Honyqune MOHOJ/JIMTHOI'O HUTPHUIA TUTAHA

K. B. Kysuenos, A. II. Crenmosckuii, A. C. Yepuasckuii, K. A. Connuen

OKMCRUTENBbHBIM KOHCTPYMPOBAHUEM TOHKOCTEHHOW kepamuku (OKTK) Bnepsble nonyyeHbl ob6pasubl
MOHOMUTHOTO HWUTpUAA TUTaHa, 4YTO NOATBEPXAEHO pesynbraTaMu PeHTreHoMa3oBbIX NCCMNEAoBaHWN

1 U3MEpPEHUEM 3NEeKTPONPOBOAHOCTHU.

BBenenne

XUMHUYECKH CTOWKME, TYTrOIUIaBKME HUTPHUIBI
HEePeXOAHBIX METAJUIOB IPUBJIEKAIOT BHUMAHHUE IIHPO-
KOT'0 KpyTa CIEIHAJIFICTOB B CBS3H C IEPCIIEKTUBHOCTHIO
IPUMEHEHHUS 3TUX MaTepualoB Ha MpakTuke. B gact-
HOCTH, HUTPUJ TUTaHA, 001aJalOIINi BHICOKUMH
3HAYCHUSAMH DIEKTPONPOBOJHOCTH U TBEPAOCTH,
MHTEPECeH IS IPUMEHEHHUS B 3JICKTPOTEXHUKE.

B Hacrosiee BpeMst HUTpU THTaHA U3BECTEH TOJIHKO
B BHJIE TPYIHOCIICKAEMBIX IIOPOIIIKOB FJIH TOHKHX IIEHOK,
MOJTy4aeMBIX HEIOCPEACTBEHHBIM JEHCTBHEM a30Ta,
aMMMaKa WM IPYTHX a30TOCOIEPKAIIUX COSIMHEHUH
Ha TUTaH WU €T0 THIPHU/IBL; BOCCTAHOBJICHHEM OKCHJIOB
THTaHA B IPUCYTCTBHUH a30Ta WJIM aMMHUAaKa; TEPMUYECKOM
JIFICCOIMAIINEH COeAMHEHHH, COJIepKaIlX TUTAH H a30T;
OCakJICHHEM HUTPHIOB U3 ra30BO# ¢a3sl u ap. [1].

[TomyueHre MOHOJIUTHOTO HUTPH1a TATaHA MOXKET
HPEACTABIATh HHTEPEC KaK B IPHKJIATHOM OTHOILIICHHUH,
TaK U JUIsl pa3BUTHs (pyHIaMEHTAIbHBIX UCCIIEIOBAHHIN B
o0acTy MaTepuaioBeICHUS.

ONeKTpPOIPOBOJHOCTh HUTPUAA THTaHA OOJbIIE
3NIEKTPONIPOBOJHOCTH YHCTOTO TUTAHA, CIIEA0BATENIBHO,
AIIEKTPUIECKOE CONPOTUBICHUE TUTAHOBOH IpehOpMbI
B TIpoliecce HUTPUAM3ALMH JOJKHO M3MEHATHCS B
npenenax, MO3BOJSIONIUX OCYLIECTBISTh €€ Harpes
OPSAMBIM MPOIMYyCKaHUEM JJIEKTPUUECKOTO TOKa Ha
MIPOTSHKEHUHU BCETO MpoIiecca. ITO 00CTOATENLCTBO AaET
OCHOBAHHE UCII0JIb30BATh [UIS TIOJTyYEHHUSI MOHOJIUTHOTO
HuTpuaa tutaHa Texaosoruto OKTK [2 — 7], mpumenss B
Ka4eCcTBE OKUCIUTENS a30T.

BKCHepI/IMeHTaﬂLHaH JacTb

Pemienne 3a1a4n oy YeHIs MOHOJIMTHOTO HUTPHAA
THUTaHa OBLIO OCYIIECTBICHO HAMH C IMOMOIIBIO YCTa-
HOBKH, CXeMa KOTOPOHi IIpeicTaBieHa Ha puc. 1.

