts HV
) ) 24500 (2450)
[50T'], [Mu/M?] (xI'/MM°)
Moynb ypyrocts, [Mu/m®](kI/mm®) 256000 (25600)

[Ipeaen npoyHOCTH MpU U3TKOE -

Temmneparypa masienus, [°C] 2950+50
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Koaddurment Terosoro pactuupenust p* 107 9,35
TermmonpoBogHOCTS, [Kan/(cM™*cek*rpan)| 0,07
Tepmoaunamuueckue ganubie - AH, [k[x/Mob| 337,6
VY aenbHOE 3eKTpOoconpoTuBieHue, [MkOM*cMm]| 25,0
CBepXxmpoBouMocTh, [K] 4,86
[TocTosunas Xomia -0,67

MaruuTtHas IpOHHUIIAEMOCTh +0,08

Hutpun tutana oOnanaeT BBICOKMMH TOKa3aTENSIMHU TBEPAOCTH, PaBHBIMU IO
mkaige Mooca 8 - 9 eauHuIaM, HO, HECMOTpPS Ha H3TO, OH MAJONPHUTOJEH JUJIs
IIPOU3BOJICTBA TBEPIOCIUIABHBIX PEXYLIUX HHCTPYMEHTOB. DTO CBSI3aHO C TEM, YTO IO
MOKa3aTesiiM TBEPAOCTU HUTPUJI TUTAHA YCTYMAET MPOMBIIUICHHBIM TBEP/AbIM CILIABaM
U UMEET CPaBHUTEIBHO BBICOKOE MaplMaIbHOE JaBJIEHUE a30Ta MpPU TeMIlepaTypax
CTIICKaHHS, TPUMEHIEMBIX IPY U3TOTOBICHUH TBEP/BIX CILIaBoB [3, 36].

Hutpua thTaHa [OBOJIBHO YCTOMYMB B KHUCIBIX Cpelax, HO TOpsuve BOJHBIC
PacTBOPBI MISIOYEH PACTBOPSIOT €T0 C BBIZCIICHHEM aMmMHaka [5, 37].

bbuto oOHapykeHO, 4YTO CKOpPOCTh IMOTJIOLIEHUS a30Ta Majo 3aBHCHT OT
napnenus. I[Ipu 1000 °C moBepxHOCTh oOpasila CTaHOBUJIACH TYCKJIOW, TMPH ATOM
IUIEHKA HACTOJBKO TOHKAsl, YTO HE CKAJBIBAETCS M MPOYHO CBSI3aHA C METAJIMYECKON

ocHoBoI1 [38].

1.5 O0mue cBegeHus 0 CMOCO0AX peaTu3anNM MPoOIECcCca A30THPOBAHUSA

CoennHEHNsT METAILIOB € a30TOM MCIIOJIB3YIOTCS B METAJUIYPTHHU U KEPAMUYECKON
HPOMBINUICHHOCTH Ha MPOTSDKEHUH JyuTebHoro nepuona [39]. Hutpuael meramios
HaxoJsT MIMPOKOE NPUMEHEHHE B COBPEMEHHOM TexHUKE. OHM HCIOJB3YIOTCA B

MMPpOU3BOACTBC KOHCTPYKIHOHHBIX W HWHCTPYMCHTAJIbHBIX MAaTCPHAJIOB, CITOCOOHBI
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paboTaTh TpH BBICOKMX TEMIIEpAaTypax, B arpeCcCHUBHBIX Cpelax ¢ MPU BBICOKHX
Harpy3kax [3, 5, 40].

YuuThIBass HEKOTOpPBIC pa3juuds B TEPMUHOJOTUU METALTYPTHUECKON W
KepaMUUYECKOW MPOMBINIJICHHOCTH M TIOJIXOJIbI B OMMCAHUH, YACTO PEUb UJET O OJIU3KUX
U JaXe OJWHAKOBBIX IO COCTaBy COCIMHEHHUSAX. B CBS3M ¢ 3TUM HEOOX0IUMO
PaccMOTPETh pa3IMYHbIC MMOAXObI K TOTy4YeHHUIo coequHernii Me — N.

Meronuka mporiecca a30TUPOBAHUS Ui MOJTYYEHUsS TOKPHITUH Ha Pa3TMYHBIX
MeTaJllaX MPaKTHUECKH HEe OTNIMYaeTcs (pa3iudaroTcs JUIIb MOIXOJbI, TMPUMEHSIEMOE
HarpeBaTelIbHOE O0OpyJOBaHHME U pPEeXHMBI 00padoTkm). I[lpormecc azotupoBaHus
MOXHO pa3/eNuTh Ha CIICAYIONINE ATalbl: HArpEeB B cpejie ra3000pa3HOr0 HOCUTENS
MOJIEKYJISIPHOTO a30Ta (ra3000pa3HbIi a30T, aMMMaK), BBIICP)KKAa TIPU JTaHHOM
TEMIIepaType C LEIbI0 TOJYYCHHUS HEOOXOJUMOM TONIIMHBI 0O0paOOTKM MaTepuasa
(moxgbupaeTcst UHAUBUIYaIbHO B 3aBUCHMOCTH OT MOCTABJICHHBIX 3a7a4), OXJIKICHHE
[41, 42].

Mexanu3mbl 00pa3oBaHUs HUTPHUIIOB, B YaCTHOCTH, MEXaHW3M XHMHYECKOTO
B3aMMOJICUCTBHUS Ta3000pa3HOr0 a30Ta C MeTalaMH, TMPEACTaBISACT 3HAYMTEIIbHBIN
HAy4YHBIA MHTEPEC, MOCKOJIbKY M3YYCHHUE MPOIIECCOB a30TUPOBAHMS TIPOCTHIX BEIIECTB
MO3BOJISIET JENaTh BBIBOJABI O TPUPOJE XUMHUYCCKON CBSI3M B HUTPHAAX H TeEX
DHEPreTUYECKUX N3MEHEHUSAX, KOTOPhIC BO3HUKAIOT IIPH JTUCCOIMAIINHA MOJIEKYJIBI a30Ta
u oOpazoBaHuM HUTPHUAHBIX (a3. CBONCTBA HUTPUAOB TMEPEXOJHBIX METAUIOB BO
MHOTOM OOBSCHSIOTCSI TEM, YTO MOJIEKYJBI a30Ta XapaKTepU3YIOTCS BTOPOW 10
BEJIMYMHE dHEPIHell CBSI3U IBYXaTOMHBIX MoJjieky. mociie CO [7, 43 ,44].

Hutpuapl mepexomHbIXx MeTauioB 00pa3yroT ¢as3pl BHeApeHus, T.e. (a3wl C
MPOCTBIMU CTPYKTYpaMH, MOCTPOCHHBIMHU IO TUIy BHEIAPEHHUS aTOMOB HEMeTalla B
KPUCTAJUTMUECKYI0 PEIIETKY MeTauia. YCJIOBHEM 00pa3oBaHUsI Takux (a3 sIBISETCS
yIOBJIETBOPEHUE MpaBuiy Xorra. [Ipu COBpeMEHHBIX METOJaX HCCICIOBAHUS st
TYTOTUIaBKMX COEAMHEHHWI W3BECTHBI HCKIIOYEHHS Hu3 dToro mnpaswia [14], HO B
OCHOBHOM OHH crpaBeiuBbl. COTJIACHO 3TOMY MPABWITY, OTHOIICHUE PATUyCOB aToMa
MmeTaiia Rye 1 aToMa HeMeTasuia Ry TODKHO ya0BIETBOPATH yeaoBuio (1.1)

0,41<Ry | Rye < 0.59 (1.1)
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Jis yrimepona, a3zoTta, KUcCiopojaa W mepexonHblx MetawwioB IV um V rpynn
3HaueHue Ry / Ry Bceria MeHbIle KpUTHISCKOW BeTMIrHbI Xerra [5, 7, 14].

XapakTepHoil 0COOEHHOCTBIO MOJTy4aeMbIX COEJIMHEHUI SIBJISIETCSI
CYILIECTBOBaHHE KPUCTANIMYECKON PEIIETKH METajula, KOTOopasi CIYy>KUT MaTpHUIIeH JIst
BHEJIPSIOIIMXCS aTOMOB HEMETallJla B €€ MEXAO0Y3eJIbHbIE MYCTOThl U 00pa3yroIIMX
HEMETAJUIMYECKYIO MOJpeNieTKy. MaTpuiieil CTpyKTypbl BHEIPEHUS SIBJIIETCSA pPEIIeTKa
MeTalljia, B TETPadIpUUECKUe WM OKTadAPUUYECKUE MOPbl KOTOPOW BHEIPEHBI aTOMBI
HEMETaJUIa; IPU ATOM MOXKET MPOUCXOJUTh HCKaxeHue pemerku. das3bl BHEAPEHUS C
cocraBoM MeyX obpasytor o6bryHOo I[IIK — pemerky, ¢ cocraBom MeX -—
rekcaroHayibHyro miotTHoynakosanuywo (I'TIY), ¢ cocrabom MeX — I'lIK, niu OLIK, a
TaK e rekcaroHaabHyto [7, 14].

Buenpenne atoMoB HeMmeTalla B KPHUCTAUIMYECKUE PEIIETKH TMEePEeXOIHBIX
METaJVIOB HE SIBJIAETCS MPOCTHIM pa3MEIIEHWEM aTOMOB HEMETaJlJla B MOpPax PEHIETKU
MeTajlyla ¢ O0Opa3oBaHMEM THUIIA KJIATpaTOB BKIIOYEeHUs [45], a compoBOXIaeTcs
oOpa3oBaHMEM CHJIbHBIX XHMHUYECKHMX CBSI3ed MEXIy aroMaMu METalioB U
HEMETAJUIOB, PAIUKAIBHO U3MEHSIOIINUX UX XUMUYECKUE U (DU3NUECKUE CBOMCTBA.

HecmoTtpst Ha TOT ¢akT, 4TO M3y4yEHUEM MPOIECCOB A30TUPOBAHUS PANUYHBIX
METaJUIMYECKUX CHUCTEM 3aHUMAIOTCS MHOTHE KOJUIEKTHBBI HA MPOTSHKEHUM JIECSITKOB
JeT, K JaHHOMY TUIy 00paboTku He ociabeBaer uHTepec [41, 42, 46]. Dto cBsi3aHo, B
NEPBYIO Ouepe/lb, C TEM, YTO TEXHOJIOTHsS a30THPOBAHUS SKOJOTHMYHA, IMPOCTa B
TEXHOJIOTUYECKOM AaCMeKTe, SBIAETCA OJHUM W3 HaumOoJiee TMEepPCHeKTUBHBIX U

3¢ (HEKTUBHBIX CTIOCOOOB U3MEHEHUS TEXHOJIOTUUECKUX CBOMCTB MaTepuaa.

1.6 CrepxnpoBojsimue CBOiicTBa HUTPUAOB MeTa/L10B |V -V rpynn

[IpakTUueckuii HWHTEpPEC K CBEPXMPOBOAAIIMM MaTepuaiaM C BBICOKUMH
nokKaszaTesisMi  (DYHKIIMOHAJIbHBIX XapaKTEPUCTHK CBS3aH C BO3MOXHOCTSIMH HX
NPUMEHEHHS B TEXHUKE (TEPMOSICPHOIN SHEpreTHKe, MeaunuHe u np.) [47, 48, 49].

Co BpemMEeH OTKpBITUS SABJIEHUS CBEPXIPOBOAMMOCTH B 1911r. mpoBeneHsl

MHOTOYHMCJICHHBIC  WCCIICJIOBAHUS IO  TOWCKY, TMOJYyYEeHUIO U  pa3paboTke
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CBEPXIPOBOJAIINX  MaTepHAJIOB,; 3aJI0KCHBI OCHOBBI MaTepHaiOBEICHHS
CBEPXIPOBOJHHUKOB; CO3J]aHbI (PU3NUYECKHE MOJIEIH CBEPXITPOBOIUMOCTH; OIPEIEICHBI
MHOTHE (haKTOPbI, XapaKTEPU3YIOIINE CBEPXIPOBOISIIIEE COCTOSHHE .

KonndecTBO M3BECTHBIX CBEPXIIPOBOJHUKOB HAa CETONHSIIHUN JCHB JTOCTUTAET
HECKOJIbKUX Thicsid. Hambornee HHTEpPEeCHBIMH C TOYKH 3pEHHUS MPAKTUYECKOTO
NPUMEHEHHS SIBIISIOTCS TaK Ha3bIBA€MbIE JKECTKHE CBEPXIIPOBOJHUKH, COYETAIOLIUE
BBICOKME 3HAUEHHUS Iepexo/la B CBEPXIPOBOMSIIEE COCTOSHHE [, KPUTHYECKOTO
MarHuTHoro mons H, u  Kputuyeckod MIoTHOCTH ToKa Je. IlepBoHauanbHO
NPEJCTABUTEIIIMA TaKUX CBEPXIPOBOMHUKOB sBsuuch craBel  ND-Ti, Nb-Zr,
coenrHeHus co cTpykrypoit AzB, kapouast NDC, autpuasr NDN, xapborutpuast NoCN
u xanbkorenuas [49, 50].

[ToBermienne T, (Hamaoro Beime T kumenust azora — 77K) mamo Oonbiime
Hazexnpl Ha ckopoe npumeHenne BTCIL. Opnako cutyanus M3MeHMIAach, KOraa
noTpe0OBaIUCh MaTepHajbl CO CTa0MJIBHO BBICOKMMU 3HAYEHHUSIMU IIJIOTHOCTH
KPUTHYECKOTO TOKA, YCTOMYMBBIMH K BO3JIEHCTBHIO MATHUTHOTO TIOJISI, TEMIIEPATYPHBIM
KoJIeOaHUSAM, BPEMEHHBIM, aTMOc(epHbIM U MaclTaOHbIM (hakTopam. BaxHbIME
napameTpamM, KpPOME€  CBEpPXIPOBOMASAIINX, CTAIA  IUIOTHOCTh,  IPOYHOCTH,
($OpMOYCTOMUNBOCTD, COBMECTHUMOCTb C DPAa3JIMYHBIMH MeETaJUlaMH, CIUIaBaMU U
KepaMHUKaMH, HapaBiIeHHOEe (OPMHUPOBAHNE MUKPOCTPYKTYPHI CBEPXIPOBOJHUKOB IS
CO3/IaHUS MATEPUaJIOB C TOBBIIICHHBIMU (PYHKIIMOHAIBHBIMU XapakTepucTtukamu [47,
51].

ABTOp CUHTAET, YTO HUTPUIBI IEPEXOTHBIX METAIIIOB 00JIAZIAIOT PSJIOM CBOMCTB,
HEOOXONMMBIX ISl  CO3JaHMsS HAa  HUX  OCHOBE  BBICOKOTEMIIEPATYPHBIX
CBEPXIPOBOJHUKOB: TEPMOCTAOMIBHOCTh, METAITINYECKass MPOBOJUMOCTh B OOJBIIOM
MHTEpBAJIC TEMIIEPATyp, MHEPTHOCTh BO MHOTHX CPEaxX, CTAOMIBHBIC XapaKTePUCTHKH

q)aBOBOFO COCTaBa.
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TJIABA 2. METOJIMKU A3OTUPOBAHUS U UICCJIEJIOBAHMS
OBPA3IIOB

2.1 Texuuyeckne XapaKTEePUCTHKN U BUIbI MAaTEPHUAJIOB

Hcxoaubie 00pa3iibl M3rOTaBIMBAIY U3 MPOKaTa Pa3IMuHbIX MAPOK TEXHUYECKOH
YUCTOTHI TOJNILUHON 10 MM, a B psAZie SKCIIEPUMEHTOB - TUTAHOBBIN MPOKAT TOJIIIMHON
3MM. Mapku 1 XapaKTepUCTUKH UCTIONb3yeMoro Metamummdeckoro npokata (V, Nb, Ta

u Ti) npuseaens! B Tabaumax 2.1 — 2.3 [52, 53, 54, 55].

Ta6nuna 2.1 — ITpokaT, UCIIOIB30BaHHBIN B AKCIIEPUMEHTAX

HopwmatusHbIn
Marepuan Mapka Tonmuna, MM
JIOKYMEHT
Bananuii (V) Bulln-1 0,1-0,9 TVY48-4-373-76
Huoo6wuii (Nb) H6-1TIn 0,1-0,9 I'OCT 16099-80
TY647PK30054230-
TanTan (Ta) TBY 0,1-0,9
435-2000
Turan (Ti) BT1-0 0,3-3,0 I'OCT 19807-91

Tabnuma 2.2 — IIpoBosoka, UCIOJIb30BaHHAS B HKCIIEPUMEHTAX

Hunamerp HopmartusHbii
Marepuan Mapka
MIPOBOJIOKH, MM JOKYMEHT
Banamuii (V) BuII-1 0,3 TY48-4-374-76
Huoo6wuii (Nb) Ho6IIp-1 0,2-0,8 I'OCT 16099-80
TY647PK30054230-
Tanran(Ta) TBY 0,2
435-2000
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Tabnuma 2.3 - Conepkanue npuMecei B UCIIOJIB3YEMOM MIPOKaTe

Pa3IMYHBIX MapPOK

Coneprxanue mpumeceit macc.%, He 6omee
Mapka
Fe Al Si N H O C
BuII-1
0,15 0,2 0,2 0,01 | 0,001 | 0,03 | 0,03
(TY 48-4-374-76)
Bulln-1
0,15 0,2 0,2 0,01 | 0,001 | 0,03 | 0,03
(TY 48-4-374-76)
Ho6I1p-1
0,005 - 0,005 | 0,01 | 0,001 | 0,01 | 0,01
(T'OCT 16099-80)
HO6-111n
0,005 - 0,005 | 0,01 | 0,001 | 0,01 | 0,01
(T'OCT 16099-80)
TBY
(TY647PK30054230- | 0,0015 | 0,0005 | 0,0015 | 0,01 |0,0005| 0,01 | 0,005
435-2000)
BT1-0
0,25 - 0,10 | 0,04 | 0,010 | 0,20 | 0,07
(T'OCT 19807-91)

B pabote wucmonb30Bamu CIeAyIONME TEXHUYECKHE Ta3bl: a30T Ta3000pa3HBbIiA
oco6oit unctotsl o I'OCT 9293-74 [56], apron OCY mo TY2114-005-53373468-2006
(99,999%) [57].

YnucTtoTy HMCXOAHBIX 00Opa3loB  OMNpEeAeTsiii Ha  aTOMHO-OMHUCCHOHHOM
cnektpometpe Tieromero paspsga GDS 850A. Coxpepxanue Kuciopoja M a3oTa B
oOpasiie ompenemnsijii METOJOM BOCCTAHOBUTEIHHOTO TUIABJIICHUS B UMITYJILCHOUW TEYU
CONPOTHURJICHUS B TpaUTOBOM THUIJIE B TOKE HECyIIero rasza (reivs) B HHUKEJICBOM
BanHe. Cojiep)kaHue KUCIOPO/1a ONPEIeIIsIi METOI0M HH(PAKPACHOTO TOTIIONMICHHUS 110
KOJIMYECTBY 00pa30BaBIIETOCs JUOKCHIA YTIIEpPOIa.

[Ipepopma 00bIUHO mpencTaBIsIa co0OM oOpasen; W3 JHUCTOBOrO IMpoKaTa

mmpuHOo 7MM. Takas ¢dopma MO3BOJsIa MPOU3BOJIUTE CHEMKY AUPPAKTOIPAMM C



33
OKCIIEPUMEHTAJIbHBIX O0pa3loB M pPACCUMTHIBATH BO3HUKAIOIIME B  TMPOIECCE
a30TUPOBAHMS BHYTPEHHUE HampspkeHuss 1o wmertoguke [58]. Ha pucynke 2.1

NpeACTaBJICHA CXEMaA 3arOTOBKHU U3 JIMCTOBOI'O IIPpOKATa.

Pucynok 2.1 - Cxema npedopmbl U3 JIMCTOBOTO ITPOKaTa

Hapsiny ¢ 1eHTOYHBIMH, HCIOJB30BaAIM 00pa3iibl U3 MPOBOJIOKU Juamerpom 0,5 —
1,0 mMm, nymao# 270 MMm. [IpoBonoYHBIE 00PA3IEI U3TOTABIMBAIN B (HOPME CIIUPAITIN C

BHeIIHUM quameTpoM 10 mm. Cxema npedopmbl pecTaBieHa Ha pUcyHke 2.2.

