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B paboTe nccneposaHbl CTPYKTYpa, Gas3oBblil COCTAB U 3/1EKTPONPOBOAHOCTb KOMMO3ULIMOHHOM KepaMmnku Ha ocHoBe TiB,—AIN—
BN, nony4yeHHO MeTOAOM CamMopacrnpoOCTPaHSAoOWErocs BblcOKkoTeMnepaTtypHoro cuHtesa (CBC). MiamepeHus 3aBucuUmMoCTr
yOEeNbHOro aN1eKTPOoCoNpPoOTMBAEHMS OT TeMnepaTypbl NpoBoaunmch B ananadoHe T = 300+1300 K B Bakyyme 21073 Ma no craH-
[apTHOM 4-TOYe4YHOMN MeToAMKE Ha NOCTOAHHOM TOKE. YCTaHOBJIEHO, YTO C NOBblLLeHNeM cogepxanusa TiB, B ucxogHom cmecu ot
60 no 80 mac.% n cHuxeHnem koHueHTpauum Al ot 20 go 40 mac.% coaoepxannsa TiN n BN B npoaykTax CMHTE3a yBENIMYMBaloTCS,
a TiB, n AIN ymeHbLIalOTCSA BCeacTBMe pearnposanus TiB, ¢ a30ToM. CHUXeHMe KOoHLeHTpauumn Al B MICXO4HOWM CMecu NpuBOAUT
K yMeHbLUeHuto cogepxannsa AIN B npoaykTax cuHTesa. NonyyeHHble pe3dynbTaThl NoKa3anu HeCOBNaLeHNEe KPUBbIX 911EKTPOCO-
npotusnexns p(T) Npu LUKSIe HarpeB—oxNaxaeHne Ansg BCex COCTaBOB KEPaMUKK, HTO CBSAI3AHO C N3MEHEHNEM 30Hbl KOHTAKTOB
npoBoaswmx das B o6nactu T=800+1200 K. O6Hapy>XeHbl TpU XapakTepHbIx TemnepaTypHbix o6nactu: (1) ot 300 go 800 K, korpa
3Ha4YeHns p MOHOTOHHO BO3pacTaloT C MOBbILLEHNEM TeMMepaTypbl, MPU 3TOM KpuBble p(T) Harpesa 1 OXJIaXAeHUs NOMHOCTLIO
cosnagatoT; () npn T = 800+1200 K noBeaeHve an1eKTPOCONPOTUBNIEHNS MEHSAETCS — €ro 3Ha4YEHMS CUNBbHO 3aBUCAT OT pPexunumMa
TepMmoobpaboTkum o6pa3ua; (Ill) npn T> 1200 K HabnogaeTca coBnageHne KpUBbIX HarpeBa—oxaXxgeHus.
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Hblli CMHTE3, ANbopua TUTaHa, HUTPUA antMUHNS.
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Karpov A.V., Konovalikhin S.V., Borovinskaya I.P., Sachkova N.V., Kovalev D.Yu., Sytschev A.E.
Conductive TiB,—AIN-BN-based composite SHS ceramics

The paper studies the microstructure, phase composition, and electrical conductivity of TiB,—~AIN-BN-based composite ceramics
obtained by self-propagating high-temperature synthesis (SHS). Electrical resistivity dependence on temperature was measured
in the range T = 300+1300 K in a vacuum of 2:10~2 Pa using a standard 4-point DC technique. It is found that higher TiB, content
in the initial composition (from 60 to 80 wt.%) and lower Al content (from 20 to 40 wt.%) results in increased TiN and BN content
in synthesis products, and decreased TiB, and AIN content as a result of TiB, reaction with nitrogen. Lower Al content in the initial
mixture leads to lower AIN content in synthesis products. According to the results obtained, electrical resistivity curves are incon-
sistent during the «heating—cooling» cycle for all ceramic compositions due to changes in the contact zone of conducting phasesin
the temperature range 7= 800+1200 K. Three specific temperature ranges were identified: (1) 300 to 800 K when p values increase
monotonically with increasing temperature, while heating and cooling p(T) curves coincide completely; (Il) T = 800+1200 K when

lzvestiya vuzov. Poroshkovaya metallurgiya i funktsional’nye pokrytiya = 2= 2018 61



CamopacnpocTpaHsLLMACS BbICOKOTEMIEPATYPHbIA CHHTE3

electrical resistivity behavior varies - its values strongly depend on the sample heat treatment mode; (l1l) T > 1200 K, when coinci-

dence of heating-cooling curves is observed.