OCHOBHBIM 3JIEMEHTOM YCTAaHOBKHU ABISIETCSH
peakTop 3, U3TOTOBIEHHBIM M3 KPYIION KBapleBOon
K0J10b1 ¢ TuameTpoM chepst 200 mm. ['opr1oBHHA KOIOBI
3aKpbITa (HTOPOILIACTOBOI MPOOKOIL 4, Yepes KOTOpyIo B
LEHTP KOJIOBI BBEJICHBI 1Ba TOKOBBOAA 2, BBITOTHEHHBIX
W3 MEIHBIX CTepxHel auamerpom 8 mMMm. Ha koHmax
TOKOBBOJIOB UMEIOTCSI 3a)KUMBI JUIsI KPEIUICHHUS IIpe-
(hopMBI, B Ka4eCTBE KOTOPOI HCIIOJIB30BATUCH [UTACTHHBI
U3 TUTAHOBOM (OJIBIU THHOM 60 MM, ITUPUHOHN 3 MM,
tonuuHoR 0,15 u 0,3 MM ¥ TIPOBOJIOKH AMAMETPOM
0,5 mm. ITepen ycraHOBKO# pedopMbl B TOKOBBOJIBI €€
OTMBIBAJIM B aLleTOHE Mapku XY 1 CylIMIIN Ha OTKPBITOM

3

Puc. 1. Cxema yCTAHOBKHU /Ui MOJYyYeHUST MOHOJUTHOTO
uutpuna turana 1o rexuosnoruu OKTK. 7 — npedopma;
2 — TOKOBBOIBI; 3 — peaktop; 4 — mpobka u3
droporutacta; 5 — BBIIIYCKHON KpaH; 6 — BILyCKHOMN
KpaH; 7 — 1medyb ¢ HUPKOHUEBOI CTPYKKOH; 8§ —
peaykrop; 9 — rasosblii Gaanon ¢ azorom; 10 —
OydepHast kamepa.
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BO3AyX€ IPH KOMHATHOW TeMmneparype. C NOMOLIbIO
32)XKMMOB Tpe()OpMy KpEeNmiId Ha TOKOBBOZIAX M IIOMeE-
LIAJIX B PEAKTOP. 3aTEM, HCIIOIIb3Ys KpaHbl J U 6, peakTop
npoayBanu razoodpasHeiM azotromM OCY, koTopsrit
MPONMYCKaJIN Yepe3 3al0JHEHHYI0 IUPKOHUEBOH
CTPY’KKOH, HarpeTyro 1o temmneparypsl 650 °C neus 7,
JUTSL yIaJleHus citesIoB Kuciopoza. [locie 5 MuH IpoxyBKI
TOK ra3a IepeKpbiBaiy. MI30bITOYHOE aBICHUE B peaK-
TOpE Ha MPOTSHKEHUH BCETO MIPOLEcca HUTPUIU3ALNT
MTOIICPKUBAIN € MOMOIIbI0 OydepHoi kamepsl 0.
Uepes TOKOBBOJIBI, OAKIIOUECHHBIE K PETYINPYEMOMY
HCTOYHHKY TOKa, pe)opMy HarpeBaid 10 3aAaHHOMN
TeMIIepaTyphl.

CornacHo 3akoHy Credana — bonsimMana, Temre-
paTypa HarpeToro Tejia OJHO3HAYHO OIpEAEIsAeTCS
MOABOAMMON K HeMy sHeprueil. Benencrsue sroro,
o0ecrieunB NoAIep)KaHHe MOCTOSHCTBA ITOIBOIMMOM K
npedopMe NEKTPUIECKOH MOUTHOCTH, MOXKHO ITOJI-
JEpKUBATh €€ TEMIIEpATypy Ha 3aJaHHOM ypOBHE. JTa
3a/laya B Halllell YCTaHOBKE PEIIAeTCs C IOMOIIbIO
CHCTEMBI PETYJINPOBaHUsI, CXeMa KOTOPOH Mpe/ICTaBIeHa
Ha puc. 2. Hanpsoxenue 220 B ot anexTpuueckoii cetu
yepes AEKTPOHHBIH ycrumrens / Mapku Y 13H nogaercs
Ha MOHIKAIOMWKA TpaHchopMaTop 2, K BBHIXOAHBIM
KJIEMMaM KOTOPOTO NOAKIIIOYA0TCS TOKOBBOABL. DJIEKT-
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Puc. 2. Biok-cxema cucTeMbl HarpeBa nmpedOpMbI 3JIEKTPU-
YecKUM TOKOM. 1 — ycuinuTesn; 2 — tpanchopMaTop;
3 — Ttpancdopmarop Toka; 4 — ammnepMmeTp; 5 —
MUHUTEPM; 6 — BOJBTMETpP; 7 — peakTop; 8 —
npedopma.
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Puc. 3. O6pasupl U3 MOHOJUTHOTO HUTpUJA TUTaHa: T —
crupasb, 2 — IJIACTUHA.