Pucynok 2.2 - Cxema nipeopMbl U3 POBOJIOKU

Cxema oOpa3ua u3 npokata Turana mapku BT1-0 tonmunoit 3 MM npuBeseHa Ha
pucynke 2.3. C AByX CTOpPOH 3aroTOBKa MMEET 3aKUMblI | s €€ KperieHus K
TOKOBBOJIaM («XOJIOAHas» 30HA) M NEPEMBIUKY 2, CEpbIM L[BETOM BbIJEJEHAa 30Ha 3
JUIMHOM 25MM, B Tmpelenax KOTOpOoH OblT HauMEHBIIMHA TPaJMEHT TEeMIIepaTyphl,

UCIIOJIb3yeMast JJIsl TaJIbHEHIIIEro ncciieIOBaHMs.
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Pucynok 2.3 - Cxema npegopMbl U3 TUTAHA TONIIMHON 3 MM

DKCIepuMeHTaIbHBIE 00pa3Ilbl Mepe; 00padoTKON 00e3KUPUBATUCH TPOMBIBKON
B yabTpa3BykoBoil BanHe Mapku Y3JH - A B OCY amerone (I'OCT 2603-79) [59],
3atreM B sTriioBoM coupte (TOCT P51652-2000) [60] ¢ mocaenyromiei cymikod Ha
OTKPBITOM BO3JyX€ NpH KOMHATHON Temmeparype. B psne skcnepruMeHTOB 0Opasiibl
TaK)Ke€ TMOJBEpPTraii BaKyyMHOMY OTXKHUTY Tipu Temneparypax ~0,6 T,, musa
BO3MOYKHOCTH (DPUKCALIMK BIMUSIHUS BHYTPEHHUX HAMPSKEHUH Ha MPOLECC a30TUPOBAHUS
METaJUIOB. YUHWTHIBAas OCOOCHHOCTH HarpeBa (MpONMycKaHWE TOKa dYepe3 obpaserr),
U3rOTOBJIICHHE TIpedopM  TPeOOBAJIO BBICOKOWM TOYHOCTH JUIsl  OOECTieYeHUS
PaBHOMEPHOTI'0 HarpeBa U OTCYTCTBHS JIOKAJIbHBIX MEPErpPeBOB B paboueit 30He oOpasiia
3a CYET HEPAaBHOMEPHOTO CEUCHHs. B KadecTBe BCIOMOTATEIBHBIX MATEPUATIOB IS
00€3:XKUpPUBaHUS TTOATOTOBIEHHBIX TIpedopm uctonab3oBamm arietoH YA I'OCT 2603-
79 [61] u ctiupt sTIuTOBRIH (pekTrduKaT) TOCT P51652-2000.

HarpeB skcriepuMeHTaIbHBIX METAUTMYECKUX OOpPAa3I[OB OCYIIECTBIISIICS IBYMS
criocobamu:

CTYNEHUYAThI - B TEUCHHE 2—3 C HarpeBaJii OT KOMHATHOW TeMIEpaTyphl IO
700°C, 3aTteM co ckopocThio 50 Tpaj/MUH NPOUZBOAMIM HArpeB 10 TEMIIEPATyphI,
OIPEICIISIEMOM TTOCTAHOBKOM SKCIIEPUMEHTA;

CKauKOOOpa3HBId - BBIXOJ HA TEMIIEpaTypy OKCIIEPUMEHTA, THUII Harpesa

OIIpCACIIAIICA IIOCTAaHOBKOM 9KCIICPUMCHTA UJIKM TUIIOM MaTcpualia.
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2.2 YCTaHOBKA /1J151 a30THPOBAHUS

2.2.1 Yemanoska ons azomuposarnust 8 cpede 2a3000pasHoco azoma

A3oTupoBaHus  00pa3lloB MPOBOJMIM B  YCTAaHOBKE, 0O0OECIEUMBAIOIICH
PE3UCTUBHBIM HarpeB B aTMocdepe azora oOpas3loB B BUJIE JIGHT U IPOBOJIOK
MPOXOXKJIEHHEeM JyekTpudeckoro Toka [9]. Ilpumensembrii HamMu cmocoO Harpesa
00pa3ioB obecreurnBal BEICOKME CKOPOCTH HAarpeBa M OXJIAKJICHUs. Y YUThIBas, 4YTO B
HAIIMX DJKCIEpPUMEHTaX oO0paslbl BBICTYNMAIOT B KA4eCTBE HarpeBaTesieu, K
T€OMETPUUYECKON TOUHOCTH U3TOTOBIICHUS TIPEABSIBISIIOTCS BRICOKHE TPEOOBAHMS.

JlaGopaTtopHass ycTaHOBKa Jisl a30THPOBAHUS B Ta30BBIX Cpelax BKIIOYACT
CHEAYIONINE KOMIIOHEHTHI:

-TE€PMOCTOUKHMN CTEKIISIHHBIN PEAKTODP;

-CHUCTeMa IoJiauu ra3a (a30t1a);

-CUCTEMa HarpeBa U MoJiepKaHus TeMIEPaTyphl;

OO6m1as cxeMa JaHHOW YCTaHOBKH TpeJICTaBlieHa Ha pucyHke 2.4.

Cucrema perynupoBaHus odecriedrBaia moaaep kanue TeMneparypsl oopasiia Ha
3aJlJaHHOM YpOBHE B TEUYEHHE BCEro Mpollecca a30TUPOBAHMS, aBTOMATHU3UPOBAHHOE
NoJJICp>)KaHUE PEKUMOB HarpeBa W OXJaXJIeHUs o00paslioB, a TaKke KOHTPOJIb
M3MEHEHHS BOJIbTAMIICPHBIX XapaKTepHCTHK Ha oOpaslle B IpoIecce a30TUPOBAHUS B

cpeac a3ora.
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4

Pucynok 2.4 - Cxema 51abopaTOpHON YCTaHOBKM Ui TOJyYEHUS HUTPUIOB

MCTAJIIIOB

1- cazoewiii 6annon evicoxozo oasnenus obvemom 40n.; 2- 2azosvlil pedykmop, 3- 2a308blil
senmuaw; 4 - bOyghepnasa kamepa 011 KOMREHcAyUU U30bIMOYHO20 0ABIeHUs 2a3d 8 peaKkmope; 5 —
neys, 3an0JIHEeHHAs YUPKOHUEBOU CIPYHCKOU (0151 ouucmku azoma);, 6 - 6eHmuib 6NyCKHOU, 7-
Ppeaxkmop u3z mepmocmouxo2o cmexia; 8§ — obpasey azomupyemoz2o memaniia, 9 — pmoponniacmosoe
yniomuenue (keprn Ne65); 10 - senmune evinyckuotl, 11 — moxosgoowt, 12 cunosoti mpancgopmamop ¢

MUPUCIMOPHBIM PERYIAMOPOM MOUWHOCMU

Peakrop mpezacrasiser coboi cheprueckyro Kojady W3 TEPMOCTOMKOIO CTEKJa
Mapku Pyrex o6bemom 4 nuTpa, B KOTOPYIO Yepe3 (pToporiacToBoe YIUIOTHEHHE (KEpH
Ne65) BBeeHbI TOKOBBOIBI. TOKOBBOBI BBIIOJIHEHBI U3 MEJHBIX CTEPKHEU AUAMETPOM
8 MM. Ha kOHIIax TOKOBOJOB YCTaHOBJIEHBI aJallTUPOBaHHbIE AJI1 KPEIUIEHHUs 00pasla
pe3p0oBbIe 3aKUMBl. MeIHBIE TOKOBBOJBI BO (TOPOILIACTOBOM YIIJIOTHEHUHU TSt
o0ecnieyeHns repMETUYHOCTH YCTAHOBJIEHBI Ha TIyXyro mocaiky. [[ns xommneHcauuu
Pa3HOCTH TEPMHUUYECKOIO PACIIMPEHUSI CTEKIIA U (TOPOIIACTOBOIO YINIOTHEHHS Ha KEPH
Ne65 HaHOCHIIM BBICOKOTEMITEPATYPHBIN CUIIMKOHOBBIN T€PMETHK.

A30T B peakTop IOJaBAJIA Yepe3 ra30ByI0 MarucTpajlb ¢ peAyKTOPOM CHUCTEMOM
peryiupyomux BeHTWwIeH. B cucreMy monmaum raza BkioueHa OydepHas Kamepa U
HarpeBaTeNbHBIA (PUIBTP C HUPKOHUEBOM CTPYKKOM Ui JAOMOJHUTEIBHONH OYHCTKH

ra3za OT BO3MOKHOU IPUMECH KUCIOPOa.
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TemnepaTtypy 00pasia Ha 3aJaHHOM YPOBHE MOAAECP>KUBAIIN C TTOMOIIBIO
CHCTEMBI PeryJIupoBaHus, OJ0K-cXeMa KOTOpPOi Ipe/IcCTaBlIeHa Ha pUCYHKeE 2.5,

! 2

; 11/ r 8
— ¢ B Y
..2205‘ BYC ¢ R

Pucynox 2.5 - biok-cxema cucteMbl HarpeBa npedopmbl SJIEKTPUIECKUM TOKOM

1 — ycunumens 610xa ynpasnsaowux cxem, 2 — cunosou mpancghopmamop, 3 —
mpancghopmamop moxa (TT); 4 — amnepmemp; 5 — [I1H/]-pecyramop,; 6 — eonommemp, 7 — peakmop;

8 — npepopma, noosepeaemasn azomuposanuio

Hanpspkenue ot anekrpuyeckoi cetu (220 B) uepes anekTpoHHbI# yeunmutess (1)
mapku Y 13H (pucyHok 2.6) mogaercst Ha MOHWKAIOIIANA CHIIOBOH TpaHchopmaTop (2), k
BBIXO/JHBIM KJIEMMaM KOTOPOTO TMOJKIIOYAOTCSI TOKOBBOABI. DJIEKTPOHHBIN BOJIBTMETP
(6) m snekTpoHHBI ammepMmeTp (4), OIKIIOYaeMBbId Yepe3 TpaHchopmaTop Toka (3),
U3MEPSIOT IMo/IaBaeMoe Ha mpedopMy HampspDKeHHE M CHUTYy MPOXOSINEro 4epe3 Heé
TOKa COOTBETCTBEHHO [62]. DT CUTHAIBI MOAAIOTCA HAa BXOJbI AiiekTpoHHOro ITH]I-
peryistopa Muantepm-400.00 (5), koTopslid MOIEp)KUBACT €€ Ha 3aJJaHHOM YPOBHE,

yIpaBJisisi pabOTONM YCUITUTES.
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Pucynox 2.6 - Cxema noJIKIIFOUeHHSI PerysiTopa

B KOMILUIEKTE ¢ ycruuteneM Y 13H

Cuctema perynupoBaHusi oOeclieuMBaeT MOAJEpXKaHUE TeMIlepaTypsl o0pasla,
KOHTPOJIMPYEMOE ONTUYECKUM IIMPOMETPOM, a TAKKE MO3BOJISIET U3MEPATH CHITy TOKA U
HanpspKeHHEe Ha oOpaslie B peallbHOM BpeMEHH, Onarojaps 4eMy B HTOT€ MOKHO
paccuuTaTh COINPOTUBIEHUE MpedOpMbl U IO HM3MEHEHHIO 3TOTO COINPOTHUBIICHUS
KOHTPOJIMPOBATh NOJHOTY IPOTEKAaHUs mpouecca azotuposanusd. [Ipu naHHoM cxeme o
3aBEpLICHNUN MPOLECCA MOXKHO CYIWUTh IO OKOHYaHUIO WU3MEHEHUU BOJIbTAMIIEPHBIX
XapaKTEPUCTUK M, CIEJOBATEIbHO, BBIXOAY JJIEKTPUYECKOTO  CONPOTUBIICHUS
a30TUPOBaHHOW TMpedopMbl Ha TIOCTOSHHBIA ypoBeHb. Temmeparypy mporecca

KOHTpoJupoBanu ¢ noMmousro [/ perymnsropa.
2.2.2 Yemanoska 0151 a30mupo8anus MacCusHulx 00pasyos 8 2a308bix cpeoax
YcraHoBKa  HW3rOTOBJIEHA C  IENIbI0  OOECIEUEHUs  MPEABAPUTEIHLHOTO

BAaKYYMHPOBaHUA peaKHHOHHOI;'I KaMCpbl, OTBOAAa TCILJIa C TOKOBOJIOB H KOMIICHCAIINH

TEIJIOBOTO pacUIMpeHus o0pasia.
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OCHOBOIl YCTaHOBKM CIYKUT MOJEPHU3MPOBAHHAs LIAXTHAs BaKyyMHas I€4b
mapku  CIIBD3-1.2,5/25-M3  VYXJIY1, B KOTOpOi OpraHm3oBaHa CHCTEMa
NpEeIBapUTEIbHON OYUCTKA M TOJa4d WMHEPTHBIX M paboyux ra3oB, MO3BOJISIOIIAS
paboTaTh OAHOBPEMEHHO C Pa3IMIHBIMU T'a30BBIMU CMECSIMH (PUCYHOK 2.7).

MopepHu3upoBaHa IITaTHAs CHJIOBAs YCTAHOBKA, MO3BOJISIONIASl PEryJIMPOBATH
paboune Toku a0 300A. HoBas cucrema 53JIEKTPONMUTAHUS TO3BOJUIA MPOBOAUTH
a30THPOBAHHE 0OPA3IIOB C IUIOMIAIBIO MONEPEUHOro ceueHms ~25MM°. Tak Kak Bpems
AKCIIEPUMEHTA COCTaBJISIO OT 15 go 2160 MuH, a TeMnepaTypa NpOTEKAHUsSI pPEaKIuu
m3Mensmacb ot 700° C pmo 2500°C, Obuin pa3paboTaHbl M YCTAHOBJICHBI
BOJOOXJIAKJAEMbIE TOKOBBOJIBI, TIO3BOJISIIOIIME 3aKPEIUIATh SKCIHEPUMEHTAIBHbBIE
00pa3iibl pa3IMYHbIX FTEOMETPUUYECKUX (POPM U pa3MePOB C KOMIIEHCATOPOM JIMHEHHOTO
pacmmpenus: obpasua npu HarpeBe. Kpelika m kopmyc medd BOJOOXJIaXJAAeMbIE, B
KPBIIIKE MeYd UMEETCS TEXHOJIOTMYECKOe OTBEPCTHE, aJallTUPOBAHHOE IO YCTAHOBKY
o0beKkTHBa mUpoMeTpa. Tak ke MpeayCMOTPEHO H3MEpeHHe pabdoueil TemrepaTypbl
oOpasua 10 2000 °C nomeInieHHo# Ha HEero TepMonapoil.

JUiss  mpeABapUTENIbHOTO BaKyyMUPOBaHHUsI paboueld KaMmepbl YCTaHOBJICH
BaKyyMHBII MajJacTUHYATO-POTOpHBIA Hacoc Mapku 2HBP-5/IM Y XJI42, BKIItOUeHHBIN
B Marucrpajib 4Yepe3 BaKyyMHbIA BEHTWJIb CHUCTEMbl MOAAuW/yJaJeHHUs Ta30B.
OtcytcTBUE BOJIb(PPAMOBBIX HarpeBaTelel W MOJHUOJEHOBBIX TEIIOM30JUPYIOIIUX
HKpaHOB JeJIaeT BO3MOKHBIM IPOBEICHUE SKCIEPHMEHTOB HE TOJBKO B aTMmocdepe
a30Ta U B UHEPTHBIX CPelaX, HO TAKXKE U B OKUCIUTENbHOU aTMocdepe.

Cucrema ymnpaBiieHUS HarpeBaTeIbHBIMU 3JIEMEHTaMH IO3BOJIsIET paboTaTh B
PYYHOM U B aBTOMaTUYECKOM PEXUME PETYIMPOBAHUS TEMIEPATYPBI. ABTOMATHYECKOE
peryimpoBaHue rteMmneparypbl ocywmectBiusiin  no  [IM/[-3akony. B  kauectse
U3MEpUTENsl TEeMIIepaTypbl IMOBEPXHOCTH 00pa3lla MCHOJIb30BANIM HH(PPAKPACHBIN
NUPOMETP, U BoJibPpam/penueByro Tepmonapy Mapku TBP-Al. YcranoBka cHaOxeHa
MHUKPOIPOLIECCOPHBIM PETYJIATOPOM, KOTOPBIA (PUKCUPYET HANPsHKEHUE U CUJTy TOKa Ha
oOpa3le B peXKuMe peabHOro BpeMeHU. YacToTy M3MEpeHHH TOKa M HaNpsKEHHs
MOXHO U3MEHSTh C JUCKPETHOCThIO | CeKyHJa, 4TO TMO3BOJIIET HENPEPHIBHO

OTCIIC)KUBAThH MMapaMeTPhl TOKa Ha oOpasIie.
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VYcTaHOBKAa pe3UCTUBHOTO HarpeBa MpeIHa3HauYeHa JUJIsl MPOBENCHHS IpoLecca B
atMoc(epe ra3a - OKUCIHUTENS (a30T, ra30BbIE CMECHU a30T-KUCIOPOJ U C MHEPTHBIM
pazbaButeneMm aproHom). Harpes oGpasuoB a0 temmnepatypbl 2500 °C npou3BoauIn
MPOMYCKaHHEM Yepe3 HHUX IEPEMEHHOro »iekTpuueckoro Toka a0 300 A mnpu
HanpsbkeHuH < 4 B. YcraHoBKa UMeeT clielyolue KOHCTPYKTUBHBIE OCOOCHHOCTH:

1)  orcyrctBue  Bodb(paMOBOrO  HarpeBareilss WU MOJUOIEHOBOIO
TEIJION30JINPYIOLIETO IKPaHa;

2) cunoBod TpaHcopmaTop, oOecreuuBarOluii Ha BTOPUYHOH OOMOTKE
OOJBIINE TOKU U MaJIbIe HAMPSKCHUS,

3) BOIOOXJIAXKJAae€Mble TOKOBBOJIBI TI€UM, TMO3BOJISIONIAE MPOIYCKATh OOJBIINE
TOKHU (10 3 KA);

4) He3aBHUCHUMOE OXJIAXKJICHHE KopITyca pabodeii KaMephl U KPBIIIKH MeUH;

5) mid TOKOBOJOB HW3TOTOBJIEHBI PA3NMYHBIE CMEHHBIE 3aKHUMBbI, JIETKO
amanTHpyeMble  JUISI  KPEIUICHHS  OKCIICPUMCHTAIBHBIX  00pasloB  Pa3IUYHBIX
reOMEeTPUUECKUX (OPM U pa3MEpOB;

6) paboyasi kKamepa neyu CHaOKeHa KPBIIIKOW C TEXHOJIOTUYECKUM OTBEPCTHEM
JUTSl YCTAHOBKH OOBEKTHBA MTUPOMETPA;

7) ycTaHOBJIeHa BOJIb(paM-peHueBasi TepMonapa.

XapakTepHO OCOOCHHOCTBIO YCTAHOBKH SIBJISIETCS €€ HU3Kash WHEPLUHMOHHOCT,
BBICOKHE CKOPOCTU HarpeBa u oxyaxaeHus (mopsaka 1000 °C/mun).

OTtcyTcTBUE BOJIb()paMOBBIX HarpeBaTenen u MOJTHOIEHOBBIX
TETJION30JIUPYIOMINX HKPAHOB JIENaeT BO3MOXKHBIM MPOBEACHUE SKCIEPUMEHTOB HE
TOJIBKO WHEPTHBIX Cpelax, HO TaKkkKe M B OKHUCIUTEIbHOW arMmocdepe, 4Tto OBLIO
HEBO3MOKHO MpoBoauTh B eun CIIB3. B nanHo# paboTe sKCIepUMEHTHI IPOBOIUIIU
B aTMoc(epe a3oTa.

Pa3paGoranHasi cucrema yIpaBi€HUs IO3BOJIIET pabdoTaTh B PYYHOM U B
aBTOMATHYCCKOM  PEXKUME  PEryJIUPOBaHUS  TEeMIIEpaTypbl.  ABTOMAaTHYECKOE
perynupoBaHue Temneparypsl ocymectBisiii  no [IM/[-3akony. B kaudectse
U3MEpUTENSl TEeMIepaTypbl MOBEPXHOCTH 0O0paslia HUCHOJIb30BaIM HH(PAKpACHBIN

nupomerp “HT 6000 LumaSenseTechnologies” ¢ mepemayeit curHamga 1o
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OTITOBOJIOKOHHOMY KaHally CBSI3U, WJIH BOJb(pPaM-pEHUEEBYIO TepMOmapy. Y CTaHOBKA
CHa0XeHa MHKPOIIPOIIECCOPHBIM PETYJISATOPOM, KOTOPBIN (PUKCUPYET HANpsHKEHUE U
CHJIy TOKa Ha oOpaslle B pexuMe peajbHOro BpeMeHd. YacToTy u3MepeHuil Toka u
HaMpsHKEHUST MOXKHO M3MEHATh C JWCKPETHOCThIO 1 CeKkyHJa, YTO IMO3BOJISIET
HEIPEPHIBHO OTCIIEKUBATH MTapaMeTpbl TOKa Ha o0pasle.