Keywords: specific electrical resistivity, conductive ceramics, self-propagating high-temperature synthesis, titanium diboride,

aluminum nitride.
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BeeneHue

HeobxonuMocTh co3maHusi MarepuajioB HOBOTO
MOKOJIEH! S, CTIOCOOHBIX pabOTaTh B SKCTPEeMaIbHBIX
YCIOBUSIX — IIPM BBICOKMX TeMIIepaTypax, B cpemne
arpecCUBHBIX XUIKOCTEN U ra3oB, TpedyeT pa3paboT-
KU HOBBIX TEXHOJIOTUH, ONMTUMAJIbHBIX C TEXHOJIOTU-
YeCKOM M PKOHOMMUYECKOI ToueK 3peHud [1]. OnHoii
U3 HUX SIBISETCS CaMOPACIpPOCTPAHSIIOMIMICS BbI-
cokoTemneparypHbiii cuHte3 (CBC), ocHoBaHHBII
Ha TIpolieccax TOPeHUs — 3K30TEPMUUECKOTO B3am-
MOJEMCTBMSI UCXOMHBIX PEareHTOB 0e3 MCIIOJb30Ba-
HHUS BHEIIHEro Harpesa (TOJIBKO 3a CUET BHYTPEHHEN
SHEPrum pearupymoimux cucreM) [2]. B mocnemmee
BpeMsi ocoboe BHUMaHue yaensiercsa BapuaHTy CBC,
MpeAcTaBIsSONEeMy co00il COBMEIIEHUE IIpoliecca
TOPEHUS ¢ BBICOKMM JIaBJICHUEM pearupyollero Win
WHEPTHOro rada — Tak Ha3zsiBaeMmomy CBC-razocra-
THUPOBAHUIO [3]. DTOT MeTO, MO3BOJISICT OCYILIECTBUTh
MPSIMOM CUHTE3 B OMHY CTaIWIO, MUHYS 3Tall IIPUTO-
TOBJIEHU S TTIOPOIIKOB, U TTOJIYYUTh KepaMUIeCKre Ma-
Tepuabl U U3ACIMS, B TOM YUCJTIE 3aJaHHOI0 pa3Mepa.

G®opMmupoBaHue MaTepuana WIW W3ICIUS IIpel-
CTaBJIsIeT COOOM CIOXHBIN TpoLecc, KOTOPbI B yc-
JIOBUSIX Ta30CTaTUPOBaHUS IIPOTEKaeT B pEXUME
GUIBTPallMOHHOTO TOpeHus. B HacTosImee BpeMs ¢
nomoiblo CBC-razocraTupoBaHUSI CUHTE3UPOBAHO
00JIbIIIOe KOJIMYECTBO BBICOKOTEMIIEpPATypPHBIX KOP-
PO3MOHHO-CTOMKMX M XKapOIPOUYHBIX MaTepHaOB U
W3IeJINi Ha OCHOBE KaK MHAWBUAYaJIbHBIX HUTPUIOB,
TaK U KOMITO3ULIMOHHBIX MatepuasioB (KM), mpen-
CTaBJIAIONINX WHTEPEC IS 3JICKTPOHUKH, aBUAKOC-

MUWYECKON TEXHUKHM, aTOMHOI IPOMBILILIEHHOCTH,
MeTaanypruu u ap. [4]. ODHUM U3 TaKMX MaTepUaJIOB
saBasieTcs: KoMmno3uT AIN—TiB,, mpencrasiasommii
co0O0¥ MaTpUIly U3 HUTPUAA ATIOMUHUS C YaCTUIIAMU
nubopuga tutaHa [3, 5—7]. 3tor KM ¢ nmopucrocthio
<5 % ob6nagaeT BBICOKMMM 3KCILJIyaTallMOHHBIMU
CBOMCTBaMHU MpU paboTe B arpeCCUBHBIX CPeax U Mpu
BBICOKUX TeMmeparypax. IloaydyuTh ero mpu Temie-
parypax ropenus 2800—3300 K (BwIIIe TeMIepaTypsl
JUccolUallid HUTPpUAA aJIOMUHUS) yAaJoch 6Jjaro-
Japsi UCITOJIb30BaHMIO BBHICOKMX NaBJICHMI a30Ta (10
300 MIla), a Hu3Kast KOHEYHAasI IIOPUCTOCTD M COXpa-
HEHUE COCTaBa L[eJIEBOTO MPOAYKTa U TEOMETPUYECKUX
pa3MepoB 00pas3loB JOCTUTHYTHI C MCIOJIb30BaHUEM
00BeMHOr0 3¢ (heKTa a30TUPOBAHUS IIPU OTCYTCTBUU
B3aumoneictauga Al ¢ TiB, [7]. UcnbiTanus cBOICTB
KM AIN—TiB, Ha TepMO-, XUMUYECKYIO U 3PO3UOH-
HYIO CTOMKOCTDH B YCJIOBUSAX IJIABJICHUS MaTepHaJiOB
B pacIUIaBJIEHHBIX arpeCcCUBHBIX IIaKaX W Jp. TIpU
temnepatypax 1600—2000 K mokasaiu BO3MOXHOCTb
HMCIIOJIb30BaHUS U3IEINI U3 TAKMX MaTePUAJIOB B BU-
Jle UCTIapUTEJIbHBIX 3JIEMEHTOB METAJJI0B, MeTaJIO-
MPOBOIOB, CTaJepa3IMBOYHBIX CTAKAHOB, IIIMOEPHBIX
3aTBOPOK, TUTJIEH 1 ap. [8].