lMonyyeHue MOHONUMHO20 HUMpuda mumaHa

POHHBIN BOJIBTMETP 6 U 3JIEKTPOHHBIA aMIlepMeTp 4,
MOJKJII0YaeMbli dyepe3 TpaHchopMaTop Toka 3,
M3MEpSIOT MoJiaBaeMoe Ha npedopMy HampspKeHHE U
CHITy ITPOXOJIAIIETO Yepe3 HeE TOKA, COOTBETCTBEHHO. DTU
CUTHAIIBI MOAAOTCS Ha BXOJAbI 31eKTpoHHOro ITU/I-
peryisitopa Munutepm-400 5, KOTOpBIA BBIYUCISAET
MO/IBOANMYIO K TIpe(hopMe MOLITHOCTh KaK IIPOHU3BECHHE
TOKA Ha HANPsDKEHHE 1 MOJJICP)KUBAET €€ Ha 3aJaHHOM
ypOBHE, ympaBiusas paboroi ycmiurens. Cucrema
peryimpoBaHusi 00eCIeunBacT MOAep)KaHUE TEeMIIe-
patypsl (KOHTPOJIb TEMIEpaTyphl OCYIICCTBIISIN
OIITHYECKUM MHPOMETPOM) NpedopMbl Ha 33aHHOM
YpOBHE, Ha MPOTSIKEHUN BCErO0 CHHTE3a, a TaKke
MO3BOJIIET M3MEPATH CHIIy TOKAa M HalpsDKeHHE Ha
o0pasiie B peaJlbHOM BpEMEHH, OJ1aroiapsi 4eMy B HTOTe
MOXHO pacCUHUTaTh CONPOTHUBIICHHE NPEPOPMBI U 110
M3MEHEHHIO 3TOTO CONPOTHBIICHHUS KOHTPOJIMPOBATH
KUHETHKY IPOLIecca HUTPHIU3ALNH.

O 3aBepHIeHUHU MPOLECCa MOXHO CYIHUTh IO
OKOHYAHHIO N3MEHEHUH 3HaY€HUH CHITBI TOKA U HATIPS-
JKEHUSI U, CIIeJI0BATEIbHO, COPOTHBIICHUS TPeOpM.

o oxoHYaHMM TTpoLIeCca HUTPUAN3ANUH pedopma
npuobpeTana XxapakTepHbIH U1l HUTPUAA TUTaHa 30J10-
TucTHIA 1BeT. Ha puc.3 mpexncraBieHa ¢ororpadus
MOJTyYEHHBIX HAMH 00pa31i0B U3 MOHOJIMTHOTO HUTPHIA
THTaHA.

Pe3yabrarTsl 1 uX 00Cy:KIeHUE

Ha puc.4 nmpencrtaBieHbl 3KCIEPUMEHTAIbHBIE
3aBUCUMOCTH M3MEHEHHUS JJEKTPUIECKOTO COMPOTHB-
JICHUS HECKOJIBKHMX TUTAHOBBIX ITPe(h)OPM B ITPOIIECCEe UX
M30TEPMHUUYECKOT0 HarpeBa B arMocdepe a3ora Ha
ycTaHoBke (puc.1).

Maremartrueckuil aHajiu3 3TUX U APYTUX aHaJo-
TMYHBIX KHHETHYCCKUX 3aBUCUMOCTEH R = f{T) mokasai,
YTO BCE OHHM B IpeJliesiaX TOYHOCTH IKCIEPUMEHTa
YIOBJIETBOPUTENHEHO OMUCHIBAIOTCS SKCIIOHEHITMATLHON
(hyHkuuei Buna

R= (RTi _RTiN) Exp(—kT) *+Rrins Q)
rae Ry U Ry — HadaJbHOE M KOHEYHOE 3HAYCHHUE
3JEKTPUICCKOTO COTPOTHUBICHHS MPE(OPMBI, COOT-
BETCTBCHHO; k — KOHCTaHTa CKOPOCTH IIpoliecca
HUTpUIU3aLUU; T — BpeMsl.

[IpencraBnsercs AOCTATOYHO OYEBUAHBIM, UTO
BEJIMYMHA R ABIAETCS BUPTYaJIbHBIM 3HAa4YE€HHEM
SIIEKTPHYECKOTO COMPOTHBICHHUS THTAHOBOU IPEPOPMBI
IIPH TEMIIepaType Mpouecca HUTPUAU3ALHHY, & Ry —
3HAUCHHE MIEKTPHICCKOTO COTPOTHBIICHHS 00pa30BaB-
LIET0Csl HUTPUIA TUTAHA.