Cxema perynupoBanus peanuszoBaHa nocpeactsom ITU]] perymnstopa TPM 210-
H[1.YU ¢upmer “OBen” [63]. B mpomecce pa6orst TPM 210 mpou3BOIUT OmIpOC
BXOJIHBIX JAaTYUKOB, BBIUMCIAS 1O TIOJYYEHHBIM JIaHHBIM TEKYIIUME 3HAYCHUS
U3MEPSEMBIX BEJIIMYWH, OTOOpakaeT HMX Ha NU(PPOBOM HHAMKATOPE U BBITACT
COOTBETCTBYIOIINE CUTHAJIBI HAa BEIXOJHBIC YCTPOUCTBA.

Kpennienne oOpasiia B 30HE peakliy OCYIIECTBISETCS ¢ TTOMOIIBIO TUTAHOBBIX
JiepKaTeniell, KOTOphIe SIBISIOTCS TPOJOIKEHUEM TOKOBOJOB. (OTKauKy peakTopa
OCYIIECTBJUIM C TOMOIIBbIO (OpBAaKyyMHOI'O Hacoca, cMeHa paboueil armocdepsl

POM3BOINIIACH TIOCPEACTBOM BeHTHIICH (6-10).
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Pucynok 2.7 - Cxema yCTaHOBKH JJIsl IPOBEACHUS OKUCIUTEILHOTO KOHCTPYUPOBAHUS

1 — peaxmop, 2 — kpviuxa; 3 - meonvie 60000XAANHCOAEMbLE MOKOBBOOUL; 4 — 0Opazey; 5— manomemp;

6,7,8,9,10 — 6enmunu; 11, 12 - cucmema ynpaenenus
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2.3 MeToabI CCJIeI0BAHUSA

2.3.1 Uccneoosanue ¢azosoco cocmasa

HccnenoBanusi MPOBOIWIA METOJOM PEHTTCHOBCKOW AH(PpPaKTOMETpUHU B
pacxomsimuMcss Tydke mpu (QokycupoBke mo 3eeMaHy - BonmHy Ha BepTHKaIHLHOM
pertreHoBckoM audpakromerpe SHIMADZUXRD 6000 npu kOMHAaTHOW TeMIieparype
B MOHOXPOMATE3MPOBAHHOM MEIHOM HM3IYy4eHHH (UIMHA BOJHBI  Aggep=(2Akqa1t

Mka2)/3=1.54178 A). Kpucrannuueckue ¢aszsl MAeHTUGUUIUPOBAIU 10 0a3ze NaHHBIX

ASTM I1SDD PDF-2 2004r [64].

PacuerT MEXIJIOCKOCTHBIX PACCTOSIHUN Mo AudpakTorpaMMe MPOBOJUIU IO
ypaBHeHH0 Bymeda — bperra [65]; d/n= A/(2sin 0), rme d/n-mMexriockocTHOE
paccTosiHue [A], A=1,54178 [A] - niuuHa BoaHbI CUK ¢, 0 — yron nudpakuun [°].

Hcnonb3yst paccUMTaHHBIE MEXKIUIOCKOCTHBIE PACCTOSHUS MO KBaJApPaTUYHBIM
dbopMyram BEIYHUCIISIIN TTapaMeTp dnemMeHTapHou siueiiku (I1951).

Jlns pacuera 1195 marepuanoB KyOHYeCKOW CMHTOHMHM BBIOMPAIM MaKCHUMAaIbHO
yIaneHHslid peduiekc (mo 20), oTBevaronmii cieayomeMy yciuouro:h MEHOTO O0biie K
u | maoro 6osbie | [66, 67].

Ouenky pa3Mmepa obsactu korepeHTHoro paccessHus (OKP) mpoBoawnu mo
dopmyne CensikoBa-lllepepa B mpubmmxenun chepudeckoil MoIemu:

L = 0,9M/BcosO,rxe L — pasmep wactui [A], 0 — yron qudpakmum [°], A = 1,54178
[A] - nuHa BosHbl CUK,,p,, B — mosrymmprna peduekca [pan].

Hnst  pacdera BblOMpanu HauOoyiee HMHTEHCUBHBIE HEMEPEKPbIBAIOIINUECS

peCI)JIeKCBI B IMaIIa30Hax MaJibIX YIJIOB.

KoJnm4ecTBEHHBIN aHaIN3 dJaBOBOFO CoCTaBa IMPOBOAWIIM M3 COIIOCTABJICHUSA

W3MEPEHHBIX M0 MU(paKTOrpaMmMaM U PACCUUTAHHBIX TEOPETUYECKH MHTEHCHUBHOCTEH.
HMHTeHCHBHOCTD AU(PPAKITMOHHBIX MAKCUMYMOB SIBJISICTCSl GyHKITMEH psia GakToOpoB, U
¢¢ MOXKHO PacCYUTaTh TEOPETUUYCCKH 110 KHHEMaTH4YeCcKol Teopuu [68, 69]:

I “=C-Vq+Pria-Niia- Ko: [F2)/ Vi (2.1)

rIe:
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V, —o0bemHas 1075 o-¢assl,

Pk — mommrocHast IioTHOCTS mwiockoctu hkl,

N — akTop HOBTOPSIEMOCTH IIOCKOCTEH cemeiicTra hkl,

Ky —yrnoBoit MHOXHTEND,

|F?| -cTpyKTYpHBI MHOKHTEIIb,

V,qu —00bEM DIIEMEHTAPHOM STUEHKH,

C —mocTostHHAS, JUIS JaHHBIX YCIOBUW ChEMKH, BEIMYUHA.

[TomocHas mioTHOCTH -Ppy pedurekca {hkl} mokassiBaer, Bo ckoibKko pa3 OoJiblIe
(menbme) (Oombrre: P>1, menwmre: P<1) 3eper ¢ opueHTHpoBKOH miockoctu hkl
napajuieIbHO  TUIOCKOCTH ~ TEKCTYPHUPOBAaHHOTO  Oo0pas3la IO  OTHONICHUIO K
OecTekcTypHOMYy dTanoHy. IlompaBka Ha ee 3HaYeHHWE HEOOXOAWMAa IPU aHAJIH3E
KOMIIAKTHBIX OOBEKTOB (HE TOPOIIKOB), KOTOPHIE KaK MPABMIIO TEKCTYPHUPOBAHHBI.

daktop MOBTOPSIEMOCTHN — YYUTBIBAET YHCIO BO3MOXKHBIX ITOBTOPEHUM
TUIOCKOCTEN TAHHOT'O CEMENCTBA B DJIEMEHTAPHOU STUECUKE.

YrimoBoidr MHOXHUTENTh K, — yYUTBIBaCT TMOJSIPU3ANMIO TIPU  PACCESTHUH
PEHTICHOBCKHUX JIYYCH ¥ T€OMETPHIO ChEMKH:

_ 1+cos® 20

K —_—1%0 €0
? " sin%@-cosd

(2.2)

. 2
CTpyKTypHBIH MHOXHTENH |F|” — yIUTBIBaET HHTEHCHBHOCTD PACCESHUS KaXKIbIM
aTOMOM B DJIEMEHTApPHOM SYEUKE U UX B3aUMHOE PaCIIOJI0KEHHUE:

=t (2.3)

|2

11

raec: f — aroMHBII MHOXHTEIL — YUYUTBIBACT PAaCIIOJOXKCHHUEC JSJICKTPOHOB,

paccenBaroNuX JIydu, B 00beMe aToMa, siBisieTcs: pyHKuuei Sind/A.

O0o03HauYNM:

Ik " =N+ Ko |F2|/ Vsmz (2.4)
Jlist 6e3TexcTypHOro obpasma Ph=1 ciemnoBaTeiabHO:

Va~ IthSKCH /IthTeOp (2'5)
O003HauYNM:

Ka: IthSKCH /IthTeop (2.6)
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O4eBUIIHO YTO:

Va /Vﬁ :Ka /Kﬁ (27)

Orcrona s npyxdasznoro (o u ) cruiapa:
K
V, =—2—
“ K, +K 5 (2.8)
a 11 MHOTO(Da3HOTO CIUTaBa:
K
== 2.9
Va Z Ki ( )

s TekctypupoBaHHOro obOpasua K, Heo0Xoaumo ycCpemHsATh MO Ppa3HbIM

pediexcom:

N
K =@ (2.10)

“ n

Jns  wW3MepeHus OCTAaTOYHBIX HANpSHKEHWUW, MCIOJIb30BAIIA  OPUTHHAIBHYIO
peHTreHoBcKyto Metoauky [70], koTopas, Mo CpaBHEHHIO CO CTAaHIAPTHBIM METOAOM
<<Sin2\p>>, JlaeT BO3MOXKHOCTh M30€KaTh OITMOOK B U3MEPEHHUH MapaMETPOB PEIICTKH,
CBSI3aHHBIX C KOHUEHTPAUMOHHOW HEOJHOPOJHOCTBHIO TBEPAOTO PACTBOPA BHEAPECHUS
azota. Ilpu H3MEpPEHHM OCTATOYHBIX HANPSHKEHUH METOIOM <<Sin2\|/>> BEJIMYMHA

nedopmari pemeTKd PACCYUTHIBACTCS U3 CICIYIONIETO COOTHOIICHUS

L+

£y = (?)hk&gncr.s’:nzw + 2(%)%;5.:@. (2.11)

rae: v — koaddunuent Ilyaccona; E — momyns FOHra; y — yrom mexmy
HOPMAJIBIO K TIOBEPXHOCTH 00Opasiia ¥ HOPMAJbIO K IIOCKOCTH OTPaKE€HUs (BEKTOPOM
nudpakium);

B paGote [58, 71] 6b110 MOKazaHO, YTO JJISi OLICHKU OCTATOYHBIX HAIPSIKEHUM
MOXHO aHAJM3UPOBATh TAPAMETPHl PEIICTKH 3€PEH, B KOTOPBIX pPa3HbIC TIOCKOCTH
OTpayKEHUs MapajuIe]IbHbI IIOCKOCTH oOpasna, T.e. mpu y = 0. B stom ciyuae

cooTHoteHue (1) cBoguTes K CiaeayrnemMy:



46

Ep=p = 8 _ 3 G)hkl O o, (2.12)

dg
rae: Adgy; = (@, — Qg gy - PA3HULA APAMETPOB PELIETKH, PACCUUTAHHBIX IS
peduekca khkl, npy HATMYKUK OCTATOUYHBIX HANpPsKEHUH (@, )1 IpU UX OTCYTCTBUM (A )

Takum oOpa3om, BennuuHa jAepopMalMM pEmIeTKH s JH000H CHUCTEMBI
KpUCTAIJIOTpaUUECKUX  IJIOCKOCTEH  OMpenemsieTcs]  BENIUYMHOM  OCTAaTOYHBIX
HANPSsOKEHUN W aHU30TPONHUel yrnpyrux Moayieil. J{ins kyOndeckoi peleTku BeInyuHa

(v/E )y, Ollpenensercs U3 COOTHOLLICHUS:
V/Edp =Sty HJT (2.13)

rae: J =5,, —5,; — 0,55,, napameTp aHU30TPONHUH
I'=(h%k>+ h?17 + K212 /(R? + k? + 1%)’- OpHeHTalMOHHbIH (aKTop.

[Toncrasus (2) u (3) u BBend obosHauenue S, , + JT = Kj,;,;, NOTy4nM:
ﬂﬂ,g - 2a’DJDCI'.th£ (214)
CoBMmecTHOe pemieHue ypaBHeHus 2.14 nns ro0oit mapel pediekcos (hikily) m

(hoKol), wuMerommx pas3nuyHbIe  3HAYCHHUS Khk, TMO3BOJIIET HAWTH BEIHUYHUHY

OCTaTOYHBIX HAIPSKEHUM:

_ Fhykaly “Thakals
G o, (2.15)

o 2{a -
(g katatty ey ChykiliKpokals

2.3.2 Uccnedosarnue mopghonozuu nosepxHocmu

3€peHHYI0  MUKpPOCTPYKTYPY H  MOP(}OJOTHIO  TMOBEPXHOCTH  OOpPa3IoB
UCCIIeIOBAIM Ha pacTpoBOM 3yiekTpoHHOM Mukpockome CarlZeiss NVISION 40,
OCHAILIECHHOM  3HEPrOJUCIEPCHOHHBIM  CIEKTPOMETPOM INCAEnergy 300
OxfordInstruments u JEOLIJSM 6380 LAC »HEproaucriepCHOHHBIM CIIEKTPOMETPOM
JEOL EX-54175JMH.
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dopMupoBaHUE N300pAKEHUS MPOUCXOAUT B PEKUME BTOPUYHBIX IJICKTPOHOB,
paspemaromasi cnocooHocth mpubopa 3,2 [aM] (mpm 20-30 kB), MakcumanbHO
Bo3MokHOe yBenuueHue 30000, yckopsitoniee HanpspkeHue 1+30 [kB]. Bo3amoxxHnocTu
CIIEKTPOMETpPA TMO3BOJISIOT MPOBOAUTH KAYECTBEHHBIM M KOJWYECTBEHHBIN aHaIu3
XUMHUYECKUX 3JIEMEHTOB, HauuHasi ¢ Be. [l yMeHbIIEHHs 3IEKTPUYECKOTo 3apsiia,
oOpasyrolerocst Ha o0Opaslie IpU €ro CKaHMPOBAHUU IyYKOM AJIEKTPOHOB C BBICOKOM
SHEpPruel, Ha MOBEPXHOCTh HUTPHUAA HAHOCWIIA TOKOMPOBOJSIIECE MOKpbITHE. MeToa
HAHECEHUs - KaTOJHOE paCIbUICHHE, MaTepual MOKPbITUS — Melb, 30JI0TO; Ha

ycranoBke SC 7640 Polaron.
2.3.3 Uccneoosanue s3nemeHmno2o cocmasa

DJNEeMEHTHBIA aHaJN3 BBHITOJIHIN HA IJIa3MEHHOM SMHCCHOHHOM CIIEKTPOMETPE
OptimaPerkinElmer u nasepaom macc-cnektpomerpe EMAL-2 PerkinElmer. Ommubka

U3MEPECHHI 3aBUCENIa OT KOHIIEHTPALNK ONPEAeIIeMbIX 2IeMeHTOB [72].
2.3.4 Onpeoenenue mukpomsepoocmu

MUKpPOTBEpJOCTh ~ ONpeNeNsiii  Ha  MHKpoTBepaomepe LeicaVMHT ¢
WCIIOJB30BaHUEM CTaHAApTHOW mnupamunbl Bukkepca npu Harpy3ke 3H. CkopocTb
Harpy>kK€HHUsl COCTaBJIsIIA 5-10° wm/c, BpeMsl BBIICPKKH MOJA Harpyskoit — 15 c.
MukpoTBEPAOCTH PACCUUTHIBAIH 1O (HOPMYJIE:

M = P-sin(68°)/D?, (2.16)

riae P — Harpyska Ha unaenrtep, D — quaronans otnedarka [73].
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2.3.5 Uzmepenue nanomeepoocmu

MexaHnueckue cBOMCTBA a30THUPOBAHHBIX B CPEJE a30Ta METAJUIOB MCCIIEI0BAIIM
METOJIOM M3MepHUTeNbHOTr0 HaHouHieHTupoBaHus (Nano Hardness Tester pupmbr CSM
Instruments) CBOOOJHOM TMOBEPXHOCTH UM IIOBEPXHOCTH CKojia. MakcumasbHasl
BEJIMYMHA HAarpy3kd Ha uHAeHTOp (anmasHas nHupamuga bepkoBuua) mpu
uHAeHTupoBanuu cocrasisia 10,0 MH. /Ins Bcex n3mepeHuii MCnoJib30BaId JIMHEWHBIN
pPEXKMM Harpy>XeHus U pasrpy3Kd HHJIEHTOpA; BpeMs HarpyXeHus cocTaBisuio 45 c,
BBIIEPKKU IPU MaKcHUMallbHOM Harpyske 1 c, pasrpysku 30 c. B kaxmoit obnactu
MPOU3BOIMIIM HE MeHee 5 u3MepeHuil. Bennuunsl TBepaoctu (H) u moayns FOnra (E)

omnpenersy o meroxy Onusepa u @apa [73, 74].

2.3.6 Onpeodenernue cuopocmamuieckoil NIOMHOCMU 00pa3yoe nocje

asomupoearus 6 cpec)e asoma

WuTerpanbHyl0 OIIGHKY TMOPUCTOCTA OOpa3yrolierocss HUTpHIA MeTala
NPOBOJWIA METOJOM H3MEPEHHUsT THUAPOCTATHYECKOM MmioTHOocTH [75,76].MeToauka
3aKJII0YaeTCsl BO B3BEIIMBAHMM MCCIIEyEMOT0o oOpasiia B ra3oBoi cpeze (Ha BO3IyXe)
Maos., @ 3aT€M B KUAKOCTH M, (IUCTHIUIMPOBAHHAS BOAA WM KEPOCHH) C M3BECTHOU

t
IUIOTHOCTBIO, HCIIOJB3YysI MOMPABKY Ha TEMIIEpaTypy >KUIKOCTH p. [lo dopmyre:

p= W. p.. . I3Mepenus npooamirch Ha mpudope Ohaus AR-2140.

603. 600.

2.3.7 UzmepeHue yoenbHo2o conpomusieHus

W3mepeHust 351eKTporpoOBOIAIINX CBOMCTB 00pasiia MpOBOIMIN HA PE3UCTUBHOM
BCTaBKE yHUBepcaibHOM m3meputTeabHol cucteMbl «Liquid Helium Free High Field
Measurement System (“Cryogenic LTD”, London, UK)». AMiiepMeTp U BOJBTMETP

(pupmbr  Keithley) sBasuiMCh COCTaBHBIMH YacTSIMH  H3MEPUTEIBHOM YCTaHOBKH.
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M3MepeHus: BBIOTHSUIMCH YETHIPEX30HIOBBIM MeTOoIOoM [7/7] B aBTOMAaTHYECKOM
pexxume (TemneparypHblii  uHTepBan 4.5°-320° K). OG6pasusl umenu  ¢dopmy
napaienenunena (¢ pasMepamu 4x8MM), KpoMe HUTpUAA HHUOOUA (TIPOBOJIOKH)
nuametpoM 0,8 mwm, muHON 10 M. [y u3MepeHus 37IeKTPUYECKOTO COMPOTHUBICHUS
yepe3 o0pasel] NpOoNyCKaICs JIEKTPUUECKUH TOK OT CTaOMJIM3MPOBAHHOIO MCTOYHHKA
toka (C.M.T.), xortopsii ¢ukcupoBaiics ammnepmerpoMm (A) (pucynok 2.8). B
UCCIIElyeMOM HMHTEpBaJie TEMIEepaTyp OMHUUECKMMH KOHTAKTaMU SBJISIIUCh HAHECEHHBIE
KOHTaKThl U3 CIUIaBa MHAMS (HAHECEHHBIE YJIbTPA3BYKOBBIM MasIbHUKOM). Benmunny
yIEIBHOTO 3JEKTPUYECKOTO COMPOTUBIICHUSI BBIYUCIISIIN 110 (opMyJIe:

_U.
P=7

S
L (2.17)

rne U — majeHne HanpspKeHUs B 00pasiie;
| — cuna Toka B oOpasiie;
S=a-b — momanes monepeunoro ceueHus: oopasia co cropoHamu a u b;

L — JuIMHa y4acTKa o6pa3ua, Ha KOTOPOM HU3MEPAJIOCH NMAACHUEC HAIIPSAXKCHUA.