N3yueHue Tennodpu3nvyeckux CBOUCTB (TemIoeM-
KOCTHU, TEIJIO- U TeMIIepaTypOrpoOBOJHOCTHU) IIPOBO-
IMJIOCH C LIEJIBI0 CHHTE3a MaTepraia A1l KOHKPETHBIX
LieJieil, HampuMep HCHAPUTEIBbHBIX 2JIEMEHTOB IS
BaKyyMHOI MeTaJuiM3alMu. B mpouecce oTpaboTKu
onTUMajibHOro BapuaHTa cuHTe3a KM AIN—TiB,
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ObLJT U3yueH MexaHu3M (a3000pa3oBaHUS MPU rope-
HUU aJIOMUHUS ¢ foOaBKaMu nubopuaa TUTaHa MpuU
BBICOKMX IaBJIeHUIX a30Ta [3, 7].

Taxk:>xe BbI3bIBa€T MHTEPEC CO3JaHMe MOKPHITUY Ha
ocHoBe Ti—Al—B—N, koTopbie IpPeacTaBISIOT CO-
0011 cBepXTBepable HAHOKPHUCTAJUINIECKIE KOMITO3H-
ThI, 00J1a1as1 OTJIMYHOU U3HOCOCTOMKOCTHIO (TaK Kak
ux TBepaocTh Boire 25 I'Tla) [5] u HU3KUM MomyJsieM
VIIPYTOCTU, YTO SIBJSIETCSI HEOOXOOMMBIM YCJIOBHEM
IJIST MX TIPUMEHEHMS TIPU BBICOKMX TeMIIepaTypax.
PVD-niokpeiTus Ha ocHoBe TiAIBN xapakTepusyior-
¢S BEICOKOM M3HOCOCTOMKOCTBIO IO CPABHEHHIO C TI0-
kpeiTusiMu Ha ocHoBe TiN, TiAIN u TiBN [9, 10].

[IpoBonsiasg komno3uuuonHas kepamuka TiB,—
AIN—BN o0Onazaer OTAMYHBIMM CMadyUBAOLINMU
CBOICTBaMMU C pacrjaBaMy METaJIJIOB, KOPPO3UOHHOM
CTOMKOCTBIO, COMPOTUBIEHNUEM K TEIIJIOBOMY yAapy U
BBICOKOTEMITepaTypPHOI CTaOMIILHOCTHIO [8].

B naHHo# paboTe npeanpuHsTa NOMbITKAa METOAOM
CBC cuHTe3upoBaTh KepaMUUECKUIT KOMIIO3UIIMOH-
HBIII MaTepran Ha ocHoBe cucTeMbl TiB,—AIN—BN,
HMCCJIeIOBAaTh €r0 MUKPOCTPYKTYPY U 2JIEKTpopu3nye-
CKUe CBOMCTBA B 3aBUCMMOCTH OT (ha30BOr'0 COCTaBa.

MeToauka 3KcnepMMeHTa

B kauecTBe MCXOMHBIX KOMIIOHEHTOB HCIIOJIb30-
Basu nopowku Al (mapku AC/-1) u TiB, (monyuen
metongoM CBC). CmelleHue peareHTOB NPOBOAUAU B
IIapoOBBIX MEJbHUIAX B TeueHue 4 4. McxomHbie 3a-
roroBku auamerpoM 30—80 MM ajsi paBHOMEpPHO-
ro pacmpefeseHusl Mop IoJjydyaaud IpecCoBaHUEM B
ra3ocraTe MJIN TUIAPOCTAaTUYCCKH B CIEIIMAIbHBIX
pe3nHOBBIX 0booukax. CMHTE3 OCYIIEeCTBIISIJIN B aT-
Mocdepe ra3000pa3HOro a3oTa Mpu JaBjeHUsX raza 10—
300 MIla. TemriepaTypy ropeHusI U3MepSJIN C TTOMO-
b0 BoJbdpaM-peHueBoit Tepmoriapel BP5/20. Xa-
pakTepHbIe ee 3HaueHU I Ha oOpasiiax ¢ UCXOAHOM I10-
pucroctsio /1, > 50 % nipu conepxanuu 60—80 mac.%
TiB, B muxre cocrasuagnu 2400—2800 K.

Ilepen nmpoBeaeHMEeM HCCAEAOBAaHUI Bce 00pa3Libl
MoABEprajn TepMOOOpabOTKEe B BaKyyMe B TEUCHHUE
15 muH nipu Temniepatype 1300 K.

Ansg saeKTpodU3NUYECKUX U3MEPEHUN MCIOJIb-
30BaJINCh O0Opa3lbl IPSIMOYTOJBHOTO CEUYCHUS pas-
MepoM 1,52x1,52x16 mm. OnipenesieHre 3aBUCUMOCTH
yIEJbHOI'0 3JIEKTPOCONPOTUBICHUS OT TEMIEpaTyphl
npoBomuiochk B auana3zoHe 300—1300 K B Bakyyme
2:1073 Ta no CTaHAapTHON 4-TOYEUHOU METONMKE Ha
noctosiHHOM Toke [11]. st ycTpaHeHUSI BIAMSHUS
TepMoI/IC usmMepeHust OCYIIECTBISIITUCEH TTPU TIPSIMOM

1 00paTHOM TOKaX, MOCJIe YeTO TaHHbIE YCPETHSIIUCH.
TemnepaTypa omnpeneisiach MpeaBapuUTEIbHO OTKa-
nmopoBaHHO MU bepeHINaTbHON XPOMeb-aIIoMe -
JIEBOI TepMOTIapoii, TOUHOCTh €€ U3MEPEHMSI COCTaB-
ns1a 5 K.