3HayeHHs yIEIbHOTO AIEKTPUUYECKOTO COMPOTUB-
JICHHUS HUTPUJA TUTAHA PN, PACCUATAHHBIE HCXOS U3
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Puc. 4. IkcrnepuMeHTaIbHbIE 3aBUCMOCTH U3MEHEHHUSI 3JIEKTPUYECKOTO COITPOTUBJIEHNUS] TUTAHOBBIX TIPeopM 13 hOJIbIH B IIPoIecce
nurpuansanun. Tommuna npedopmbr: a — 6 — 0,15 mm; 2 — 0,30 mm. a —T = 1600 °C; 6 — T = 1800 °C; ¢ —T = 2000 °C;

2 — T=2000 °C.

KOHEYHBIX 3HaYEHHUH JIEKTPHYECKOTO COIPOTHBIICHUS
THTAaHOBOH MpeGopMBl (Rpjy), @ TAKXKE pE3yIbTaThl
pacdeTa KOHCTaHTBI CKOPOCTH k TIporiecca HUTPHIN3aLiN
TIPE/ICTABIICHBI B TAOJIHIIC.

C yBenuueHneM TeMreparypbl IPOBEICHHS CHHTE3a
3Ha4Y€HNE KOHCTAHTBI CKOPOCTH k BO3PACTAET, 4YTO MOXKHO
HMHTEPIIPETHPOBATh KaK YBEINYEHHE CKOPOCTH 00pa3o-
BaHUS HUTPU/IA TUTAHA.

OHeprus akTHBAIMM TIpollecca HUTPUAM3ALNH,
paccuMTaHHast HCXOMs M3 3HAUCHHUI KOHCTAHTBI CKOPOCTH
k TIpY pa3YHBIX TEMITEpaTypax, COCTABIIET 54 K/ K/MOITb.
3T0 MO3BOJISIET MPEATIONOKHUTD, YTO CKOPOCTH poIiecca
HUTPHUIM3AIUH ONpeseNnseTcs mpoueccoM auddy3nn
pearupyrommx BeIecTs.

Ha puc. 5 npencraBiieHbl HallIeHHbIE TeMIIEpa-
TYpHBIE 3aBUCUMOCTH Prjy, @ TAKXKe TeMIepaTypHbIe

3aBUCHMOCTH YAEIHHOTO 3JIEKTPHUECKOTO CONPOTHB-
JICHUsI IBYX 00pa31l0B HUTPHA TUTaHA PAa3HOH CTETICHN
HUTPHUIU3AINH, IPHBECHHBIC B padoTe [ 1]. 13 maHHBIX
puc. 4 cietyer, 9To MoTyYeHHbIE HaMH 3HAYEHHS Py BO
BCEM TEMIIEPaTYPHOM JHana30He MPaKTHIECKH COBIIA-
JAI0T CO 3HAYCHUSIMH YACIBHOI'O 3JIEKTPUUYECKOTO
CONPOTHUBJICHHS HUTPHA TUTAHA, XapaKTEPH3YIOLIErocst
MOYTH TMOJIHOM CTENEHbIO NpEeBpalleHus. DTO JaeT
OCHOBaHME yTBEPXKJaTh, UYTO IOJyYEHHBIC HAMH I10
texHonorur OKTK 00pa3iibl Takxke SBISFOTCS HUTPUIOM
TUTaHa BHICOKOH CTETIEHN HUTPHIM3ALNH.

®a30BbBIi cOCTAaB MOJYYCHHBIX 00pa3loB ObLI
uccienoad Ha audpakromerpe XRD—-6000 dbupmbr
“Shimadzu” B unrepsase ymos 30 — 70° ¢ ucronb3o-
BanueM TpyOku Cu K -uznyuenus. Mnenrudukanuro
peHTreHorpaMm rpoBowi 1o 6anky JCPDS (nnTepHa-

Tabnuna

3HaueHNs dJIeKTPUYECKUX COTMPOTUBJIeHNI mpedopM U3 THUTAHA U HUTPUAA TUTAHA W 3HAYCHUH Priy
B 3aBMCHMOCTU M TeMIIepaTypbl