() CHUT

Pucynox 2.8 - Cxema u3MepeHus 3IeKTPOIPOBOASIINX CBOMCTB 00pasiia

C.U. T.— cmabunuzupoanmuwviti ucmourHux moxa, A —amnepmemp; V—=eonvmmemp;

B - MHayKI/}M}Z MACHUMHO20 NOJiA
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2.3.8 Usmepenue anekmpuuecko2co conpomugiienus 8 npoyecce a30mupo8anus

memaiiloe (MCC]Z@@O@CZHM@ KuHemuxku npoyecca a30mup06aHuﬂ)

B mnpouecce asotupoBaHHMs MeTaNIM4ecKUX mpedopM B ra3oBoil cpeze

ObUIM IOJIyY€Hbl pa3iIuyHble MO (a30BOMY COCTAaBy HUTPHUABI METAJUIOB, MMEIOIINE
JIEKTPONPOBOJIHOCTD, OTIUYAIOLIYIOCS OT JIEKTPONPOBOJHOCTH MCXOAHOIO MeETaJlIa.
M3MeHeHne 351eKTpOIPOBOIHOCTH BO BPEMEHHU OTpakajia CTENEeHb KOHBEpCUM oOpasia
B IIPOLIECCE PEAKIIMH, 32 KOTOPBIM CJIEIUIN B aBTOMaTUYECKOM PEKHUME 110 U3MEHEHHIO
IIEKTPOCONPOTUBIIEHUA. [[1s M3MepeHHs] BOJIbTAMIIEPHBIX XapaKTEPUCTUK Mpolecca
Obu1 BeIOpaH coBpeMeHHbIN n3meputens [IM]] — perynarop mapku «OBeH», MOJENb -
TPM210-1[1.YU. Vcnons3zoBanue 3Toro npudopa Ajas aBTOMATHYECKOTO yNpPaBICHUS
NO3BOJIWIO JOOUTHCA HEOOXOAUMON TO4YHOCTH 3KcnepumeHToB. I[IW]I- perymnstop
(opMUpPOBaI YIIPABIISIFOIINNA CUTHAII, SIBIISIFOIIMNICA CyMMOM TPEX CllaraéMblX, IIEPBOE U3
KOTOPBIX MPOIMOPLHUOHAIBHO Pa3HOCTH BXOJHOTO CHUTHAJIla U CUTHajia OOpaTHOM CBS3M
(cursan paccoriacoBaHMsi), BTOPO€ — HHTErpajl CUTHaJIa pacCorIacOBAHUS, TPEThE —
IIPOU3BOJIHASL CUTHAJIA PaccoryiacoBaHus. Takas cucTema ynpaBJICHMs ITO3BOJIWIA HaM
HE TOJIbKO aBTOMAaTH3WPOBATh IMPOIECC, HO U TMPOU3BOAUTH ABTOMATUYECKHI cOOp
uH(pOpMaIMU O IPOTEKAHNU IIPOLECCa A30TUPOBAHMUS, TAKOHN Kak:

-U3MEPEHUE TEMIIEPATYPBHIL;

-U3MEPEHUE CUJIbl TOKA W HAIPSDIKEHUS B JAHHBI MOMEHT BPEMEHU C BBIBOJIOM
JAHHBIX HAa KOMITBIOTED.

Cucrema Taxke MO3BOJISTIa B Cllydae HEOOXOJUMOCTH MPOU3BOAUTH PYUYHOE

YIIPABJICHUE BBIXOAHOU MOIIHOCTBIO [T /- perymnsaropa.



51

['JIABA 3. OKCIIEPUMEHTAJIbHAA YACTD

3.1 CTpyKTypHBIE IpeBpallleHus B Npolecce a30TUPOBAHNUS 00pa310B

THTAHa

boun mpoBeneHbl HCCNeAOBaHUA MO U3YYEHHIO (ha30BOTO COCTaBa HMCXOJHOTO
MaTepHuaia U SKCIIEPUMEHTAIIbHO MOJYyYE€HHBIX 00pa30B HUTPU 1A TUTAHA.

Ha pucynke 3.1.a mpeacraBieHa peHTTeHOBCKas AU(paKkTorpaMmMa HCXOJHOTO
oOpa3iia, H3rOTOBJIEHHOIO COIJacHO cxeMe Ha pucyHke 2.3. M3 cooTHOuIeHHs
WHTEHCUBHOCTEH oTpakeHuit (Tabnuia 3.1) ciaeayer, 4to s GoJibrd XapakTepHa SBHO
BbIpakeHHast TekcTypa <0001>. Jludpakrorpammsl, mpecTaBjieHHbIE Ha pucyHkax 3.16
u 3.1B, XapakTepu3ytoT (a3oBblii COCTaB U TEKCTYpy o0Opasiia nociie a30TUPOBAHUS MIPU
2100 °C.

YcranosieHo, uro mpu ObicTpoM(1 — 3 MUH) BBIXOJIe Ha 3aJIaHHYIO TEMIIEPATYPy
3a Bpemsi B 1 MuH opmupyercs cioit kyoudeckoro TIN (mudpakrorpamMmma Ha pUCYHKE
3.16) ¢ mapaMeTpoM KpHCTaIHdeckoil permerkn a=4,238+0,001 A. U3 cooTHomenus
WHTEHCUBHOCTEN OTPaKEHUU CIEAYET, YTO JUIsl HAPYKHOTO CJIOSl HUTPUAA XapaKTepHa
TekcTypa <110>.

[Ipu yBenuueHUH BpeMeHH a30TUpoBaHus 10 30 MUH yBEIMYUBAETCS TOJILIUHA
ciosi HUTpuaa (audpakTorpamMma Ha pucyHke 3.1B) U HE3HAUUTEIBHO YBEJIWUYHUBACTCS
mapamMeTp KpMCTajiuueckoil pemieTku (a = 4,242+0,001 A). Ha pucynke 3.2.
npuBesieHo (HoTo nmonepeyHoro nutuda odpasua nocie azorupoanus npu T = 2100 °C
B TeueHne 30 MHMH, KOJMYECTBEHHO  XapaKTEPU3YIOIIEe  HEOJHOPOJHYIO
MUKPOCTPYKTYPY, NPOSBISIOUIYIOCS B BUJIE TPEX oOyacTei.

[Tepssrii ot (1) TiN ToammHO#M 0k010 50 MKM MOPHUCTHIH, BTOpoi cioi (2) TiN
tonmuHol 140 MkM Oojee MIOTHBIM, WU BHYTPEHHsSI 00JacTh, CyAs MO KOHTPACTY,
nByxdasznas (3) B oomactu (3), BKiItoyast psabl yacTuil ¢asel TIN B TBepaoM pacTBope
a3ota B 0-Tl, YTO COOTBETCTBYET, COIJIACHO JWarpaMMe cocTosiHusi (pucyHok 1.7),

aTOMHON KOHIIeHTpaiuu a3ora Oosee 30%. OG6paszoBanue aByx cioeB TIN MOXHO
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OOBSCHUTH, UCXOJI W3 BO3MOXKHOCTH SHIOTAKCMW HUTPHIA TIPH €ro TBEepAoQa3zHOM
3apOXKICHUM B TBEPJOM PACTBOpPE O-11 TpHU JIOCTMDKCHWH COOTBETCTBYIOIICH
0o0pa3oBaHMIO  KOHILEHTpauuu  azora. (OOpa3oBaHuMe  HUTpUAA TUTaHa B
INPUIIOBEPXHOCTHOM CJIo€ O0pa3lla MOXXET MIPOUCXOAWTh B Ipoliecce BBIXOJAa Ha
yCcTaHOBUBIITYIOCA Temiiepatypy (ot 600 °C, mpu TOCTHKEHUH aTOMHOM KOHIIEHTPALIUH

azota Oonee 40%), T.e. 10 BbIXOJAa K TEMIIEpaType PEKPUCTAILIU3AIMHU O-TBEPIOTO

pacTBopa.
350
1 0002
300
T a
250 -
q,q;200—
= |
© 150
100 —
i 1101 1103
50 — —
1102
D—d 1100 ;I.J\ 1210 12125504
3 a0 so 6 7o 80
20 °, rpaxn
200
1 0
150 -
= |
o (220)
g |
— 50| (11) 311) (222
ol
L L L L B B A
30 35 40 45 50 55 60 65 70 75 80
200 (220)
| 200 6
04y @9
2100 -|
= |
= 311)
— 90+ J\ (222)
0 s A
e L L L B A

3 35 40 45 50 5 60 6 70 75 80
26° pan
Pucynok 3.1 - ludpakrorpammsl

a - UCXOOHbBILL MUMAHO8bI 0bpasey, 6 - obpazey, A30MUPOBaHHbIU 8 meyeHue 1 Mun;

6 - oOpasey, azomuposannwiii 8 meyerue 30 Mun
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[TpunoBepXHOCTHBIN CIIOM HEpPEeKpPHUCTAIN30BAaHHONW (OJIBIHM HMEET Ae(PEeKTHYIO
CTPYKTYPY, XapaKTEepU3yeTCs OTHOCUTEIBLHO pa3BUTON Mopdoiiorueit (pucyHok 3.2) ¢

aj-2

2p—Ti

MeIKUM 3epHOM. OXupaeMoe Jig OTHOIICHUS mapameTpoB ~ 1Ha mexdaznoun

rpaaune ZrN/o-Ti opueHTaMOHHOE COOTHOIIICHUE [110]TiN||(0001)[2110], WA
(0001)[T12T10], nau[1120] a-Ti.

et 100 MKm
S ] |

Pucynoxk 3.2 - MUKpOCTpyKTypa MONEPEUHOro ceyeHus: oopasia

nocie azotupoBanus npu 2100 °C B Teuenue 30 mun

bt npoBeneH peHTreHo(I00pUCIIEHTHBIN aHamu3 oopasia. POM un3obpaxenue
MOBEPXHOCTU MonepeyHoro nuiuda odpasua TO B Teuenue 30 MUH MpEACTABICHO Ha
pucynke 3.3. Pe3ynbTarhl M3MepeHus, NMPOLEHTHOTO COJEp)KaHUs a30Ta M THUTaHA B
UCCIIEIyeMbIX TOYKaxX 3aHeceHbl B Tabnuiy 3.1. M3 aHanm3a MOMy4YeHHBIX JaHHBIX
CJIEIyET, UTO COJIEpP’)KaHUE a30Ta B MEKKPUCTAIIMTHBIX IIPOCIONKaxX B 5 — 7 pa3 HUXKE,
4YeM B  KpUCTaLIUTaX, COCTAaB  CTOJOYaThIX  KPHUCTAUINTOB  COOTBETCTBYET

BeICOKOTEMIIepaTypHOit daze TIN [78, 79].



Pucynok 3.3 - POM u3o0paxkeHne MoBepxXHOCTH MONepeyHoro nummda odpasia,

a30TUPOBAHHOIO B TeueHne 30 MUHYT

2 - noepxXHOCMHDBLU C0U; 3 - 08yXPa3zHast 001ACMb (OMMeUeHbl MOYKU AHAAU3A COCMABA)

O6nactu, 0003HaYeHHbIE HA PUCYHKE 3.3, COOTBETCTBYIOT TaKOBBIM HAa PUCYHKE

3.2.
Tabmuma 3.1 - Conepkanue a30Ta U TUTaHA B UCCIIEAYEMBIX TOUKaX ABYX(a3HoU
obiactu B peaenax kpucramwuros (1,2, 3,5, 6, 7)
Y MEXKPHUCTAJUINTHON NPOCIONKH (4)
Ne
1 2 3 4 5 6 7
CHeKTpa
N,
13,5 12,71 86,07 98,4 96,79 85,92 87,57
macc.%
Ti,
86,5 87,29 13,93 1,6 3,21 14,08 12,43
macc.%

Jlns onpeneneHust CyOCTPYKTYpPhI MOJTydaeMbIX 00pa3lioB HUTPHUJIa TUTaHA OBLIO
BbIoJIHEHO [IOM wmccienoBaHue BBICOKOM KOHTpAacTHOCTU. IIpy  BBINOJHEHUU

KpUTEpUA ‘‘TIapajuIeIbHOCTh IUIOTHBIX HAMPABICHHWI X Pa3IMYHBIM HECOOTBETCTBUEM
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KPUCTaJUIMYECKUX PELIETOK B 3THUX HampasieHusx okojo 0,03 (3aBUCHUT OT cocTaBa
TBEPJOrO pPAacTBOpa) MOJDKHA PpEeaqn30BaTbCs TPEXOPUEHTALMOHHAS SHIOTAKCHS B

COOTBETCTBUHU OPUEHTAIIMOHHBIM COOTHOMICHHUSIM (pUCYHOK 3.4)

- [12100wn
(27107 0001

0

Pucynok 3.4 — OpreHTallMOHHOE COOTHOLLIEHHE

OTO AOKHO MPUBOJIUTH K MOSBICHUIO HA TUPPAKTOTPAMME COOTBETCTBYIOLIUX
TEKCTYPHBIX MAaKCUMyMOB HHTEHCUBHOCTH, C yY4€TOM HCXOIHOM TekcTypbl <0001>.
[IpuBenennsiec Ha pucynke 3.1 ngudpakrorpammbl (0 ¥ B) MOATBEPXKIAIOT 3TO
NPEANOJIOKEHNE: OTHOCUTEIBHO  BBICOKAasi HMHTEHCHUBHOCTh  OTpawxeHus [220]

CBHJICTCJILCTBYET B IOJIb3Y OPUEHTAIIMOHHOTO COOTHOIIeHUus (pucyHok 3.4).

1
HarpeBanue BbIIIE TEMIIEPATyphl peKpUCTAUIM3AIUU (= ;Tsz THUTAHA) JIOJDKHO

NPUBOJUTh K CYIIECTBEHHOMY YBEIMYCHHIO pa3Mepa 3epeH O-TBEPIOro pPacTBOpa,
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COBEpUICHCTBOBAHUIO  BHYTPE3EPEHHONW  CYOCTPYKTYphl M  COOTBETCTBEHHO K
YMCHBIIICHUIO TUIOTHOCTH MECT 3apokiacHus HoBoW (asbl, T.e. TIN. Ilostomy Ha
pucyHke 3.2 MHUKPOCTPYKTypa cios (2) HHUTpHAA CYIIECTBEHHO OTJIHWYAeTCS OT
MHUKPOCTPYKTYpbI ciosi (1). Cyast mo kaptuHe nudpakiuu ydactka (pucyHok 3.5 1),
xapakrepuzyemoro [I1OM- uzobpaxkenueM (pUCyHOK 3.5 B), TEKCTypa COXpaHSIETCS.

Ha pucynke 3.5 npuenensi POM un3o0pakeHHs] MOBEPXHOCTU MOINEPEYHOTO
cKoJsia (a) W MOBEPXHOCTH IMOMEPEYHO MOHHOTrO cpe3a (0) obpasma B 30ue (2) TiN, u
[19M — u3o0pakeHue B JIEKTPOHOIPAMME MOMEPEYHOTo ceueHus oOpasua. Ilnockoctb
cpesa B nmpoeknun nzoopaxkenus (001). AMIITUTYIHBINH KOHTPACT, HauboJiee CUILHBIN B
npenenax HW3rMOHBIX KOHTYPOB OKCTHUHKLMHM, BBISBISET OO0JacTH MallOyIJIOBOM
pazopueHTtaiuu pasmepom a0 20 HM, CBUICTEIBbCTBYIONIMNA O HAIMYUHU TJIOCKOCTH
nauciokaruii. Meromgom [19M Beicokoro paspemenus [80] mccrnenoBana cTpykTypa B

npeaciax KpuCTalJInMTOB HUTpUJAa TUTAHA.

Pucynok 3.5 - POM n300pakeHns: TOBEPXHOCTH

a - NONepuHO20 CKOAA; O- NONEPeuHo20 UOHHO20 cpe3a cllosi obpasya 6 3one (2) TIN;

6 - [IDM uzobpasicenu; 2 - anekmponocpamma nonepuno2o ceverus TIN
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Ha pucynke 3.6 mpuBeneno [IOM wuzoOpakeHue MOMEPEUYHOTO CEUEHHUs IO
mwiockoctd (001) ob6pasua ¢ Tekcrypoit <110> TiN. Ilpu OGombineM yBeIHUECHHH
BbIJIEJICHBI O0JaCTU COJAEpIKalUe OUCIOKAUUU (BBIAECIECHB TEMHBIMM JUHMsIMH). Ha
JIEBOM YYacTKe KOHTPAcT COPMHUPOBAH B YCIOBHSIX TPEX ACUCTBYIOIIMX OTPAKEHUM:

£200,2020, 220 JMCIIOKALIMS BBISBISETCS TOJIBKO B OTPAXKEHUU Zo0. U3 8200 b #0 1 Zo00 b

1 3 o
=0, ciexyetr b = . [110]. Iucnokamnus B mpaBoii 061acTu 00paTHOTO 3HAKA.

Pucynox 3.6 - [I3M u3o6paskeHrne BHICOKOTO pa3peIieHus OMepEeYHOTO0 CEUCHHUS

cinost TiIN o mockoctu [001]
C yuerom MacmTaba M300paKEHUS TUIOTHOCTH AWCIIOKAIMA MOXKHO OIEHUTH
BEJIMYMHON TOpsIKa 10%2em™, [Ipupona BBICOKOW TIJIOTHOCTH AMCIOKAIMKA 1O

BUJIMMOMY, CBsI3aHA C BBICOKOM TUIOTHOCTBIO IIEHTPOB 3apoxAeHUS (ha3bl HUTPHUIA.
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3.2 CTpyKTypHBIE IpeBpallleHus B Npolecce a30TUPOBAHNs 00pa310B

BaHaaUuA

beimn mpoBeseHbl MCCIEAOBAHUS MO M3YYCHHIO (ha30BOTO COCTaBa HCXOIHOTO
MaTepHuana 1 3KCIIepUMEHTAIbHO TOJyYeHHbIX 00pa3lioB HUTpUIa BaHaaus. Mcxoanyro

CTPYKTypy oOpaslia XapakTepusyeT AU(pakTorpaMma, Mpe/CTaBICHHAs Ha PUCYHKE

3.7.

180 4 (110)

(200)

(211)

20:
i (220)
0 -t JL L_ A

WIWHWIWIW
20 25 30 3 40 45 5) 55 60 65 70 75 80 8 90 95 100
20°, rpay,

Pucynox 3.7 - JIludpakrorpamma uCXogHOTO 00Opa3iia BaHA IS

B wunrtepBane temmeparyp 750 — 800 °C, ckopocTh peakiud HaCHIIICHUS
npeopMbl  a30TOM MHHUMaJibHA. AHamu3 rpaduka IOKa3blBAeT H3MCHCHUE
AJIEKTPOCONIPOTUBJICHUsT 00Opasma BO Bpemsi azotupoBanus (pucyHok  3.8):
HE3HAYUTEIILHOEC CHIKCHHE CONPOTHBIICHHUS NMPEPOPMbI ¢ BBHIXOJAOM Ha 3HAYCHHE, HE

U3MCHAIOIICCCA [0 OKOHYAHHMSA OKCIICPUMCHTA. 3KCHepI/IMeHTaHBHLI€ O6p&3HBI,
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MOJIYYCHHBIC B HMHTEPBAJIC TEMIIEPATypP, XapaKTePHU30BAUTUCH HECTAOUIBLHBIM (ha30BBIM
COCTaBOM, UMEJIM HU3KYI0 MEXaHUUYECKYIO MPOYHOCTD.

B unteprane temmnepatyp 800-1350 °C ckopocTh a30THUPOBaHMS BO3pACTaET 0
3HaYeHUH, MPUEMIIEMBIX B dKcriepuMeHTe. B koneunHoMm ob6pasiie, o pesynbratam POA,
OPUCYTCTBYET  HE3HAUUTENIbHOE  KOJMYECTBO OKcuaHod  dasel  3-5%  macc.
YCTOMYMBOCTL IIOJAYYEHHOI'O HUTpUJA MeETala K MEXaHWYECKUM BO3JIEUCTBUSAM
MOBBIIIAETCA TAK K€, KAK BO3PACTAET MUKPOTBEPOCTh MOJIYYEHHOTO MaTepHaia.

B obnactu temmneparyp ~1450 - 1550 °C nabmromaeTcsi yBEIUUYEHUE CKOPOCTH
HacelieHus:  azoroM. Ha  pucynke 3.9 npuBeneH rpaduk  HU3MEHEHUS
AJIEKTPOCONPOTUBIIEHUS 00pa3iia B npoirecce azotupoBanus npu 1500 °C. [lomyuennbie
KOMITaKTHBIE 00pa3llbl UMEIOT XapaKTEPHBIM JJIi HUTPHUAA BaHaIUs LBET (pa3IudHbIC
ortenku OponzoBoro) [3, 5]. I[lo pesymbraram P®DA wmaTepuan COOTBETCTBYET
CTEeXHOMETPUYECKOMY cocTaBy HuTpHuna BaHaaus [81]. ITapamerpbl MHUKPOTBEPIOCTH
COXPAHSIOTCS] HA YPOBHE XapaKTEPUCTUK MaTepHaa, MOJy4eHHOTO MPU TeMIlepaTypax
750 — 1350 °C. TeepmocTh MaTepualia COIMOCTAaBUMA CO 3HAYEHUSMHU TBEPIOCTH
HUTPUJOB BaHAJMs, IMOJYYCHHBIX KiaccuueckuMu Meronamu [82, 83]. VuureiBas
HE0OXOMMOCTh MoI00pa Hanbosee OBICTPOTrO M TEXHOJIOTHYHOTO PEXUMA MOITYICHUS
HUTpUA BaHAAMWs, KOMIIAKTHbIE HUTPHUIBI, MOJydyeHHbIE Tipu Temnepatype ~1500 °C,
NPEACTABIAIOT  HAMOOJBIIUNA  MPAKTUYECKUH  HUHTEpEC, TMOITOMY  OCHOBHBIC
UCCIIeNOBaHUs (PU3UUECKUX CBOMCTB MPOBOIUIN UMEHHO JIJISl HUX.