MUKpOCTPYKTYPHEIE HCCICIOBAaHUS CUHTE3UPO-
BaHHBIX 00pa31I0B BBHITIOJHSJIMCH HA aBTOSMUCCHOH-
HOM CKaHHUpPYIOIIEM 3JIEKTPOHHOM MUKPOCKOIIE
ULTRA Plus («Carl Zeiss») ¢ mpHUCTaBKOl peHTTe-
HoBckoro mukpoaHanusza INCA 350 («Oxford Instru-
ments»).

Hist u3MepeHusl yOeAbHON TEIIOTHI M TeMIIepa-
TYpbl BO3MOXHBIX (ha30BBIX IEPEXOJ0B KOMITO3UIIU-
OHHOM KepaMMKH, a TaKXe OLIEHKU M3MEHEHU S Mac-
CBl MaTepmalia B IIpollecce HarpeBa MCIOJIb30BaJICA
CUHXpOHHBIN TepmoaHamusatop SDT Q600 («TA
Instruments»). Harpes o0pa3110B MpOBOIMIICS CO CKO-
pocthio 10 K/MuUH B cpeme a3oTa (CKOPOCTh IPOAYBKH
100 mur/mMuH) no Temmepatypsl 1300 K.

®a30BbIil cocTaB 00pPa31OB ONPEAESIICS METOIOM
peHTreHocTpyKTypHoro aHanu3a (PCA) Ha aBTOMa-
THUYECKOM TopollkoBoM audpaktomerpe JJPOH-3M.
CpbeMKa MpPOBOAMJIACH B PEXMMeE IOIIAroBOr0 CKa-
HUpOBaHUs Ha usinydyeHuu Cuk, B MHTEpBaJE YIIOB
26 = 25+80° ¢ maroMm cbeMku 0,02° u skcno3uuuein
2 c. KonuuecTBeHHOE COOTHOILIEHUE (ha3 HAaXOAUJIOCh
MeTomoM PuTBenbpma B mporpaMMHOM mnakerte «bype-
BECTHUK» C UCITOJIb30BAaHUEM CTPYKTYPHBIX MaHHBIX
da3 BN [12], TiN [13], AIN [14] u TiB, [15].

TemmepaTypHble peHTTeHOOU(MPAKIIMOHHBIE WC-
cliefoBaHUS MPOBOAMJIMCH Ha nudpakTomerpe ARL
X’TRA B reomerpuu bperra—bpeHTaHo Ha otpa-
XKEHHE C TIOMOIINBI0 BBEICOKOTEMIIEpAaTypHOI KaMephl
HTK2000 «Anton Paar». Peructpanusi peHTTeHO-
rpaMM OCYIIECTBJISJIACh IOJYIIPOBOAHUKOBBIM -
TeKTopoM IlenbThe ¢ SHepreTMYecKUM pasaeliecHueM
Kyy+2- 1 Kg-nHUA.

DKCNepUMeHTHI TpoBoAUIN Ha Tpyoke ¢ Cu-aHo-
nom nipu HantpsikeHnn 40 kB 1 Toke 40 MA. TTopomok
HCCIIeyeMOro BellleCTBA POBHBIM CJI0EM HAHOCHUJIY Ha
MOBEPXHOCTh BOJb(MPAMOBOI IMJaCTUHBI-HArpeBaTe-
. TonmmHAA 3acBIIKA cocTaBisia okojio 100 MKM.
Hlanee Kamepy BakKyyMUpPOBajaud JO JdaBJICHUS
2:1073 IMa. Tpu MakcuManbHOi Temmepatype 800 K
OCTaTOYHOE [IaBJeHUe B Kamepe cocrasisuio 8107 Tla.
JIist IOCTUPOBKM KaMepbl TPOBOAMJIM PETUCTPALIUIO
PEHTTeHOTpaMMBbl TP KOMHATHOM TeMIiepaType U 1o
W3BECTHOMY YTJIOBOMY ITOJIOXECHUIO TUDPaKIIMOHHBIX
JIMHUM HUTpUIa 60pa KOPPEKTUPOBAIU YCTAHOB-
Ky oOpasiia OTHOCUTEIbHO rOPU30HTaJIbHON OCU TI'O-
HUOMETpa. YIpaBjJeHHE SKCIIEPUMEHTOM OCYIIECT-
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BJSIIM C UCIOJb30BaHUEM ITPOrpaMMHOTrO obecre-
yeHus nudpakTomMeTpa. PexkuM HarpeBa 3amaBajcs
KoHTpoJiepoM Eurotherm 2604 ¢ perucrpaiueit Tem-
nepaTypsl TepMonapoit BP5/20, mpuBapeHHOU K HUX-
Hell TOBEPXHOCTH BOJIb(PaMOBOI'0 HarpeBaTesl.