TeomeTpuueckue Temmeparypa Koncranra ConpoTusnenue VienpHoe 3MeKTPUYecKoe

No pa3Mepsl npehopMb T oC CKOPOCTH HHUTPH/IAa THTaHA CONPOTHBIICHHE HUTPUIA

(AMMHHAXTONIUHAXIIHPHHA), MM ’ k, ¢! Rpiny OM THTaHa Prjy, MKOM-CM
1 60x0,15%3 1600 0,0820 0,092 69
2 60x0,15%3 1800 0,0823 0,096 72
3 60x0,15%3 2000 0,1550 0,095 71
4 60x0,30x3 2000 0,0500 0,045 68
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Puc. 5. Temmepartypnas 3aBUCHMOCTD Y/I€JIbHOTO JIEKTpUde-
CKOTO COTPOTHUBJIEHUSA HUTpUAa tutana 1, 2 — 1o
AaHHBIM paboTsl [1]; 3 — pesyabraThl HAUINX H3Me-
peHuii.
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Puc. 6. PeHTreHorpaMma mosry9eHHOTO 00pasia MOHOJUTHOTO
HUATPH/IA TUTAHA.

[IUOHAJBHBIA OaHK IMOPOIIKOBBIX NU(PPAKIHOHHBIX
CTaH/apTOB).
CbeMKy peHTTeHOTpaMM MPOU3BOAMIIH C UCTEPTOTO
B ITOPOIIOK 00pa3iia MOHOJIMTHOTO HUTPH/Ia TUTAHA.
O06paboTka pe3ynpratoB POA momyueHHBIX 00pa3-
I10B [IOKA3bIBACT HAJTMYHUE B HUX €IMHCTBEHHOH (ha3bl —

lMonyyeHue MOHONUMHO20 HUMpuda mumaHa

TiN (puc.6), ¢ mapameTpaMu dJIEMCHTAPHON STUCHKU
COOTBETCTBYIOLIMMH JINTEPATYPHBIM NAaHHBIM IS
CTEXHOMETPHUYCCKOrO HUTPHU/Ia TUTAHA.

BoiBoabI

B pesynsrare nmpoBeIeHHBIX HCCIIEJOBAHII BIIEPBbIC
MOTy9eH MOHOJIMTHBIN HUTPHU/I TUTAHA B BUJIE M3IENIHIL:
miactuH toymuHon 0,2 — 0,5 MM B MPOBOJIOKH JIHa-
MetpoM ~0,5 MM. MeToioM peHTTeHO(a30BOro aHAIN3a
U U3MEpPEHHUEM JIIEKTPOIPOBOTHOCTH MOTYyUESHHBIX
00pas31oB [0Ka3aHO, YTO OHHU SBIISIFOTCSI OTHO(A30BBIMU
KepaMUYeCKHMH MaTepHuataMi U3 HUTPHJa TUTAHA.

Co3gaHa JOCTaTOYHO IPOCTas B MCIIOJHEHUU
YCTaHOBKA, 00eCIIeunBaIOIIas BO3SMOXHOCTh Peain3o-
BbiBaTh OKTK 1t momydenust u3penuii u3 HATpHUIA
THUTaHa.

IToxazano, uto OKTK ¢ ycriexom MOKeT UCTIONB30-
BaThCS I CHHTE3a HUTPUIA TUTAHA.
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Ky3ueyoe Koncmanmun Bopucosuy — Hucmumym Qu3uko-xumuueckux npoonem
kepamuyeckux mamepuanoe PAH, acnupanm. Cneyuaruzayuss — Heopeanuieckasn

Xumust u Mamepuaﬂoee()eHue.

Cmeuyoeckuii Apmyp Ilemposuu — Uncmumym puzuxo-xumuveckux npobiem
Kepamuseckux mamepuanos PAH, 0okmop xumuueckux Hayx, 6eoywui cneyuaiucm.
Cneyuanucm 6 obnacmu u3uyecko Xumuu i Xumuu meepoozo meid.

Yepuaeckuii Anopen Cmanucnagoseuy — Hucmumym usuxo-xumuyeckux npoouem
Kepamuueckux mamepuanosd PAH, cmapwuii nayunwviii compyonux. Cneyuaiucm 6
obaacmu Heop2aHUYeCcKoU Xumuil.

Connuee Koncmanmun Anexcanoposuy — Hucmumym @uzuko-xumMuieckux npoonem
Kepamuyeckux mamepuano PAH, akaoemux PAH, oupexmop. Cneyuanucm @ obracmu

Xxumuu meepdozo mena.
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