Ha pucynke 3.10 mpeacrtaBiensi POM wu3o0pakeHuss MOJY4EHHOTO B XOJI€
AKCIIEpUMEHTa HUTpPUJIa BaHAIUs: OOKOBOW MOBEPXHOCTH oOpasiia (a) U MOBEPXHOCTH
cKoJja Topua oopasua (0, B, r). M3 aHanm3a moy4eHHbIX U300paKeHU MOKHO ClIeTaTh
BBIBOJI: AKCIEPUMEHTAJIbHBIA 00pa3el] XapaKTepHU3yeTCs OJHOPOJIHON CTPYKTYpPOH,
MaTepuan TUIOTHBIM, MOPHI M TMYCTOTHI HE HAOMIOAAIOTCSA, TPAHUIBI 3€peH He
paznuuumbl. [Ipu  OomnblneM yBenWueHWHW, OTpakeHHOM Ha pucynke 3.10(1),
POCIEKUBAETCS CIOUCTAsI CTPYKTypa Matepuaia 0e3 BUAUMBIX TOP.

[ToBblllieHHE TeMmmepaTypbl 3KcrepuMmeHTa a0 ~ 1700°C npuBogmno K
KOpPOOJICHHIO TIOJy4yaeMbIX OOpas3IloB HUTPUIOB BaHAAWs, U BO3HUKHOBEHUIO

JIOKAJBHBIX TIEPETPEBOB B 00JACTH TpagueHTa Temmeparyp (00JacTb TOKOBBOJOB).
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JlanHbIC SIBJICHUS TPUBOAWIM K pa3pymieHUIo mpedopMbl MPsSMO B TOKOBBOAX,
oATOMY INpoBeneHue azotupoBanus Beiie 1700 °C npr3HaHO HETEXHOJIOTUYHBIM.

Ha pucynke 3.11 mpexacrtaBiensl POM wu300pakeHUsT MOBEPXHOCTH HUTPHIA
BaHaJusA, MOJIydeHHOro azorupoBanueMm mnpu temuneparype 1700 °C. IToBepXHOCTb
HUTpPHUJIA MIPEJCTABIICHA CIIOMCTON CTPYKTYPOM (reKcaroHajabHOM) ¢ pa3MepoM 3epeH ~1
MKM C TOPU30HTAJIBHBIM M BEPTUKAJILHBIM IEPECEUEHUEM CIIOEB, CTOJIb KPYITHBIE 3€pHA
pa3HON OpHEHTAlUU PE3KO CHUXKAIOT MPOYHOCTHBIE XAPaKTEPUCTHKU MOJy4aeMbIX

06p&3HOB, 4TO HE IMO3BOJISICT X MMPHUMCHATH JJIs1 PCIICHHA ITOCTABJICHHLBIX 3aaa4.

0,14

0,13

0,12 T

0,11 -

——

=
=

ConporusneHue R, Om*103

0,09

0,08 T T T T T T T T 1
0 200 400 600 800 1000 1200 1400 1600 1800

BpemaA cMHTE3a, MHH.

Pucynok 3.8 - DkcnieprMeHTagbHas 3aBUCUMOCTb U3MEHEHUS
3IIEKTPOCOINPOTUBIICHHS TPEPOPMBI OT BPEMEHU a30TUPOBAHUS BaHAAMS IPU

temrneparype 800 °C
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Pucynox 3.9 - DkcnepuMeHTaIbHAS 3aBUCUMOCTh U3MCHEHUS
AJIEKTPOCOIIPOTUBIICHUS TPeOPMBI OT BPEMEHH a30TUPOBAHUS BaHAIMS IPH
temriepatype 1500 °C

[To pe3ynbraTam aHaliv3a MOJYYCHHBIX JAHHBIX MOXKHO CAENATh MPEANOI0KEHHE,
YTO CONPOTHBJIEHHE oOpaslia MpHU TeMileparypax OOpaOOTKH ¢ TEYCHHUEM BPEMEHHU
HE3HAYUTEIFHO CHUKACTCS M BHIXOJUT Ha IJ1aTO. BhICOKME MOKa3aTean CONPOTUBICHHUS
OTIPECITIAIOTCS TOKa3aTeNsIMU  COTPOTUBIICHUSI HCXOJHOTO MeTajsla B HayaJIbHBIHA
MOMEHT 00pabOTKM U 00pa30BaHMEM HUTPHUIHBIX COCAMHEHUH U (a3, cO BpEeMEHEM

BBIJIEPKKU COCTaB CTAOUIIM3UPYETCS U OMpeesieT CONpOTUBICHHE 00pa3ia.
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N\

Pucynok 3.10 - POM uzo6pakeHust o0pasiia HUTpUAa BaHAIHS, TOTYICHHOTO

a30TUPOBaHUEM MeTaImyeckoro Banaaus mpu 1500°C

a — bokosas no6epxXHocms, 6, 6, 2 — NOBEPXHOCMb CKOJIA npu pa3luUvdHblX YEENUUCHUAX

Pucynok 3.11 - POM uzo06pakeHust o0pasiia HUTpUIa BaHAIMS, TOTYYCHHOTO

a30TUPOBaHUEM MeTalmuyeckoro Banaaus mpu 1700 °C
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3.2.1 Uccneoosanue ocmamoyHvlx HANPANCEHUN, BO3HUKAIOWUX 8 00PA3YAX

6aHAOUS 8 npoyecce eco a3omuposaHus

[To pesynpraTam POA B 0CHOBHOII (haze CTEXMOMETPUUECKOTO HUTPUIA BaHAIMS
3aMeueHa pa3Hulla B MECTONOJOKEHUU IUPPAKIMOHHBIX MaKCUMYMOB, CHSTBIX C
NOBEPXHOCTM KOMIAKTHBIX OOpa3loB HUTPUAOB M HX TMOPOILIKOB, IOJYyYEHHBIX
UCTHUpaHUEM (parMEHTOB KOMIIAKTHOTO MaTepuajia. YYUTbIBasg OCOOCHHOCTH
IIOJIyYECHUS] HUTPUJIOB METAJUIOB, TAKOE SIBJICHUE BBI3BAHO BO3ZHUKAIOLIMMU B IPOLECCE
a30TUPOBAHMS  OCTATOYHBIMM  HAIlPSOKEHUSMH. bBpUIM  M3MEpeHbl  MOKa3aTenau
OCTAaTOYHBIX HAIPSHKCHUH, BIUSIOIIMX HA CMEIIEHHE €ro BeAyIUX AU(PpaKIHOHHBIX
MakcumMyMoB (pucyHok 3.12). B rtabmurie 3.2 mpuBeneHbl KpUCTaLIOTpaduuecKue
napameTpsl oJry4eHHOro Marepuaia. [lokazaTenu ocTaTouHbIX HAIPSHKEHUN U3MEPSIIN

J71s1 00pa3IoB, MOJYYEHHBIX B AKCIIEpUMeEHTax mpu Temieparype 1500 °C.

Tabnuma 3.2 - Kpucrtammorpaduueckue mapaMeTpsl MOTYYEHHOTO U CIIPABOYHOTO

maTepuana [3, 84].

daza 194 nu3m. 1941
[A] crpas .
Tun [A] Crpykrypa
Hasganwue | Crex. ¢-na Ne peLIeTKH | a C a C
KapTOUKH
Hutpun VN 65-5288 rauk |41 - |41, - Fm-3m
BaHaUs 35 26 (225)
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1000 - -

800 - -

(imp)

600 -
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(220)
200 | -

N U S W

570 - -

380 - -

(200)

(imp)

190

(111) _

Pucynok 3.12 - Jludgpakrorpamma s3KCEpUMEHTAILHO MTOJTYYEHHOTO0 HUTPHIA
BaHaus (VN)

a — NOpouLokK, b - nracmuna

OneHky 3HauYeHUN HaINpPsSHKCHWN, BO3HHUKAIONIMX B 00pa3lax KOMIIAKTHOTO
HUTpHUIA BaHAIHS, TPOBOIMIIN COTJIACHO OPUTHHAIBHON PEHTIeHOBCKOW MeTouke [70],
C UCIOJB30BaHWEM JIUTEPATYpPHBIX JMJAaHHBIX 1O 3HaYeHUsM wMoayns FOHra w
koapdummenta [lyaccona mns mutpuna Banaaus [85, 86], a Takke pacCUMTAHHBIX W3
nudpaKkTorpaMM MapaMeTpOB KPUCTAJUTMUECKONW pEeIIeTKU. 3HAUCHUE HAMPSKCHUS IS
VN coctaBusio 6=+3,4 I'Tla, uTo XapakTepusyeT ero Kak pactsaruBaroiiee. OcTaTouHbIe

HaIpsOKCHUSL ~ OKa3bIBAKOT CYHICCTBCHHOC  BJIMAHHUC  Ha (1)H3H‘-I€CKI/IC CBOMCTBA
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MaTepUasoB, a TaK e BIMSIOT Ha UX TOBEIeHUE IpU 00pabOTKe, FIKCITyaTallut U J1axe
npu xpaneHuu [87, 88].AnreOpanyecku CKIAABIBAsCh C Pa0OYNMH HANPSIKCHUSIMHU,
OCTaTOYHBIC HANPSKEHUSI MOTYT yCUJIMBaTh ux win ocnadmsate [89, 90].I1ostomy s
U3 M3 KOMIIAKTHOTO HUTpHAA BaHaausg B OyIylieM cleyeT pa3paboTaTh
METOJUKY TEPMUYECKOW OOpabOTKH, MO3BOJISIIONICH YMEHBIIUTh BO3HUKAIOIINE B
MPOIIECCE a30TUPOBAHUS OCTATOUYHBIC HAMIPSKCHHS.

Hutpua Banaaus VN obnagaeT mmpokoit o6macteio ToMoreHHoctu 16,4-21,6 %
macc. mo aszoty [41, 91], yTo MOKeT TakKe CKa3bIBaThCs Ha IMepuoje pemieTku. Ha
pucynke 1.2 rpaduyecku OTpakeHO H3MEHEHHE IEpHOJa PEUIeTKH OT COJAEp>KaHUs
azorta. Paccunrannpie u3 nudpakTorpamMm mnapaMeTpbl pemeTKH sl TOPOITKa HUTPUIA
BaHA/IHs XOPOIIIO COTTIACYIOTCS C JINTepaTypHBIMU NaHHbIME (a = 4,123-4,126 A) [11].

CtpykTypy NOJIy4yaeMoro MarepHuajia HCCIEAOBAaIU PACTPOBOM 3JIEKTPOHHOU
MUKpPOCKOTIHEH CKoJioB oOpasnoB. Ha nzobpaxenusx POM (pucynok 3.13) npu Majbix
yBeIMYeHUSIX (a,0) BUAHO, YTO OOpa3yroIIMEecs KPUCTAJUIUTBI UMEIOT CTOJI0YaTyro
dbopMy 1 HOpMAILHO (1) OPHUEHTHUPOBAHBI IO OTHOIICHHUIO K IMJIOCKOCTH MOBEPXHOCTHU
UCXOAHON METaJNTMYeCKON 3aroToBkHW. BOmm3m moBepxHOCTH oOpasiia HabIrogaeTcs
MEJIKOKPUCTATIUTHAS CTPYKTypa, KOTOpasi MpruodpeTaeT cToao4aryo GopMy B MaCCHBE
VN. Tako# TN KpHUCTAUIM3alMKd XapaKTepeH s JHUThIX MarepuanoB [92]. B
Te€OMETPUUYECKOM IIEHTpe o0pasiia mMeercss 00JacTh OPHEHTHPOBAHHBIX MapalIebHO
MOBEPXHOCTU TIOp, O0Opa30BaHUE KOTOPBIX, BEPOATHO, CBA3AHO C OCOOECHHOCTSIMH
noixyueHus: matepuana. [Ipu OGonpmmx yBenuueHusix (pucyHok 3.13 - B, T') BHYTpH
KPUCTAIUIUTHBIX O0pa30BaHUN MPHUCYTCTBYET HE3HAUUTEIbHOE KOJIMUYECTBO TOP,

CBsA3aHHOC, BOBMOXHO, C HAJIMYUECM XUMHWYCCKHUX HpHMCCCfI B UICXOJHOM MCTAJIIIC.



Pucynok 3.13 - POM u300pakeHus] TOBEPXHOCTH CKOJIOB HUTPH/1a BaHAIMS TTPU

PAa3JINYHBIX YBCIINYCHHUAX

a -250%; 6 - 1500%; & - 10000%; 2 - 15000"

CpaBHHTEIBHBIA aHAIN3 SKCIICPUMEHTAIbHBIX W JIMTEPATYPHBIX JTAHHBIX 10
0Ka3aTeasIM MHKPOTBEPAOCTH M IIOTHOCTH IO3BOJIMI CAEIAaTh BBIBOJ, YTO 3HAYCHHMSI
MHUKPOTBEPJIOCTH HHUTPUAA BaHAIUS, IOJIYYCHHOTO C TPHUMEHCHHEM IOJX0Ja
OKHMCIUTEILHOIO KOHCTPYHMPOBAHHS, HE YCTYHAIOT ITOKA3aTENIAM, HM3MEPEHHBIM IS
MaTepHana, IIOJydEHHOr0 KiaacCHYecKuM crmocobom (tabmmma 3.3). M3mepenue
MHUKPOTBEPJIOCTH IMOJYUYCHHBIX O0pa3lloB HUTPHIA BaHAAWsA MPOBOAMIM Ha mpuOOpe
Microhardnesstester DURAMINII. PacxoxneHue B 3HaYEHUAX TUIOTHOCTU MOKET OBbITh
CBS3aHO C HAJIMYHMEM OINPEACICHHOTO KOJMYECTBA 3aKPBITBHIX MOp, 00pasylomuxcs B

MaTCpUuaJIC B CBA3U C 0COOEHHOCTSIMH €T0 IMMOJIYUCHUA.
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Tabnuma 3.3 - dusnueckne XxapakKTepUCTUKN HUTPUIA BaHA U

DKcIepUMEHTaIbHbIE JluteparypHbie
XapakTepucTuka
JIAHHbBIE naHHbIe [7]

1222+143 (narpy3ka —

200 r, Harpyxenue 15 ¢) 1520+115
Mukpoteepaocts HV
1470170 (narpy3ka — (marpyska 50rp)
100r, HarpyxeHnue 15¢)
['unpocratuueckas 2 3
p=5,968rp/cm p=6,040rp/cm
IUIOTHOCTD

3.3 CTpyKTypHBI€E NpPeBpallleHUsI B Mpollecce a30TUPOBaHMs 00pa310B HUOOUSI

beimn mipoBenieHbl MCCIIEIOBAHUS 10 WM3YYEHHUIO (Pa30BOTO COCTaBa MCXOTHOTO
MaTepuana M SKCHEPUMEHTAIbHO TMOJY4YeHHbIX oO0Opa3loB HuUTpuiaa HuoOusa. Ha
pucynke 3.14 mpencraBicHa audpakrorpamMma HCXOAHOTO oOpasma (IIPOBOJIOKH
nuamerpom 0,8 mMm). MicxomHblii 00pa3er UMeeT MOJIMKPUCTAIUTUIECKYIO CTPYKTYPY €
MIPOU3BOJBHOW OPUEHTALIMEA 3€pEH, O YEeM CBUICTEIILCTBYET COOTHOUIECHHUE
WHTEHCUBHOCTEH oTpakeHWil. B Tabnuie 3.4 mpuBeieHBI mapamMeTphl 3JIEMEHTAPHOU
STYCHKH - SKCIIEPUMEHTAIBHO U3MEPEHHOM U JIuTepaTypHbie JanHbie [93].

Tabnuma 3.4 — [TapameTpbl 371eMEeHTapHOM AYEHKU

daza 194 u3m. 1941
[A] crpas . [A]
Haszpanune | Crex. No Tun a c a ¢ | Ctpykrypa
¢-na KapTOYKH | PELIECTKU
[*]
Huobwuit Nb 34-0370 |OLK 3,302 | - 3,303 - |Im-3m
(229)
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Pucynok 3.14 - ludppaxktorpaMma ucxogHoro oopasia HIoOus

B pesynbrare azotupoBaHus oOpa3uoB HuoOus npu Ttemreparype 700 °C B
teueHne 240 muH Ha JudpakTorpaMMe HE BBISBJICHBI OTPAXKEHUS XUMHUYECKUX
COEIMHEHH, YTO HE MPOTUBOPEUUT IMPEICKA3aHUIO COTJIACHO JUarpaMMe COCTOSHUS B
910l oOjactk Temmeparyp [11]. DTo cBsA3aHO C HACBHIIIEHHEM MeETala a30TOM H
oOpa3oBaHMEeM O — TBEpAOro pactBopa ¢ coxpaHenuem OLK pemerku mpu manom
U3MEHEHUH €€ TTapameTpa Mo CpaBHEHHIO € MapaMeTPOM PEIIETKH UCXOAHOTO 00pasiia.

['paduk 3aBUCUMOCTH U3MEHEHUS IEKTPOCONPOTUBICHUS PedOPMBI OT BPEMEHH
a30TUPOBAHMS, IPUBEJICHHBIA HA pUCYHKE 3.15, MOKa3bIBa€T €ro MOHOTOHHBIM POCT, YTO
XapakTepu3yeT KUHETHKY HACBIIICHUS MeTajula a30ToM 0e3 00pa3oBaHMs XUMHUYECKHX

COCIUHCHUM.
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Pucynok 3.15 - DxciepuMeHTanbHas 3aBUCUMOCTh U3MEHEHUS
AJIEKTPOCOIIPOTUBIIEHUS NPedOPMbI OT BPEMEHH a30TUPOBAHUS HUOOUS IIPU

temriepatype 700 °C

A3zotupoBanue B uHTepBasie Temmeparyp ot 1300 mo 1900 °C u Bpemenu
BBIICP)KKU CBbIe 20 MHH 18 BceX OOpas3oB NPUBOAWIO K HE3HAYUTEIHHOMY
YBEJIIMYEHHUIO MX JuaMeTpa Ha 2—4% ¢ cOoXpaHEHHEM HCXOJHOW T€OMETpUHU M pelnbeda
MOBEPXHOCTH (Clebl MPOTSHKKU OT Guibepsl). [IpupocT auamerpa NpOUCXOAUT B
CJICZICTBHE OOpa30BaHUSI KOMIIAKTHBIX TOKPBITUNA W3 HUTPHUIIOB HHOOHMS Pa3IUIHOTO
COCTaBa.

Ha pucynke 3.16 mpencraBieH rpaduk H3MEHEHHUS SJEKTPOCONPOTUBIICHUS B
nporuecce azotupoBanus npu 1300 °C B teuenue 180 muH. /luarpamMma COCTOSIHUSI TIPH
9TON Temmeparype mpenackasbiBaeT ooOpaszoBanue B — Nb,N [94]. 3akonomepHoe
YBEJIMYEHWE COMPOTUBICHUS B TeueHWe 20 MUH a30TUPOBAHUS  XapaKTEPU3YET
oOpazoBaHue TBepAOro pacrBopa. CoxpaHeHue NMEKTPUUECKOTO CONPOTUBIICHUST 00pa3iia
BO BpeMs MPOBEACHUS a30TUPOBAHUS NMPUMEPHO HA OJHOM YPOBHE MOXXHO OOBSICHUTH
CJICIYIOIM 00pa30oM: IPOUCXOAUT YMEHBIIICHUE TUIOMIAIN ceYeHUs (S) MeTauTHIeCcKOn
gyacTh  oOpasua  (cormacHo — oTHomieHMro — R~1/S=1/mr2me) u  u3MeHeHuHe
ANIEKTPONPOBOAHOCTH  OOpasylollerocss HUTpUAA METajlla, CEYeHHEe KOTOPOro
YBEJIMUYMBACTCS B TPOLIECCE PEAKIMU COrjacHo otHouieHuto S=m(r2MeN - r2Me), tem

caMbIM KOMIIEHCHUPYs oOIiee corpoTuBieHus oOpasua. CreayeT Tak K€ y4YUThIBATH
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addext dopMbl 00pasiia, KOTOPHIM MPOSIBISAETCS B TOM, YTO IUIOMIANb MeX(azHOU
TPaHUIBl HUTPHUI MeETa/lla — TBEPIbId PACTBOP YMEHBINAETCS C POCTOM TOJIIUHBI
HUTPHUJA U YMEHBIIEHUEM pajuyca TBEpAOPACTBOPHOTO “sapa’’.