Koa(ppuuueHT TepMUUECKOTO pacliupeHus
BIOJIb OCU ¢ 3JieMeHTapHoll sueliku BN, paBHBI
41,2-10_6 K~!, nmosBonsier ompemensiTh TeMmeparypy
HCCIIeAyeMoro obpa3iia ¢ IorpemHocTbio +5°. Cko-
pPOCTb HarpeBa MexXny U30TepPMUYECKUMU YUyacTKaMU
coctapiasia 100 K/mMun. ITocne moctukeHus 3agaH-
HOIl TeMmepaTyphl cliefoBajia BBIICPXKA B TCUCHHUE
4 MUH, Jajee MPOBOAMJIACH PErUCTpalldsl PEHTIeHO-
IrpaMMBbI B peXXMMe TIOIIaroBOro CKaHMPOBaHUS B MH-
TepBae yriaoB 20 = 24°+45° ¢ marom ceemku 0,02° n
BpeMeHeM Habopa | ¢ B Touke.

JKnepuMeHTanbHbie pe3ynbTaTbl
n ux obcyxaeHune

DKCIIEPUMEHTHI ITI0Ka3aJii, 9TO KOHEUHBII COCTaB
NPONYKTOB CUHTE3a M KOHeYyHas mopuctoctb (I1)
CHUJIbHO 3aBUCST OT HayaJIbHOM IMTOPUCTOCTU UCXOIHBIX
00pa3uos (/1) u naBieHus a3ora. Beicokoe 3HaueHue
II, > 50 % cnocobcTByeT B3ammoneiicTsuo TiB, c
a30TOM, TaK KaK B 3TUX YCJIOBHUSIX AOCTYII a30Ta K 4a-
ctruuam TiB, ob0neryeH. B KOHEYHBIX TPONYKTAaX CUH-
Te3a (B 3aBUCUMOCTHU OT MOJTHOTHI IPEBpaIleHU ) OblI-
11 obHapyxeHbl dasel TiB,, AIN, BN u TiN (puc. I).

C yBenuueHnuem cozpepxanus TiB, B ucxomHoit
cMecu oT 60 1o 80 Mac.% 1 yMeHbllIeHUEM KOHLIEHTPa-
uuu amomunus ot 20 1o 40 mac.% konuuyectBo TiN u
BN B mipoayKkTax cMHTE3a BO3pacTaeT, B TO BpeMsl KaK
conepxanus TiB, u AIN yMeHbIIal0OTCS BCJIEACTBUE
pearupoBaHud TiB, ¢ a30TOM, a CHUXEHUE KOHLIEH-
Tpauuu Al B UICXOMHOM CMECH IIPUBOIUT K YMECHBIIIE-
Huto goau AIN B npoaykTax cuHTte3a. [IpoBeneHHbIe

MHTEHCUBHOCTD, UMIL/C
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Puc. 1. JlanHbie peHTreHo(a30BOT0O aHajnu3a obpasia /
CHMHTE3UPOBaHHOU KepaMUKH (cM. Tab1. 1)

O0—002 BN; m— 001,010 u 011 (B mopsiake Bo3pacTaHust
yraoBbIx nosoxenuii) TiB,; @ — 010, 002 1 011 AIN;
O—111u 010 TiN

pacyeThl o MeTony PuTBenbaa MO3BOJIMIN YTOYHUTD
napaMeTphbl 3JIEMECHTAPHOM SIYEMKU U KOHLICHTPALIMU
a3 mpoayKkToB cuHTE3a. Pe3ynbTaTel pacuyeToB Ipe-
CTaBJIEHBI B TaOJI. 1.

ConocraBienue maHHbIXx PCA oOpasua 3, mpo-
HIeAIIero TepMooopadboTKy 1 6e3 Hee, IoKa3aio, 4To
COCTaB KEPAMUKHU B 000MX ClIyyasiX CXOX (cM. Taou. 1),
cliefoBaTeJIbHO, U3MEHEHUSI MPOBOAMMOCTU HE CO-
MIPOBOXIAIOTCS XUMHUYSCKUMH peaKuusMu. Jpyroit
pe3yabTaT ObL MOJYy4YeH MpU CpaBHEHUUM Tpoduieit
OTpaXXeHUI Mmocje cTaHIapTHONH TepMOOOPabOTKU U
noBTOpHOI TepMoobpadoTku npu 1000 K. Conocrtas-
JIeHWe 3HauYeHWI MoJylupuHbl orpaxeHuit (ITHIO)
nokasaJo, utoy BN u TiB, oHa ocTaeTcs noCTOSHHOI,
ay AIN u TiN ymensbinaercsa Ha 25 %. DTOT pe3yabrar
MOXET OBITh CJIEICTBUEM TOTO, UTO:

Tabnuua 1. flaHHbie PCA 0 cocTaBe MCXOAHOW peakLMOHHON cMeck U ¢pa3oBOMY COCTaBY

CUHTE3UPOBAHHOIo MaTtepuana

Ne 06p. CocTaB UCXOIHOM cMecH, Mac. % CocTaB CMHTE3MPOBAaHHOTO MaTepuaia rmo Pursenby, Mac. %
TiB, Al TiB, | AIN BN TiN
1 80 20 23 28 22 27
I 80 20 17 32 24 27
2 70 30 29 40 18 13
3 60 40 36 54 4 6
3" 60 40 36 52 5 7
*i O6pa3zen I, npormieainii TepmooopadoTky mmpu 1000 K.
Oo6pa3el 3 6e3 TepMOOOPAOOTKHU.
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— MpoBeJeHNEe TePMOOOPAOOTKM MPUBOAUT K He-
00paTUMOMY IIPOLIeCCy pa3pylIeHU s 1e(PEKTHBIX KpU-
CTaJUTUTOB, HO TAKOU TTPOIIECC HE MOXKET MOBTOPSITHCS
MpUY NOCEAYIONIMX HAarpeBaHUIX 00pa31IoB;

— M3MEHSIIOTCS pa3Mepbl KPUCTAIUTOB.

CornacHo ypasHenuwo [ebas—Illepepa pasmep
MUKPOKPUCTAJIJIOB paBEH

K\
BcosO’

roe K — koadduumeHT, oausknii K 1; A = 1,5407 A—
JUTMHA BOJTHBI peHTreHOBCcKoro usnydenus; B — IM1O;
0 — yroJj, moa KOTOpbIM (PUKCUPYETCS JaHHOE OTpa-
keHue [16]. OueBuaHo, uto cuuxenue IO Ha 25 %
MOXET CBUICTEIILCTBOBATh 00 M3MEHEHUU Pa3MepOB
KPUCTAJIJIUTOB Ha 1/4, T.e. BApbMPOBAHUHU TTOBEPXHO-
CTU KOHTaKTa.

IMoxoxXuit pe3yapTaT OBLI ITOIYUYSH IIPH TEMITepaTyp-
HOM HarpeBaHWHM MOPOIIKa MCCJIEIyeMOro BElIeCTBa.
VY nenposoasmux da3 AIN u BN Bennuuna ITIIO Ba-
pPBHPOBAIACh CKUMOATHO 1 MOHOTOHHO, a Y IPOBOISIIIINX
TiB, u TiN — no-pazHomy. OOHapyXeHO, YTO 3Haye-
Hus [THIO 001, 010 u 011 TiB, 1o HarpeBa 1 nocye Hero
COBMAAAIOT B MpemeiaX MOTPEITHOCTH SKCIepUMEHTA.
Hanpuwmep, ITIIO 011 go Harpesa paBHa 0,112°, a mocye
oxjaxnaeHus — 0,091°, B To xe BpeMs y TiN 3HaueHMe
TTIIO 111 no Harpesa coctasuJo 0,298°, a mociie oxJrax-
neHust — 0,199°. Bto maeT ocHOBaHUE MpeAIoaraTh,
YTO HauOOJIbIIIUE CTPYKTYPHBIE U3MEHEHMSI IIPU Harpe-
BaHUM NPOUCXOAIT Y KprucTaauToB TiN.

TemMnepaTypHOe pPEHTIEHOCTPYKTYpPHOE UCCIe-
JOBaHUE II0Ka3alio, YTO TEIJIOBOe paciiupeHue das
AIN, TiB, u TiN KepaMUKV TPOUCXOAUT JIUHEHHO.

Ha dotorpadmu MuUKpoCTpyKTyphl (puc. 2) mo-
Ka3aHO pachpeieieHue 3JeMEHTOB IJisi oOpasua 2
ucciaenyeMon kepamuku (cMm. tabna. 1). 3epna TiB,
(d = 10+25 MKxM) paBHOMEPHO pacIpeneieHbl MEeXIy
matpuiueit AIN (<10 MKM) 1 YaCTUYHO OKPY3KEHBI pa-
crymumu 3epHaMu AIN. Yactunbr AIN 1 BN umeror

Touxka | B | N | Al | Ti | ®Paza
1 40,2 0 0,5 59,3 TiB,
2 0 33,4 4,7 61,9 TiN
3 0 39,8 59,4 0,8 AIN
4 52,1 37,6 9,2 1,1 BN

Puc. 2. MUKpPOCTPYKTYpa CHHTE3UPOBAHHOTO
KepaMUyecKoro Marepuaia Ha ocHoBe TiB,—AIN—BN
(06p. 2) ¥ mTaHHbBIC SHEPTOAUCTIEPCUOHHOTO aHaIN3a
(EDS)

ropasao MeHblui pa3mep (3—6 mxm). Takast CTpyK-
Typa XapaKTepHa AJIs BCEX COCTaBOB MCCJICIOBAaHHOMN
KepaMMKHU.

Ha puc. 3 mpuBemeHB TeMIlepaTypHBIC 3aBHCH-
MOCTH YIEIBHOTO 3JICKTPOCOITPOTUBIICHUS IJIsI Tpex
CUHTE3UPOBaHHBIX 00pa3inoB. CKOpocTU HarpeBa U
oXJIaXXIeHU s cocTaBIsuin okojo 10 K/muH. g Bcex
HWCCIICIOBAHHEBIX COCTaBOB HAOJIOAAJIOCh HECOBITAC-
HHUE X0Ja KPUBBIX IIPU IIMKJIE HarpeBa—OXJIaXKICHUSI.
B Tabn. 2 mpuBeacHBI 3HaYCHUS ILJIOTHOCTHU, YAEIIhb-
HOTO 3JICKTPOCOITPOTUBJICHUST TP KOMHATHOM TeM-
nepaType, a Takxe TeMIIepaTypHOro kKo3dduineHra
COTPOTUBJIEHUS (C1).