Harpes npu temnieparype 1600 °C B Teuennel 80 MuH. HE IPUBOAMII K CKBOZHOMY
azotupoBanuio oOpasua. Ha pucynke 3.17 mnpeacraBiensi POM  u3o0pakeHus
MOTIEPEYHOT0 CKOJIa TMociie a3oTupoBaHusi B TeueHue 60 muH - (a) u 120 mun - (0).
AzoTtupoBanue B TeueHue 60 MUH NMPUBOMIA K 00Pa30BaHUIO CJIOS HUTPUIA TOIIMHON
okosio 50 mkM, B TeueHue 180 muH ~ 150 mxm. Jlons HuTpuga B oOIIEM CEYCHHH
COOTBETCTBEHHO B 00111eM 00BheMe o0pasita coctasiisiia 23% 3a 60 mun u 60% 3a 180mMuH.

[ToBeimienrie Temneparypsl mpormecca a0 1800 °C mpu Bbigep:xkke 120 MuH.
MIPUBOIUIIO K 00pa3zoBaHuio cmecu HUTpUI0B NbsN3 1 Nb,N 110 BceMy ceueHunto oopasia.
[Tpu sTOM Ha CKOJe TpaHUIIA pa3jena HUTPU/METAIMIEcKas MaTpuiia Ha pucynke 3.17

(B) MpaKkTUYECKU HEpaA3IMUUMA.
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0,017 §§§T§ % % % % f f
s |1
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Pucynok 3.16 DxcnepuMeHTanbHAast 3aBUCUMOCTh U3MEHEHHUS
3IIEKTPOCOMPOTUBIICHHS TPEdOPMBI OT BPEMEHU a30THPOBAHUS HUOOUS MpHU

temmepatype 1300 °C
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Pucynok 3.17 - POM u3o0pakeHre NOBEpXHOCTH CKOJIa
AKCIIEPUMEHTANBHBIX 00Pa3l0B HUOOUS MOTYYEHHBIX PU Pa3INUHBIX

pexumMax 00paboTKu (TeMIiepaTypa/Bpems)

a— 1600 °C, 60 mun; 6 — 1600 °C, 120 mun,; ¢ — 1800 °C, 120 mun

B wHagane mporecca asormpoBaHus oOpasell MOKPHIBACTCS TOHKOW TIIICHKOM
HUTpHUA, TOJIIMHA KOTOPOTO C YBEIMYCHHEM BPEMEHU BBIICPKKHU YBEITHYHUBACTCS.
Hutpunnsrii cioit npencrasisier coooit cmeck da3 NbyN3 u Nb,N (em. qudpakrorpammy
Ha pucyHke 3.18 a), KOTOpbI JErKo OTCJauBaeTcs MpU packosie. Meramudeckas
MaTpHUIla HACBIIIEHA a30TOM JI0 COCTOSHHUSI TBEPAOrO pacTBOpa a3oTa B HHOOMH C
BriroueHussME (hazel ND,N (prcyHok 3.18 0).

B Tabnume 3.5 npuBeneHsl mapaMeTphl KPUCTAIUTMYECKON PEIIETKH MOJTYyIeHHOTO
KOMITO3UTHOTO Marepuana. B tabmure 3.6 mpuBeneHo copepkanue ¢a3 B oOpasiax B

MAaCCOBBIX 1 00BEMHBIX IMpoHcHTAaXx.
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Pucynok 3.18 - ludpakrorpammel 06pa3ion

a - 6HewHUll HUMPUOHBLLL CIIOU; O - YeHMpPalbHas 001acme (meepovill pacmeop)

1 - Nb,N; 2 - NbsN3; 3 - Nb



Tabmuna 3.5 - [lapameTpbl KpUCTATIINYECKON PEIIETKU

(a) - aHuTpHUIHOTO CcJ10s; (0) — HEHTPpaTLHOM 00JIaCTH HA OCHOBE

TBEPJIOTO pacTBOpa

a
194 1941
daza x
M. [A] cpas . [A]
Tun
Crex. No
HazBanwue . | pemeTku CrpykTypa
-7a | KApTOUKH
P-6
Hutpun
Nb,N | 75-0952 I'exc. |3,063 | 5,006 | 3,050 | 4,960 (174)
HUOOUS
Hurpun 4,397 | 8,658 | 4,382 | 8,632 | 14/mmm
NbsN;3 | 20-0803 | Terparon
HHOOUS (139)
0
da3za 25 u3m. | 1941 cripas .
Tun [A] [A]
Hasganue | Ctex. | No pELIeTKN Crpykrypa
-Ma | KAPTOUKH
Hutpux | Nb,N | 75-0952 I'exc. |3,053 4,956 | 3,050 | 4,960 | P-6
HUOOUS (174)
Hutpunx | NbsN3 | 20-0803 Terparon | 4,379 | 8,641 | 4,382 | 8,632 | 14/mmm
HUOOUS (139)
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Tabmuma 3.6 - Coneprkanue a3 B 00pasiax B MACCOBBIX U OOBEMHBIX TIPOIIEHTAX

a- HUTPUAHBIN BHEUIHUN CIION 0 — IieHTpasibHas yacTh 0Opasma (TB. pacTBOP)
Nb,N Nb;N3 Nb,N Nb;N3 Nb
06.% | Macc.% | 06.% | Macc.% | 06.% | Macc.% | 06.% | Macc.% | 06.% | Macc.%
91 90,9 9 8,9 37 36,2 33 32,9 30 30,9

Jns oOpasnos, azotupoBaHHbIX Mpu Temneparype 1600 °C B teuenune 120-300
muH, cootHomeHue (a3 NbyN3 u Nb,N cMmernraercs B CTOpOHY yBEIIMUICHHS KOJIHMYECTBA
da3br NbyN3, uro moaTBepKmaeTcss peHTreHOBCKOM audpakromerpueit (pucyHok 3.19).
W3meHnenue  cooTHomieHuss — oOpasyromuxcs  ¢da3  coemmHeHuss Nb-N ot
NPOJOJDKUTENIBHOCTH  BBIJEP)KKA TPU  MOCTOSHHOW TEeMIleparype a30THPOBAHMUS

CXEMaTUYHO TMpeJicTaBlieHo Ha pucyHke 3.20.
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Pucynok 3.19 - ®parmenTs! AudpakrorpaMm 00pa3iioB HUTPHUIA HUOOHS,
coneprkarmx (assl NboN (1) 1 NbsN3 (2), remmeparypa skcnepumenta 1600 °C

a - epems gvioepaicku 60 mun; 6 - pems evidepaicku 120 mur,

6 - epemsi evidepoicku 180 mun;, 2 - pems evioeparcku 300 mun
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Pucynoxk 3.20 — 3aBUCUMOCTh U3MEHEHUSI COOTHOILIEHUS (a3

Nb,N (1) u Nb,N, (2 ) or BpemeHHU BbIIEPKKHU

N3 ananuza qaHHBIX, TTOJYYEHHBIX METOJIOM PEHTICHOBCKOUW AU(PaAKIINU, IS

ASKCIEPUMEHTAIBHBIX  00pa3IoB

OBUIM  OIIPENIEIIEHBI

00JIaCTH  KOT€PEHTHOTO

pacceuBaHMsl 00pa3loOB U cojeprKaluxcs B HUX (a3 (tadnuna 3.7), paccuyuTaHbl

rapamMeTpbl dJIEMEHTapHON sueiiku 3Tux ¢a3 (tabmuma 3.8) paccumrtan (ha30BbIH

cocTaB 00pa3IoB B MpolieHTax (Tabdiwmma 3.9).

Tabmuma 3.7 - O61acTi KOTEPEHTHOT'O pacCenBaHUs 00pPa3IoB

Oo0paszen da3za Pasmep OKP [A]
a Nb,N 350
Nb;sN3 352
0 Nb,N 496
Nb;N; 330
B Nb,N 327
Nb;sN3 337
r Nb,N 436
Nb;N; 387
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Tabnumua 3.8 - [lapameTpsl 351eMEHTapHON STYEUKH UCCIETyEMbIX

HKCIEPUMEHTAIBHBIX 00Pa3I0B

194 crpas .
da3za 124 u3m. [A]
[A]
No Tun
Haspa | Crex. Crpyk
KapTO | PELIETKH | PHC a C a C
HUE b-na . Typa
9KU
a) 3,060 | 5,039
0) 3,058 | 5,033
Hurpun 75- P-6
Nb,N I'exkc. B) 3,049 (5,024 | 3,050 |4,960
HHOOMS 0952 (174)
r) - -
a) 4,388 | 8,636
0) 4,381 | 8,630 14/mm
Hutpun 20-
NbsN; Terparon. | B) 4,374 18,612 |4,382 |8,632 m
HUOOUS 0803
r) 4,383 | 8,624 (139)

Tabaumua 3.9 - CoctaB 06pa3LioB B MPOLIEHTAX

Conepsxanue (a3 B 00pasimax B MaCCOBBIX U 00BEMHBIX TIPOIIEHTAX
a 0
Nb,N NbsN; Nb,N NbsN;
Macc.
06.% | M3 | 65 00| Mace.% | 06.% | M3 | 0g. 9% %
% %
12 11,95 88 88,05 7 6,97 93 93,03
B r
Nb,N NbiN3 Nb,N NbiN;
06. % Macc. Macc. Macc.
0 % 06.% | Macc.% | 00.% % 00. % %
4 398 | 96 96,02 2 1,99 98 98,01

U3 IPUBCACHHBLIX PC3YJIbTATOB MOKHO CACIATb BBIBOJ, YTO BSaHMOHeﬁCTBHC

METaJUIMYECKOr0 HUOOUS C F33006p33HBIM a30ToM HACT II0 CJ'IGI[YIOHICﬁ CXEMC!:
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Nb—tBepapiii pactBop NDb; 4 Ny—Nb,N—NbyN;. YUto cormacyercs ¢ auarpammont
COCTOSIHUSI, TO €CTh peaju3yeTcsl BbIXOJl Ha KOHIEHTpanuio azora ~ 40% (aumarpamma
coctossHusi Ha pucynke 1.3). IlpoTekaromme B XoJe a30TUpoBaHUS (Ha30BbIC
MPEBpAIIEHUSI TPUBOJAT K HEMPEPHIBHOMY W3MEHEHUIO OOIIEro COMPOTHUBICHUS
oOpasma. Ilokazarenem OKOHUaHUS B3aMMOJACWUCTBUS 0Opaslia ¢ ra3000pa3HbIM a30TOM
IpU a30THPOBAHUM SIBIISCTCS OTCYTCTBHE M3MEHEHHUU BOJIBTAMIICPHBIX XapaKTEPUCTHK
cuioBoi yctaHoBkM B TedeHwe 20 muH. Tak, mis oOpasiioB, a30THUPOBAHHBIX IMPHU
temrieparype 1600 °C B Teuenne 300 MuH, UMEIOIIMX CTaOWJIbHBIC MOKA3aTeNId TOKA U
Hanpspkenust B TedeHne 20 muH, mo pesyiabtatam PDA peructpupyercs Toiapko (asza
Nb,N; (pucynok 3.19 r).

[Tpu moBbimennn temnepatypbl 00padoTku 10 2300 °C u Bhiie HabOIIOAATACH
cyOnmumaIusi ¢ TOBEPXHOCTH 00Opasiia XJIOMbEB, OCEMAIONIMX HAa XOJOJHBIX YaCTIX
peakTopa B BHJE YEPHOTO Mopoiika. udpakToMeTpuIecKrii aHaIu3 ONpeaesni, 9TO

nopoiok coctout u3 NbN (pucynok 3.21).

[, OTH. e]1.
400
200 r
0 [ an el i Mm»chM%‘wM
I I I I I I
20 30 40 50 60 70 26. rpax.

Pucynok 3.21 — Judpaxrorpamma NbN, Bce max.pediekcer
mudpakTorpaMmbl cOOTBETCTBYIOT (haze NDN,

TIK apac=4,379 A, acnp.-=4,375 A, OKP=86 A

MexaHnueckue CBOWMCTBA HUTPUIOB HHOOMS (MHKPOTBEPIOCTH), MOMYyYEHHBIX MPH

MaJIbIX BpeMeHax azotupoBanus (10—20MuH), COrNIacyroTcs ¢ IUTEpaTypHbIMHU JaHHBIMH,
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COTJIACHO KOTOPBIM TMpPOIECC Aa30TUPOBAHUSI MPOTEKAET HECTAOWJIIBHO M IUIOXO
Bocripou3BomuM [95]. Jlist srydriero moHWMaHWS TPOLECCOB, MPOUCXOJSIINX B XOJIE
peaxiuu, IS cepuu 00pa3ioB ObLI NpOBE/ICH KOJINYECTBEHHBIN

PEHTreHO(IFOOPHUCIICHTHBIN aHAIN3, Pe3yIbTaThl KOTOPOTo NpuBeaeHbI B Tabmwuie 3.10.

Tabnuna 3.10 — Pe3ynbTaThl KOJIMYECTBEHHOTO PEHTTEHO(IFOOPUCIICHTHOTO

aHaM3a
No
obOpa3sia/Bpems Cnextp N, macc% Nb, macc% Hroro, %
BBIJICPIKKHU
1 7,52 92,48 100,00
1/60muH 2 6,83 93,17 100,00
3 3,09 96,91 100,00
1 10,65 89,35 100,00
2/120muH 2 6,90 93,10 100,00
3 5,53 94,47 100,00
1 11,97 88,03 100,00
3/180mun 2 9,75 90,25 100,00
3 6,65 93,35 100,00
1 11,60 88,40 100,00
4/300muH 2 12,20 87,80 100,00
3 11,43 88,57 100,00
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3.3.1 Bozmoorcnocmsb uzeomosieHust Noa0CmiL 8 IKCnepumernmailbHvlx 06pa3uax HUOOUS
npu azomuposaHuu

Oco0EHHOCTh METALIOB O0Pa30BBIBATh BHYTPEHHIOK IOJOCTh, TOBTOPSIONIYIO
TEOMETPHIO HMCXOJHOW 3aroTOBKH TPH a30THPOBAHUU B aTrMocdepe TEXHHUECKOTO
BO3/lyXa, yrmoMuHaercs B pabore [96]. B cioyuae HuTpuma HMOOMS Ha HaYaJIbHOUN
cTaauu 3KcriepuMenTa npu temneparype ~ 1000 °C Ha moBepXHOCTH MPEPOPMEI 3a CUET
M0Ja491 B PEAKIHOHHYIO Kamepy 20 cM® KHCIIOpozia 00pa3soBasICst TOHKHUIT OKCHIHBIIL CIIOH,
npensTcTByomui auddy3un azora BHyTph mnpedopmbl. 3anupanue auddysuu azora
BHYTPh TpeopMbl HE TpensaTcTByeT aud@dy3ur MOHOB HHMOOWS CHAdajda Ha TPaHHILY
OKCHJI/a30T, a 3aTeM HUTPHU/a30T. B pe3ynbrare BbIX0/1a HOHOB HUOOMS HA TTIOBEPXHOCTD,
B TOJILE MeTaJIa 00pa3yeTcst TpeXMepHast MOJIOCTh, MOBTOPSIOIIAS] TEOMETPUIO HCXOTHOM
npedopmel. s mpedopMm, H3TOTOBIEHHBIX U3 TMPOBOJIOK, TOJOCTh HMEET BHJI
MHUKPOTPYOKH, TUaMETp KOTOPOMl 3aBUCUT OT BPEMEHH TI'€HEPUPOBAHUS 3alMPAOLIETO
cnost. Ha pucynke 3.22 mpencraeinensl POM ¢dotorpaguu monoro obpasua HUTpHIA
HUOOWS,  TOJY4EeHHOTO  C  HCIOJB30BaHHWEM  IMOAXO0Ja  OKUCIHTEIHHOTO
KOHCTPYUPOBaHUS. DTOT CIOCO0 MOXKET B MEPCIEKTUBE MPUMEHSATHCS ISl TOTYyUYSHUS

KepaMHUUYECKUX TPYOOK pa3IuyHON F€OMETPHUHU.

Pucynok 3.22 - POM ¢otorpadus ckona MUKpOTPYOKH HUTpUAA HUOOUS
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3.4 CTpyKTypHbI€e IpeBpalleHus B Mpoiecce a30TUPOBAHNUS 00pa310B

TaHTaJa

KomnakTHble HUTpUABI TaHTalda, MOJYYEHHbIE C MCIOJb30BAHUEM IOJX0/A
OKHCJIUTEIIBHOTO KOHCTPYUPOBAHUS, B CPABHEHNUH C KOMITAKTHBIMU HUTPUAAMU JAPYTUX
nepexoaHsix MetawwsioB IV u V rpynmnel, UMend NpPUHIUIUAIBHBIE OTIWYUS B
CBOMCTBaX. AKTUBHOE B3aMMOJCUCTBUE METAJUIMYECKOTO TaHTajla C a30TOM MPOXOIUT
npu temreparypax ot 700 mo 2000 °C, B CBSI3M C 3THUM B YKa3aHHOM TE€MIIEPAaTypPHOM
WHTEpBaJIe TPOBOAWIN dKcriepuMeHThI. [Ipu HarpeBe (10 TeMOepaTypbl SKCIIEPUMEHTA)
co ckopocTbio 70 100 °C/MUH MPOUCXOTUT OTILIEIUICEHHWE ‘“MUKPOIUIACTUH HUTPUIA,
COMPOBOXKAIONIEECS MX OCBHIMIAHUEM M YMEHBIIEHUEM CEe4YeHHs MnpedopMbl, 3a cyeT
KOTOPOr0 MPOUCXOJIUT €€ HEKOHTPOJIHMPYEMbId HarpeB W neperopanue. Ha pucynke

3.23 npencrarieHa gudpakTorpaMMa UCXOTHON METaITMYECKON 3arOTOBKY TaHTAJIa.

500 (211)

500 - (200)

(110)

100 (310)

] (220)
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Pucynok 3.23 - Jludpakrorpamma nmoBepxXHOCTH UCXOTHON 3aTOTOBKHU

TaHTaja



82

[Tpu temmnepatypax 1300 — 1500 °C npoucxoautr odbpazoBaHHE Ha MOBEPXHOCTH
usonupyromero TasNs [97]; ocraBmiasicss TOKOIPOBOAAIIAsS 4acTh MPeOPMBI 3a CUET
YMEHBIIICHUSI CEUCHUS OBICTPO TEPETpPeBAETCS, YTO MPHUBOAUT K OTCIOCHHUIO CIIOSI—
“m3omnsaTopa”’ U OBICTPOMY MIEPETOPAHUIO OCTABIIEHCS YaCTH METAJUIMYECKOTO 00pa3siia.

VYBenuueHneM CKOPOCTH HarpeBa o00pa3loB 10 MAaKCUMAJIbHO BO3MOXKHOM
(ckauk000Opa3HbIil BBIXO/ Ha TeMIIEpaTypy 0OpabOTKH) yJaloCh COXPAHUTh T€OMETPHUIO
UCXOAHOW METaJUIMYECKON 3aroTOBKH M MOJYYHUTh IMOCIEe 00paOOTKM KOMITAKTHBIE IO
dbopme oOpasmbl HUTPUAOB TaHTana. OgHAKO, B OJM3KOM K TOKOBOJAM OOJACTH W3-3a
CYIIIECTBYIOIIETO B JAHHOW 30HE TEMIEPATYPHOTO TPAAMEHTa M PE3KOT0 Paziudus B
(GU3UKO-XMMHYECKAX M JJEKTPUYECKHX  CBOMCTBAX  MPUCYTCTBYHOmMX (a3,
MIPOUCXOIWIIO PacclianBaHue oOpaslloB, YTO, B CBOIO OYEpPElb, BEJIO K YMEHBIIICHHUIO
yIeTBHOTO ceueHusi oOpasiia U, COOTBETCTBEHHO, JIOKATLHOMY MEPETpeBy C MOTepeit
AIIEKTPHYECKOTO KOHTAKTA.

B cBsi3u ¢ TeMm, 4TO cOeAMHEHUSI TaHTaja C a30TOM UMEIOT pa3InyHble (HU3UKO-
XUMHYECKHE CBOWMCTBA, a MX JJEKTPUUECKas MPOBOJMMOCTh CYIIECTBYET B MHTEpBaJe
oT metasudeckoit (B y-TapN, e-TaN , 6-TaN, TasNg), 10 monHOCTHIO M30MHpYyIOIeH (B
TasNs) [98], oOpasubl mosaydaemMoro maTepuaia JuOO IMOJHOCTHIO PACCIavBalIuCh B
IpOIECCe peakluu, MO0, yBEIWYHBAsCh B 00BbeMe B ~3-7 pa3, TEPSUIM HUCXOTHYIO
T€OMETPHUIO U MPOYHOCTD.

Ha pucynkax 3.24 - 3.26 npencraBieHsl IudpakTorpaMmbl  00paslioB,
COCTOSAIINX M3 CMECH HUTPHUJIOB TaHTaja, MOJTYYEHHBIX OBICTPHIM HATPEBOM MCXOHBIX
METaJUTMYECKHUX MpedhopM.

O6pazen, nomyyeHubid pu Temmneparype 1500 °C (pucynok 3.24), 1o cocTaBy
npenacraBisier coboit ¢azy TaN~50% o00. rekcoronampublil, ~46% 00. TaN
rekcoroHanbHbil, TaN~2% 00. kyOuueckuii, a Tak xe ~2% 00. TPUKIMHHOTO
HU3KOCUMETpuuHOro okcuga 1a,0s. Hutpuag Ta,N Haxomutrcs B obsactu
roMoreHHOCTH TekcoroHambHOU a3kl Y(TaNg4005) ¥ sSBIsSETCS OCHOBHOU (ha3oid,
HuTpua TaN uMmeeT rekcaroHajlbHyl CTpykTypy Tuma CoSn, kyouueckuii [-TaN

(TaNO0.05) umeet cBepxcTpykTypy B pemrerke o-TaN [99, 100] (tabawma 3.11).



Oo6paz3er,
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nosyueHHblid ipu Temneparype 1700 °C (pucynok 3.25), mo cocraBy

IpeacTaBiIseT coboi ciemyronue ¢aspl: rekcaroHanbubie Mogudukaruu TaN ~ 74%

macc., NTa ~ 17% macc., dpaza TapN ~8% macc., npucyTcTBYyOT cliienibl okcuaoB a0,

~ 1% u Ta,O5~ 1,,5.. % (Tabnuma 3.12).

O6paszer,

nonydeHHbld ipu tremnepatype 1900 °C (pucynok 3.26), mo cocraBy

npejicTaBiser cobOoi crenyromue ¢as3pl: OCHOBHas (aza TekcaroHaidbHbIi TaN

~91,acc. %, a Tak ke TaN ~ 9,,,.. % (Tabmuma 3.13).

3000
2500 4
_ 2000+

1500 4

|, oTH. e

1000 +

500

Crex.
dbopmyna
TaN
TaN
TapN
Tay05

20 25 30 35 40 45 50 55

20°, rpag

O0o3HaueHue

> O B ®

Pucynok 3.24 - ludppaxkrorpamMmma oOpasiia HUTpUAa TaHTaIA,

noyueHHoro npu temnepatype 1500 °C
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Tabmuma 3.11 - Kpucramnorpagudeckue napameTpbl oOpasiia HUTpUAa TaHTAJa,

norydeHHoro npu temmeparype 1500 °C

Crex. | O6o3na | Homep | Ctpyktyp | OKP | Conmep | IID4, Teop. | 194,
dbopmy | ueHue o a KaHHE Pacu.
aa PDF-2 ,00. |a c a c
oT %
2004
TaN e 65- P6/mmm( | 532 | 46+1 |5,185|2,908 | 5,185 | 2,907
1947 191)T"ekc
TaN u 32- Fm- 591 2+1 4,33 |- 433 |-
1283 | 3m(225)
Ky6
Ta;N o 26- P63/mmc | 515 | 50+1 |3,045|4,914 | 3,048 | 4,928
0985 (194)'ex
c
Ta,0s A 21- | P1(2)Tpu | 493 2+1
1198 | kn
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Crex.
bopmymna
TaN
NTa
TaN
Tay05
TaO;

25
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< 0O o8

v

45

50

Pucynok 3.25 - ludppaxkrorpamMmma oOpasiia HUTpUIa TaHTaIA,

noyueHHoro npu temneparype 1700 °C

[
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Tabmuna 3.12 - Kpucramnorpagudeckue napameTpbl oOpasiia HUTpUAa TaHTaa,

noiaydeHHoro npu remmnepatype 1700 °C

Crex. | O6o3n | Home | Crpykry | Comepka | OK | TID4, crp. I13241, pacu.

dbopmyn | adeHue | p 1o pa HUE P

a PDF-2 . : . :
oT
2004

TaN e 65- | P6/mmm 14% 426 5,19 | 2911
1947 (191)

NTa ¢ 65- P-6m2 17% 282 | 2,93 | 2,88 | 2,936 | 2,883
9405 (187)

Ta;N o 26- | P63/mm 8% 347 3,049 | 4,924
0985 | c(194)

Ta,05 ¢ 71- | C2mm | Menee | - -
0639 (38) 1%

TaO, v 43- P42/mn | Menee - -
1046 | m(13) 1%




|, OTH. ep.
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Pucynok 3.26 - /ludpaxrorpamma obpasiia HUTpUIa TaHTaja,

nosryaeHHoro mpu temmepartype 1900 °C

Ta6numa 3.13 - Kpucramiorpadhuueckue napaMmeTpbl oOpasiia HUTpuaa TaHTaja,

noyrydeHHoro npu temrepatype 1900 °C

Crex. O6o3Haue | Homep no | Ctpykrypa | Conepxa | OKP, [124, pacu.
dbopmyia HUE PDF-2 ot Hue %, . o
2004 00.
TaN e 65-1947 | P6/mmm 91% 538 5,19 | 2,907
(191)
Ta2N o 26-0985 | P63/mmc 9% 593 3,045 | 4,945
(194)
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Ha pucynke 3.27 npeacrtasnensl pororpaduu POM uzo0pakeHus! MOBEPXHOCTH
OPOAYKTOB B3aUMOJCHCTBHS TaHTalna C ra3oo0pa3HbIM a30TOM B Ipolecce
azotupoBanus. llpu wuccinegoBanun Mukpodortorpaduii HabIHOIaeTCSI 00pa3zoBaHUE
JIBYX MOP(OJOTHYECKH KOHTPACTHBIX (a3. B pe3ynpTaTe B3auMOJEHCTBHS ¢ a30TOM Ha
MOBEPXHOCTH 00pa3yeTcs TYrOIIaBKUN CIOH, MOl KOTOPHIM TMPOUCXOANUT JIOKAIbHBIH
MeperpeB M IUTABJIIEHHWE B3aMMOJCHCTBYIOIIETO C a30TOM METaJNIMYECKOTo TaHTaja.
PesynbpTar Takoro B3aMMoOJEHCTBHS TpeicTaBieH Ha pucyHke 3.27 (B). U3 pucynka
BUJIHO, YTO B MPOIIECCE a30TUPOBAHMS IPOUCXOANT JIOKAJIBHBIN TeperpeB oopasia, u4ro
BEJET K HEOAHOPOJHOCTU CTPYKTYpPbl U YXYAIICHHUIO CBOMCTB TMOJy4YaeMbIX

MaTEpUAJIOB.

Pucynok 3.27 - POM un300pakeHus1 TOBEPXHOCTH MPOIYKTOB B3aUMOICHCTBHUS

TaHTaJia C 1“33006p33HBIM a30TOM B IIPOLIECCC a30TUPOBAHUA

Ha pucynke 3.28 npencrasiensl POM ¢ororpadum ckona HUTpuaa TaHtana. B
o0beme oOpasiia HaOMIOJAeTCs HaJW4Ue TOJIOCTEH, BO3HHUKAIONIUX H3-3a Pa3Idyus
ckopoctelr mudgdy3ud KOMIOHEHTOB BO BpeMs a30THUPOBAHMS, YTO OTPHUIATEIHHO

BJIMSIET HA MEXaHUYECKHE CBOMCTBA Marcpualia.
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Pucynok 3.28 - POM ¢ororpaduu ckojia HUTpUAA TaHTaIa

B xonme skcmepuMmeHTa OBUIO BBISBICHO, YTO MEJUICHHBIA HArpeB HCXOJHBIX
TaHTAJIOBBIX TIpedopM co ckopocTsiMu ~ 100°/MUH MPUBOUT K Pa3pyIICHUIO 3arOTOBKH
HETMOCPEJCTBEHHO B TOKOBOJax. Vcrmosib3oBaHHeM “MTHOBEHHOTO” HarpeBa 3aroTOBOK
70 TEMIIEPaTyphl IKCIEPUMEHTA YAAIOCh MOTYYUTh HUTPHUIBI, COCTOSIINE W3 CMECH
pa3IMYHBIX HUTPUAHBIX (a3. OpHako, HUTPUILI TaHTajda, IOJy4aeMble METOJIOM
OKHCJIIUTEIPHOTO KOHCTPYHUPOBAHUS C WCIOJB30BAaHUEM DJJICKTPUYECKOTO TOKAa B
KaueCTBE MCTOYHHMKA HarpeBa oOpasloB, UMEIOT HU3KHE MEXaHUYECKHE CBOMCTBa, B
MpoIiecce PKCIIEPUMEHTA PACCIANBAIOTCS U MIEPETOPAIOT B TOKOBOJAX.

Takum 00pa3oM, MOXXHO TPEANONOKUTh, UYTO [JIsl TOJy4YeHHUs O0OpasIoB

KOMIIAKTHOI'O HUTpH A TaHTaJla CJICAYCT N3MCHUTD CITI0c00 Harpcaa.
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T'JIABA 4. DJIEKTPO®U3NYECKUE CBOMCTBA KOMITAKTHBIX
HUTPUJOB ITOAI'PYIIIIBI BAHA /WA ITPU KPUOTI'EHHBIX TEMIIEPATYPAX

Jlnis vccnenoBaHus MPOBOJUMOCTH B OOJACTH KPHOTEHHBIX TEMIlEpaTyp ObLIH

B3s1ThI 00pa3iel OKTK Hutpumos metamios moarpymmsl BaHaaus:V, Nb, Ta.

4.1 UccaenoBaHue 3JIeKTPUYECKUX CBOMCTB HUTPHUAA BaHAIUS

Jlis uccienoBaHUsl SJIEKTPUYECKHX CBOMCTB HuUTpuaa BaHamuss VNy B3sum
obOpa3zerr co BpemeHeM o0paboTku 1440 muH u temnepatypor T=1500 °C, Tak kak npu
3TON TemmepaType ObuiM MosydeHHble o0pasubl VN ¢ Jydmmmu MeXaHU4YEeCKHUMHU
XapaKTePUCTHKAMH.

Pe3ynbTaThl M3MepeHus 3JEKTPOCONPOTUBICHUSI oOpaslia HUTpUAA BaHAIUS B
JMana3oHe BBIOpaHHBIX TeMIlepaTyp npuBeneHbl Ha pucyHke 4.1. Ilo pesynpraTtam
n3mepenuid, npu temneparype 300 K o6paszenr ob6sanaer yaeabHbIM COMPOTUBICHUEM
pv=18 -10®° Om-u npu renuessIx Temnepatypax py=14*10-5 Om*u. ITo naHHBIM Ta6IHI]
3aBUCUMOCTH  3JIEKTPONOPOBOJHOCTH  BEHIECTB OT TEMIEPATyphbl, IOJYYEHHOE
COCIMHEHUE 3aHMUMAET IMPOMEKYTOYHOE IOJIOKEHNE MEXIY IMOJIYIPOBOIHUKAMU U
MOHHBIMU TIPOBOJHUKAMH, TIEPEX0/Ja B CBEPXIIPOBOJIAILEE COCTOSHUE B HCCIEAYMOM
Juara3oHe Temieparyp He Ha0mogaercs[101, 102].

Ha pucynake 4.2 mnpeacrtaBneHa mudpakrorpamma oOpasma W OTMEUYEHBI
comepxammecs (a3l  HUATpUAA  BaHaaus, JUIE  KOTOPOTO  HUCCIENOBaU

AIEKTPONPOBOASIINE CBOMCTBA.



91

6,0 —
58 —-
56 —
]

5,2

R (Ohm)

5,0 -
48 -

46 -

44 -

0 ’ 50 ’ 100 ’ 1&0 I 2[I)G I 2%0 I 3(;0
T (K)
Pucynoxk 4.1 - I'paduik 3aBUCUMOCTH JIEKTPOCOMPOTUBIICHHS 00pa3iia HUTPUIa
BaHaaus (mosrydeHHoro npu temneparype T= 1500 °C u Bpemenu Boiaepxku 1440

MUH) OT TEMIIepaTyphbl

VN- v
1200 ‘ VNo.s7s o
: \ : : : : : :
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_E600d

400 —
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Pucynox 4.2 - Jludpakrorpamma oOpasiia HUTpUaa BaHAIHS
(asotupoBannoro npu temneparype T= 1500 °C u BpeMeHH BBLIACPKKI

1440 mun)
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Ob6pazen Hutpuaa Banaaus noayueHHsli mpu T = 1500 °C u BpeMeHU BBIAEPKKU
180 muH. 3aBHCHMOCTH 3JICKTPOCONPOTHBIICHUS OT TeMIlepaTypsl (pUCyHOK 4.3) umeer
SBHO BBIPDAXKEHHBIH MHUHUMYM, 4YTO, CKOpE€ BCEro, CBsA3aHO C (HOPMHUPOBAHUEM
HEPABHOBECHOM CTPYKTYPHI (C HEAOCTATKOM Mo a30Ty). [Ipu KkoMHAaTHOU TemmepaTtype
300 °K o6pasen o6nagaer yaeldbHBIM COMpOTHBICHHEM p,=16*10" Owm*m. IIpu
reNMeBbIX TeMieparypax pv=14*10" Om*M monydeHHblil HUTPU (PUCYHOK 4.3), KaK u
npeapaymuid oopaser] (pucyHok 4.1), 1o 3JIEKTPONPOBOISAIIMM CBOHMCTBAM 3aHUMAET
POMEKYTOUYHOE TMOJI0KEHUE MEXKTY MOTYTPOBOAHUKAMU U MOHHBIMU MTPOBOIHUKAMU.

Ha pucynke 4.4 npencraBinena audpakrorpaMMa UCCIeayeMoro Ha
3IIEKTPOTPOBOIALINE CBOMCTBA 00Opa3Iia HUTPUAA BaHAIUS M OTMEUEHBI COepKaIInecs
¢da3pl: B kKauecTBe 0OCHOBHOM (ha3bl cosiepkuT VN, kpoMme Toro, B o0pasiie mpucyTCTBYET

daza okcuna Bananus VO.

5,6 -
5.4
5,2

5,0

R (Ohm)

4,8 -

46 -

4.4 -

0 50 100 150 200 250 300
T (K)

Pucynok 4.3 - I'paduk 3aBUCUMOCTH 3JEKTPOCONPOTUBIICHUS 00pa3a HUTPUAA
BaHaaus (nosydeHHoro npu temneparype T= 1500 °C u Bpemenu Boiaepxku 180 MuH)

OT TeMIIEPaTyphl
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Pucynok 4.4 - JlubpakrorpamMmma o0pasiia HUTpHIa BaHAIUS

(azotupoBannoro npu temmeparype T = 1500 °C u BpeMeHHU BbIICPIKKH

180 mun)

4.2 UccaenoBanue dJIeKTPUYECKHUX CBOWCTB HUTPHUIAA HUOOUS

JIis ucciaemoBaHUsl AJIEKTPUYECKUX CBOMCTB HuTpuaa HuoOus NDN, ObLiu
BbIOpaHbl 00pa3iibl, mosydeHHble pu temmeparype T = 1500 °C B TeueHue BpeMeHU
o0padotku 1440 mun (pucyHok 4.5) u 180 mun (pucyHok 4.7). Ilo pesynapTaram
U3MEPEHU, U3MEHEHUE COMPOTHUBJIEHUS B 001acTH Temreparyp 75-125 °K Bo3MOXKHO
cBs3aHo ¢ mpucyrcTtBueM ¢asel NbyN3, w3MeHeHuwe conmpoTuBICHHS B 00JACTH
temneparyp 180 — 225 °K BeposTHO CBsi3aHO ¢ IMpUCYTCTBHEM B oOpasiax (a3l Nb,N
(pucynku 4.6 - 4.8) [103]. Kpusbie T/R uMerOT MmIaBHOE CHMDKEHHE CONTPOTUBJICHHE Ha
BCEM YyYacTKe, HAJIMYME OTKJIOHEHHWI BEPOSTHO CBA3aHO C MHOTO(A3HOW CTPYKTYpOil
obOpasioB. Ilo pesynapTaram wu3MepeHmid, mpu KoMHaTHOW Temmepatype 300 °K
HCCIIeAyeMble 00pasIbl 00NaNal0T YICIbHBIM COMPOTHBICHHEM py = 35%10° Om*M u
py=30*10° OM*M COOTBETCTBEHHO. B 0OIACTH TeIHEBBIX TEMIICPATyp YACIBHOE
CONPOTHUBIICHHE O0OpPasLOB COOTBETCTBYyeT py = 25%10° Om*m. Ilo mokasatemsim

IMPOBOJUMOCTH ITOJTYYCHHBIC COCANMHCHUA, TAK K€ KaK COCANHCHHWA BaHA/IUA, 3aHUMAIOT
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MMPOMCIKYTOYHOC COCAMHCHUC MCKAY IOJYIIPOBOAHUKAMHN WU MOHHBIMU IIPOBOAHUKAMUA

[95].

| NbxNy |

R (Ohm)

5.0 - T T

) T T T T : T T T
0 50 100 150 200 250 300

T (K)

Pucynok 4.5 - I'paduik 3aBUCHMOCTH 3JIEKTPOCONPOTUBIICHUS 00pa3Iia HUTPUAA
HuoOwus (mosydennoro npu tremneparype T = 1500 °C u Bpemenu Boiepxkku 1440

MUH) OT TEMIIEPaTypbl
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Pucynok 4.6 - ludpakrorpamma obpasua HUTpuIa HIOOUS

(mosrygennoro npu temrneparype T = 1500 °C u Bpemenu Boifiepxku 1440 MuH)
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Pucynox 4.7 - I'paduk 3aBUCHMOCTH 3JIEKTPOCONPOTHUBIICHHS 00pa3iia HUTpUIa
HuoOus (momydyennoro npu temneparype T = 1500 °C u Bpemenu Boiaepxkku 180 mun)

OT TeMIIepaTypbl
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Pucynoxk 4.8 - Jludpakrorpamma oopasiia HUTpuaa HUOOUs (MOJy4eHHOTO TIPU

temneparype T= 1500 °C u BpemeHnu Boiiepxkku 180 MmuH)

4.3 UccienoBaHue 3JIeKTPUYECKUX CBOMCTB HUTPHAA TAHTAJIA

Jist uccneoBaHus JIEKTPUUECKUX CBOMCTB HUTpHUAA TaHTaida TaN Obul BeIOpaH
obpaserr, momyueHHbIi ipu Temmneparype 1=1700 °C B Teuenue Bpemern oopadboTku 20
MUH (pUCYHOK 4.9).

O6pazenr nutpuaa tantana TaN, comepxkamnuit gazel TaoN u Ta,Os (pucyHok
4.10) B amamazone temmeparyp ot 300 mo 50 °K coxpaHser cTaOMIbHO HH3KHE
nokasaresud 3. conportuBiieHus. B oOmactu temmnepatyp Huxe 50 K HaOmromaercs
pe3Koe BO3pAaCTaHHWE COMPOTUBJIEHUS, UYTO MOXKET OBbITh CBA3aHO C HAJIUYUEM
MOJIyIPOBOIHUKOBBIX CBOMCTB HHUTpUAA TaHTala. OJIEKTPOINPOBOAHOCTH HUTpPHUIA
TaHTajda 10 25,...% N HOCUT MpeMMyIIECTBEHHO JIBIPOYHBIA XapakTep, a npu Ooliee
BBICOKHMX COJEP)KaHUSAX a30Ta —d3JEKTPOHHBIA, O YeM, B YACTHOCTH, CBHUJIETEIHbCTBYET
orpunatensueiil 3Hak Tepmo DJIC. [lomyuenHslit 0Opa3eny HUTpUIA TaHTala, 3aHUMAET
MPOMEKYTOUHOE TMOJOKEHUE MEXAY METAUIMYECKUMH W TOJYyHIPOBOAHUKOBBIMU

COCAUHCHUAMUA, IIPUYCM, II0 - BHUIAWMMOMY, OH OIMKe K MMOJIYINpOBOAHWKAM 4YCEM K
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metaiam. [lonydyennsiit HuTpua Tantana TaN He o6iagaeT cBepXMpOBOIUMOCTHIO JI0
temneparyp 1,2 K, B To Bpemsa kak Ta,N oOmagaer mepexomoM B CBEPXIIPOBOAAIICE

cocrosinue npu Temnepatype 9,5 K [104].