Tabnuua 2. S3Ha4eHMS NAOTHOCTHU, YAEJIbHOIO 3/1IeKTPOCONPOTUBIIEHMS U TeMnepaTypHoro ko3 duumenTa

CONpoTUBNIEHUSA
O6pasen InoTHOCTS, T/cM? P293K> MKOM'M @10, K7
300—800 K (marpes) | 1300—500 K (oxaxneHue)

1 3,40 16,7 1,53 1,09
2 3,24 7,25 1,93 1,55
3 3,50 7,10 1,93 1,40

TiB, [17] - 14,1 1,5 -

TiN [17] — 25,0 0,5-1,0 -

lzvestiya vuzov. Poroshkovaya metallurgiya i funktsional’nye pokrytiya = 2= 2018
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Ha puc. 4 mpuBeneHbl 6oee MoapoOHBIE pe3yIbTa-
Thl UCCJIENIOBaHUsI TIOBEACHUSI YACIbHOIO COMpPOTUB-
JIEHWSI B 3aBUCUMOCTHU OT TeMTIepaTyphl Ajis1 oopasia /
MpUY pa3IUYHBIX peXUMaX TEPMOOOPAOOTKU.

IIpoBeneHHbIE SKCHEPUMEHTHI TMOKa3ajlu, 4YTO
MOXHO BBIIEJIUTH TPU TEMTIEpPaTypHBIE 00JIaCTH (CM.
puc. 3). B nuanazone T = 300+800 K (o61. I) ynensb-
HOE€ BJIEKTPOCOINPOTUBJIEHNE MOHOTOHHO BO3pacTa-
€T C TIOBBIIIIEHUEM TEeMTIEpaTyphl, TP 3TOM KPUBBIE
p(7) HarpeBa M OXJIaXJIEHUS MOJTHOCTHIO COBMAAAIOT.
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Puc. 3. 3aBUCUMOCTD YAETBHOTO
3JIEKTPOCOMPOTUBIIEHUS OT TEMITEPATYPhI
MpU LIMKJIaX HarpeBa—oxJjaxJaeHus oopasuos 1,2 u 3

TemHbIe 3HAUKM — HarpeB, CBETJIbIC — OXJIA2KACHUE
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Puc. 4. TToBeaeHue yaeIbHOTO 3JIEKTPOCOIPOTUBIICHUS
oOpasua / npu nocjaeaoBaTeIbHbIX IIUKJIaX
HarpeBa—oXJa K IeH U sl

TeMHBIE 3HAYKHN — HArPEB, CBETIIBIE — OXJIAXKIECHUE

® O — ki / — Harpes 10 1300 K, oxnaxnenue no 293 K
A A —1uki 2 — Harpes 10 900 K, oxnaxnenue 1o 293 K
m O — uuki 3 — Harpes 10 900 K, oxnaxkneHnue mo 293 K
Vv V — umki 4 — Harpes 10 1300 K, oxnaxnenue mo 293 K

B o6a. 111 (T'> 1200 K) HaGatomaeTcsa KapTuHa, Xapak-
TepHas 1Jist 001. [, — coBrageHue KpUBbIX HarpeBa—
oxnaxnaeHust. B oon. I1 (T = 800+1200 K) noBenenue
3JIEKTPOCOINPOTUBIICHUSI MEHSIETCS: €ro 3HauyeHUus
CUJILHO 3aBUCIT OT pexXuMa TepMooOpaboTKU 00-
pasua.

Tak, HarpeB obpasia no 950 K ¢ mociaenyomum
OXJIAXXJIEHWEM IIPMBOAMT K ITIOBBIIICHUIO €r0 3JIeK-
TPOCOIIPOTUBJICHUSI TIpU KOMHATHOM TeMIlepaType
Ha 2—3 %, Tak KakK TeMmepaTypHbIii KO3(hGhUIIMEHT
conpoTtuBaeHus rmpu Harpese ot 300 mo 800 K BrIIIE,
yeM 11pu oxyaxkaeHuu ot 800 go 300 K, uro coBnamaeT
¢ ero 3HaueHusMu 1pu oxJaxaeHuu ot 1300 K. Bri-
nepxkkKa obpasia B reueHue 2 4 ipu 1 = 950 K He nipu-
BOAUT K U3MEHEHUIO BEJTUYMHBI P.

TakuM oGpa3oMm, MPOBeNeHNE HECKOJBKUX IIMKJIOB
HarpeBa—oOXJIaXXJIeHHUS OO0 TeMIIepaTyphl, JiexXallel B
uHtepBane §00—1200 K, MoxeT mpuBOAUTH K UTOTO-
BOMY ITOBBIIIIEHUIO 3JIEKTPOCOIPOTUBICHUST 00pa3ia
pyM KOMHaTHOM Temrieparype Ha 10—15 %, npudem
yeMm onmke K 1200 K remmieparypa mpu ocTaHOBKe Ha-
rpeBa, TeM MeHbllle KOHEYHOe OTIMYKe 3HAYeHUI p
y 00pa3loB ¢ TepMO0OpabOTKOI U 0e3 Hee. DTOT 3(-
deKT HAbIIOHAICS IJIST BCEX MCCIEAYEMBIX COCTABOB.