1,00E+008
8,00E+007

6,00E+007

R (Ohm)

4,00E+007

2,00E+007 <

0,00E+000 -

Pucynok 4.9 - I'paduk 3aBUCHUMOCTH 3J€KTPOCONPOTUBIICHUS 00pa3a HUTPUAA
TaHTasa (rmoxydeHHoro npu temmnepatype T= 1700 °C u BpeMmeHu BbIIep>KKH 20 MUH)

OT TEMIIEpaTypbl
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Pucynoxk 4.10 - Jludpakrorpamma obpasiia HUTpUIa TaHTaja

(momyuennoro nipu temneparype T = 1700 °C u BpemeHu Boinepkku 20 MUH)
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Hecmotpss Ha TOT (akT, 9TO Ha OTOOpaHHBIX HaMU oOOpaslax He ObUIO
3apUKCUPOBAHO TMepexofa B COCTOSHUE CBEPXIPOBOAMMOCTH, ONUPAsCh Ha
pe3yabTaThl MOJYUYECHHBIE PSAIOM aBTOPOB, a TaK K€ TOT (PAKT, YTO OHU MPUMEHSIOTCS
KaK CTa0MJIbHBIE CBEPXIPOBOJIHUKH MOXKHO CAENATh BBIBOJ O TOM UTO LIEIECO00PA3HO

POAOKUTH UCCIIeI0BaHus B JanHoM Hanpasiaeanu[100, 105].
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I'JTABA 5 . UCCIIEJOBAHUE HAHOTBEPJJOCTU 1 MUKPOTBEPJJOCTU
[TOJIYYHEHHBIX OBPA3IIOB

NHTepec kK HAHOMEXAHUYECKUM SIBIICHUSIM ONPEAEISIETCS, KaK CYIIECTBEHHBIMU
OTIMYUSIMU  (PUBMKO-MEXaHUYECKUX CBOMCTB TBEpPJbIX TeJl B HAaHOUIKalE OT
MaKpOCKOIMYECKON. DTO MO3BOJISET U3yUYUTh HAHOKOHTAKTHBIE, a/IF€3UOHHBIE SIBJICHUS,
YTO TMO3BOJISIET MPOTHO3HPOBATH C BBICOKOM TOYHOCTBIO YCIIOBUSI pa3pyIICHHE
matepuajos [106, 107].

H3mepenue HaHOTBEPAOCTH O0Opa3lOB MO3BOJWIO C BBICOKOM TOYHOCTBHIO
onpenenuTh BenumuunbITBepAocTu (H) u momyns FOura (E), koTopbie ObIH ONpeieieHbl

o metony Onusepa u Dapa.
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5.1 UcnbITAHUS HUTPUIAA BAaHAMS

[Ipu ucnbITaHUM HUTPUAA BaHAAMs, a30TUPOBaHHOTO npu Temmeparype 1500 °C
1 BpeMeHH BbIACpKKU 1440 MUH, MTOTy4YeHBbI CIAEAYIONTUE pe3yabTaThl (Tabuuma 5.1).

ITo pe3yiibTaTaM HWHIACHTUPOBAHHA IMOBCPXHOCTH A30TUPOBAHHOTO BaHaIWA

HOCTPOCHA rarpaMma 3aBUCUMOCTHU cpenHux BenuuuH F-h (pucynok 5.1).

Tabnuna 5.1 - Mexanuueckue cBoMCTBa 00pa3oB 00pa30B HUTPUIA BaHAAUS

HanotBepnocts, H (I'Tla) Monyns FOnra, E (I'TIa)

Cpennsis 20 216

MuHumanbpHas 16,8 203

MaxkcuMmanbHast 22,5 231
F, MH
10,0 A
8,0
6,0
4,0 -
2,0

0,0 | | |
0 50 b, i 100 200

Pucynox 5.1 - JIlnarpamma 3aBUCUMOCTH CpeTHUX BeanduH F-h, moctpoeHnas mo

pe3yiibTaTaM HHACHTUPOBAHHA ITIOBCPXHOCTH a30TUPOBAHHOI'O BaHAa AW
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5.2 UcnbITaHUSI HUTPUJAA HUOOUSA

[Ipu ucnbITaHUU HUTPUJIAa HUOOUSI, a30THUpPOBaHHOTO TIpHu Temrieparype 1750 °C u
BpPEMEHU BBIICPKKHU /() MUH, MTOJTy4eHBI CIICAYIONINE Pe3yIbTaThl (Tabnuna 5.2).
[To pe3ynpraTaM HHIECHTUPOBAHUS IOBEPXHOCTH a30TUPOBAHHOTO HUOOUS

IIOCTPOCHA AWarpaMma 3aBUCUMOCTH CpeaHUX BeanuuH F-h (pucynok 5.2).

Tabnuna 5.2 - Mexannueckue cBOMCTBa 00pa3oB HUTPHUAA HUOOUS

HanotBepnocts, H (I'Tla) Mognyns FOnra, E (I'TIa)
Cpennsis 22,7 208,6
MunumasabpHas 12,7 132
MaxkcumanbHast 34,4 302
F, mH
10,0 A
8,0
6,0 -
4,0
2,0 1
0,0 T T T T
0 50 h, i 100 150 200

Pucynox 5.2 - J/IlnarpaMmma 3aBUCUMOCTH CpeTHUX BeanuuH F-h, moctpoeHnas mo

pe3yibTaTaM HHACHTUPOBAHHA ITIOBCPXHOCTH a30TUPOBAHHOT'O HHOOUS.
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5.3 UcnbITaHWsl HUTPUJAA TUTAHA

Jiist uctibITaHUi OBLTM U3TOTOBJIEHBI MACCUBHBIE 00pa3Libl HUTPU/IA TUTAHA!

azotupoBanHoro mnpu temneparype 2000 °C u Bpemenu Bbiaepxkku 30
muH, TIN_30 (pe3ynbTaThl HCIIBITAHHUH MIPEACTABICHBI B TadIuIe 5.3);

azotupoBanHoro mnpu temneparype 2000 °C u BpemeHu Bblliepkku 360 MuH,
TiN_360 (pe3ysbraThl HCIIBITAHUN TIPEICTABICHBI B TA0HIIE 5.4);

azotupoBanHoro mnpu Temneparype 2000 °C u BpemeHu Bblepkku 720 MUH,
TIN_720 (pe3ynbTaThl UCIIBITAHUH MPEICTABICHBI B TaOIHIIE 5.5).

[Ipn MHIEHTUPOBAHUU TOIMEPEYHOTO CKOJa OOpas3IOB a30TUPOBAHHOTO THUTAHA
TiN_30, TiN_360 , TiN_ 720 Obumi mOCTpPOEHBI AMAarpaMMbl 3aBHCHUMOCTH F-h,
MOJIYYCHHBIC HA PA3IMYHOM YAAJICHUH OT CBOOOIHOM MPU a30TUPOBAHHUH MMOBEPXHOCTH

(pucyHKH 5.3-5.5 COOTBETCTBEHHO).
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Tabnuma 5.3 — Mexanudeckue cBoiicTBa a3otupoBanHoro Turana TiN_30

Paccrosinue ot
MTOBEPXHOCTH, 20 50 100 200 200 300 2500
MKM
H,I'Tla | cpenH. 26,1 21,5 20,1 16,8 17,2 3,8 6,5
MaKc. 29,0 23,8 21,9 17,3 17,5 54 10,2

MUH. 23,1 19,5 18,9 15,6 16,8 2,4 2,8

E,I'Tla | cpenn. 345 257 278 219 212 123 139
Makxc. 373 269 286 223 214 139 166
MUH. 312 252 256 212 210 107 118

F’ MH =20 MKM
=50 MKM

10.0 - 100 mxm
' —200 mxm(1)
200 mxMm(2)

—300 MxM

2500 MKkM

6,0 - / /

4,0 - //
2,0 1 / /

777

0,0 = T T T
0 100 200 300

h, Hm

Pucynok 5.3 - JTuarpamMmel 3aBucuMoctu F-h, mosrydeHHble Py MHISHTUPOBAHUH
IOMEePEYHOro CKoJia oOpasiia azotTupoBaHHoro tTutada TIN_30 Ha pa3audHOM ydaIeHUN

OT CBOOOTHOM MIPH a30TUPOBAHMHU TTOBEPXHOCTHU
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abmuna 5.4 — Mexanudeckre cBoicTBa a3oTupoBarHoro tutana TIN_360

600 600

Paccrosnue ot
20 50 | 100 | 200 | 400 | 480 | (remH. | (cBeri.

MMOBEPXHOCTHU, MKM
0011.) 0011.)
H,I'Tla| cpenn. 255 | 215 (199 | 18,0 | 16,5 | 14,2 4.0 11,4
Makxc. 272 | 230 | 20,3 | 196 | 174 | 154 6,1 13,1
MUH. 224 | 19,1 |1 19,1 | 16,8 | 16,8 | 16,8 2,7 10,1
E,I'Tla | cpenn. 289 245 | 238 214 204 | 182 111 161
Makxc. 296 261 | 256 217 210 | 189 125 168
MUH. 278 219 | 225 212 196 | 176 88 155

=20 MKM
=50 MKM
F’ MH 100 MM
— 200 MKM
400 MKkM
10,0 1 — 480 MKM
600 MM (cBeT.001.)
8’0 | =600 mxm (TemH. 00u1.)
6,0 1
4,0 -
2,0 1
0,0 e i T T
0 100 200 300
h, am

Pucynok 5.4 - JTnarpamMmel 3aBucuMoctu F-h, mosrydeHHble pu MHISHTUPOBAHUH
MOMEPEYHOro CKoia oOpasiia azoTupoBaHHoro tTutada TIN_360 Ha pa3nunyHOM

ylaJeHuH OT CBOOOIHOM MPHU a30TUPOBAHUH MTOBEPXHOCTHU
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Tabnumna 5.5 — Mexanndeckue cBoiicTBa a3otupoBanHoro turana TIN_720

Paccrosinue ot
30 50 200 375 550 800 1000
IMOBEPXHOCTH, MKM
H, I'Tla CpenH. 25,2 22,6 21,6 18,2 13,1 12,3 11,0
MakKc. 32,3 25,0 22,5 19,0 14,9 12,6 12,9
MMH. 21,8 21,8 20,5 17,6 11,0 11,8 9,3
E, I'Tla CpEIH. 307 300 249 219 193 187 180
Makc. 326 310 260 225 201 191 197
MMH. 293 290 236 209 183 181 164
F, MmH
=30 MKM
=50 MKM
10’0 7 200 MKkM
— 375 Mxm
8,0 550 wim
— 800 MxM
6,0 ] 1000 MxM
4,0 -
2,0
0,0

Pucynox 5.5 - Jlnarpammel 3aBucumoctu F-h, moryueHHbIe Py HHASHTUPOBAHUH
HOIEPEUHOro CKoJia oOpasia azotupoBanHoro tTutana TIN_720 Ha pa3inyHOM
ylaJeHUH OT CBOOOIHOM MPHU a30TUPOBAHUH MTOBEPXHOCTHU
Ha ocHoBanuu pe3ynpTaTOB WHIACHTUPOBAHMS MOMEPEYHOr0 CKOJIa OOpas3IoB

azotupoBanHoro tutana TIN 30, TiN_360, TiN_720 mocTpoeHBI JuarpaMMbI
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3aBucumocTH TBepaoctu (H) u moxyns ynpyroctu (E) oT paccTostHus 10 cBOOOIHOIM

IPU A30TUPOBAHUH ITOBEPXHOCTU (PUCYHKH 5.6 - 5.7 COOTBETCTBEHHO).

H, rma 300
—&—TiN_30
25,0 W TiN_36(
— A TIN_72¢
20,0
15,0
,,,7‘7”” A
10,0 -
5,0 > \.
0,0
0 200 400 600 800 1000 1200
PaccrT. oT NoB., MKM

PucyHnok 5.6 - Jluarpammsl 3aBucumoctu TBepaoctu (H) oOpasion
azotupoBanHoro tTutaHa TIN_30, TIN_360, TiN_720 ot paccTosiHus 10 CBOOOAHOM TpH

4a30TUPOBAHNH ITIOBEPXHOCTHU

400 ~
350 —&— TiN_30
— B TiN_360
300 —A— TIN_720
E, Ma \:
200 Al - ———
L\ A
150 \‘
100 ‘
50
0 T T T T T 1
0 200 400 600 800 1000 1200
PaccT. oT noB., MKM

Pucynox 5.7 - JImarpammel 3aBucumoctu moayss FOnra (E) o6pasios
azotupoBanHoro tutada TIN_30, TIN_360, TiN_720 ot paccTosiHus 10 CBOOOAHOM IpH

A30TUPOBAHUMN ITOBECPXHOCTHU
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Ha pucynke 5.8. mpuBeicHBI ONTHYCCKUE H300paKCHUsS IOTEPEYHBIX CKOJIOB
oOpasioB azotupoBanHoro tutana TIN_30, TIN_360, TiN_720. Ceerisle obacti Ha

U300pKEHUSIX COOTBETCTBYIOT CJIOSIM HUTPHUA.

300 MKM
200 MM

|PucyHok 5.8 - OnTrueckue u300pakeHUs OMEPEYHBIX CKOJIOB 00pa3IioB

A30TUPOBAHHOI'O TUTAHA

a-TiN_30; 6 - TiN_360; 6 - TIN_720

B Tabnume 5.6 mpuBeneHbl BEIMYMHBI CPETHUX 3HAYCHUN HAHOTBEPIOCTH H
Moyt FOHra 1y1st moJTy4eHHBIX MaTepPHAIOB B CPABHEHUU C JTUTEPATYPHBIMU JTAHHBIMU
[108, 109]. B tabuuue 5.7 npuBeacHbI BEIUYUHBI CPEAHUX 3HAUEHUH MHUKPOTBEPIOCTH

B CPaBHEHHH C JIMTEPATYPHBIMU JaHHBIMHU [4, 37].
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Tabnuma 5.6 - Bennuunb! cpeHUX 3HAUEHUH HAHOTBEPAOCTH U Moayist FOHra

Monyns HOnra, E (I'TTa)
Marepuan HanotBepnocts, H (I'Tla)
OKCIL. JIur.
VN 20 216 210
NDbsN3 22,7 208,6 227
TiN 17.7 219.3 210

Tabnuna 5.7 - BenuuuHbl cpeAHUX 3HAYEHUM MUKPOTBEPIOCTH

3HaYeHUE MUKPOTBEPIOCTH 3HaYeHUE MUKPOTBEPIOCTH
Marepuan
HV (skcn. nanHbie) HV (ut. nannbie)
VN 1470+170 (marpy3ka — 100r) 1520+115 (narpyska 50rp)
17404100 (marpyska 50rp)
NbsN3 1830+150 (marpyska — 100r)
TiN 20204210 (marpy3ka — 100r) 2050130 (narpy3ka — 100r)

Pesynbratel uccnenoBaHMsT HAHOTBEPAOCTH TMO3BOJIAIOT TMOJOWTH K Oojee
ryOOKOMYy TIOHMMAaHHIO TPUPOJBI  SBJICHUM MNPOUCXOISAIIMX B  MOJYyYaeMbIX
MaTepuanax, u 0ojiee TOYHO MPOTHO3MPOBATH MX IOBEACHHME B PA3NMYHBIX PabOUMX
YCIOBHUAX. AHanM3 pe3yJIbTATOB MOJYYEHHBIX JAHHBIX IO HAHOTBEPAOCTH U MOAYJIIO
IOHra mnosBosisieT cpenate BBIBOJ O IIOTEHIMAIBHOM BO3MOXHOCTH IIPUMEHEHUS
KOMIIAKTHBIX ~ HUTPUIOB, IIOJIYYEHHBIX C  HCIIOJb30BAHUEM  OKHCIUTEIBHOIO

KOHCTPYHPOBAHUS, B KaueCTBE (DYHKIIMOHATBHBIX KEPaAMHUK.
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OBILE BBIBO/IBI

1. Pa3paboran cmoco0® OJHOCTATUITHOTO TMOMYYEHHsS] KOMIIAKTHBIX HHUTPHUIOB
BaHaaus (V), HuoOus (Nb), Tantama (Ta) m Turtana (Ti) 3amanHON (OpMBI ¢
UCITOJIb30BAaHUEM MOJX0Ja OKHCIHUTENBbHOTO KOHCTpyupoBaHus (OK), ocHOBaHHBIA Ha
IPSIMOM OJHOCTAJAMIHOM OKHUCICHHHM METAJUTMUECKUX MpedopM razoo0pa3HbIM a30TOM.
[Ipouiecc xapakrepusyeTcsi BCTpeuHbIM AUG(Y3MOHHBIM MacCONEPEeHOCOM MeTajlla Ha
MOBEPXHOCTh W a30Ta B 00beM mpedopmbl, yeM U 00€CIeurnBaeTCsl KOMIAKTHOCTD,
BBICOKAsI MJIOTHOCTh, HU3Kas 1€(PEKTHOCTh CTPYKTYPhl U COXPAHEHUE UCXOTHON (POPMBI.

2. Pa3paboTaHa 1 U3roToBJIE€Ha YCTAaHOBKA, TO3BOJISAIONIAS MOJIy4YaTh KOMIIAKTHBIE
HUTPUIBl METANIOB C OONBIION IUIOMAAbI0 TOMEPEYHOI0 CEYEHHUA. YCTaHOBKa
o0ecreurnBaeT BO3MOKHOCTh 0J100pa ONTUMAJILHOTO COCTaBa aTMOC(Epbl BBEACHUEM
pa3IMYHBIX OKUCIIUTENbHBIX, BOCCTAHOBUTEIBHBIX U MHEPTHBIX T'a30B.

3. TlomyyeH KOMMakTHbIA HUTPUI BaHaauss € (Ha30BbIM  COCTABOM,
COOTBETCTBYIOIIMM CTEXUOMETPUUECKOMY HUTPUAY BaHaaus VN.

4. Tlonydensl koMmnakTHbie HUTpUABI HHOOMs: NbyN, NbyN3. BreisBien mopsgox
¢da3zoBeIX mpeBpamieHuid B psaxy Nb — TBepubiid pactBop — Nb,N — NbyNs.
OmnpeneneHa 3aBUCUMOCTh KOHBEPCUM HUTPHUAOB OT BpEMEHM Ipoliecca. MeTtomom
cyOnuManuy ¢ MOBEPXHOCTH METAJUIMYECKOW 3arOTOBKU MOJYYEH MOPOIIKOOOpa3HbIN
HUTpUA HUOOMS coctaBa NDN.

5. Ha npumepe nutpuaa Huoodus NbyN3 nmokazaHa BO3MOKHOCTh HCKYCCTBEHHOTO
u3MeHeHus: Mu(pPy3MOHHBIX TMOTOKOB IMyTeM 3amupaHus aud¢y3un a3ora BHYTpPb
npedopMbl ¢ MOMOIIBIO CO3JaHUsI OKCHAHOTO Cios. B pesynbrare coxpaHsIiomerocs
TpaHCIOpTa MeTajlla Ha TMOBEPXHOCTh MpedopMbl BMECTO IEJNbIX CTEp>KHEU
00pa3yroTcst KepaMudeckue Tpyoku, opMa KOTOPBIX COOTBETCTBYET (POpME MCXOTHOM

METaJUIMYeCKOU MpedhOpMBI.
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6. YCTaHOBICHO, YTO IPH IOIYyYCHUH KOMIAKTHBIX HUTpHIOB TaHTana (TaxN,)
PE3UCTUBHBIM HarPEBOM B METAJITMYECKOM 00pasiie o0pa3yercs cMech HUTPUIHBIX (a3,
AIEKTPUYECKass MPOBOJUMOCTh  KOTOPBIX MEHSAETCS OT METAUIMYECKOM 10
manekTpuueckoi. [losiBaenue ¢a3 ¢ M30JMPYIONIMMU CBOWCTBAMHU TPUBOJAUT K
JIOKaJbHBIM MEPErpeBam C MOCIEAYIOIMUM pa3pylIeHHeM 00pa3ioB B TOKOBOAAX.

7. llpu Temmeparype BBIIIE TEMIIEPATYPhl IUIABIEHUS MCXOJHOIO METaIa
CHUHTE3UPOBaHbl MAacCHUBHBIE (ceueHuem ~ 18 MMY) obOpasubl HuTpuaa tutana (TiN).
OKCIEpUMEHTAIBHO J0Ka3aHa BO3MOYKHOCTh NPUMEHEHHS NOAXOAAa OKHUCIUTEIBHOIO
KOHCTPYHPOBAHUS IS MOJTYYEHUS MaCCUBHBIX KepaMHUYECKHUX U

MCTAJINIOKCPAMNYCCKHX I/ISI[CJ'II/Iﬁ N3 HUTPUJOB.
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