Cienyer OoTMETHUTb, UTO NPOBEACHME LIMKJIa Ha-
rpesa g0 1300 K ¢ mocaeayonmm oxaaxaeHueM Mpu-
BOIUT 2JIEKTPOCONPOTHUBJICHUE 00Pa3IOB K MePBOHA-
YaJbHBIM 3HaYeHHUSIM. MOXKHO MPEAIIOOXHUTh, YTO B
9ToM nuamna3oHe temieparyp (800—1200 K) mpowc-
XOIWT U3MEHEHNE COITPOTUBIICHN S KOHTAKTOB ITPOBO-
namux 3epeH TiB, u TiN. BTo ¢B43aHO CO CIOXHBIM
COCTAaBOM KOMIIO3UIIMOHHOM KEpaMUKU, pPasHULEH
KO3 OUIUEHTOB TEPMUUECKOTO PACIIUPEHUS CTPYK-
TYPHBIX COCTABJISIONINX U U3MEHEHUEM KadyecTBa 3e-
peH (cornacHo gaHHBIM PDA). Harpes o6pa3siia BbIllle
1200 K mpuBOAUT K HOBOMY YCTOMYMBOMY paBHOBEC-
HOMY COCTOSIHWIO TaHHOW MHOTOKOMITOHEHTHOW CH-
CTEMBI.

C nomomkio nuddepeHInaabHON CKaHUPYIOLIEH
kanmopumetpuu (ACK) u nuddepeHmaipHoro tep-
muyeckoro aHanu3a (JATA) uccnenoBaHbl UBMEHEHU S,
MPONCXOAAIINE B BelllecTBe IpH Harpese no 1300 K
(puc. 5). Ilony4yeHHBIE KpUBBIE, IMPENCTABISIONINE
co0o0i1 perucTpupyemMble B Ipoliecce 3KCIIepUMEHTa
TEILJIOBBIC TTOTOKM, a TAKXKe TOTEPIO MACCHI, TIOKa3ain
BEPOSITHOE OTCYTCTBUE KaKMX-TMOO (ha30BBIX U3ME-
HEHUI UccieayeMoro oopasua kepamuku. Ha kpuoii
TEILJIOBOTO ITOTOKA OTCYTCTBYIOT 3KCTPEMYMBI, KOTO-
pble MOTJIM OBl CBUIETEILCTBOBATH O TIJIABJICHUU €T0
KOMIIOHEHTOB. M3 MoJlyyeHHbIX JaHHBIX CJIEIYET, 4YTO
TEeIJIOEMKOCTh 00pa3iia 3 Bo3pacTaeT B IMalla3oHE
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Macca, % TemnmoBoii moTok, Bt/ 02
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Puc. 5. lannbie nuddepeHInalibHON CKaHUPYIOLIEH
KajJopuMeTpuu U nuddepeHInaIbHOr0 TePMUYECKOTO
aHanu3a o6p. 3 (cM. Tab. 2)

TeMIepaTyp IIpOBeIeHHOTO 3KcrepuMeHTa. CremyeT
rmoJjiaraTh, 4To o0pasell KepaMUKHU B UCCIIETYeMOM UH-
TepBajie TeMIIepaTyp He IpeTepIiesl CTPYKTYPHBIX U3-
MEHEHUH U COXPAaHMUJI CTAOMIIBHOCTD CTPYKTYPHI.

3aknyeHue

IIposongamasa kepamuka TiB,—AIN—BN cun-
Te3upoBaHa METOIOM CaMOPaCIIPOCTPAHSIIONIETrOCs
BBICOKOTEMIIEPATYPHOTO CUHTE3a C MCIOJIb30BaHUEM
nopowkoB Al u TiB, B cpene razoodbpasHoro asora.
B nonyyeHHoM Marepuajie oOHapyxxeHbl da3bl TiB,,
AIN, BN u TiN. TunuuHass MUKpPOCTPYKTYpa KOMIIO-
3MLIMOHHON KepaMUKHU cocTouT u3 3epeH TiB,, TiN u
HeperyaspHbix 3epeH AIN u BN.

YaenbpHOE 3JEKTPUIECKOE COITPOTUBIICHUE TEMOH-
CTpUPYET MeTaIJIMYECKUI XapaKTep MPOBOAUMOCTHU U
cocraBisieT p = 7,1+16,7 MxOmM nipu T = 293 K, yBe-
JINYMBASICh C TTOBBIIIICHUEM TeMIIEPaTyphl. DJIEKTPO-
MPOBOAMMOCTh B OCHOBHOM 3aBUCUT OT OTHOCUTEb-
HOTO YIIJIOTHEHUSI MAaTPUYHOM U IMMPOBOISIIIEH (ha3.

Hannble PCA kepaMUKM IO HarpeBaHUS M ITOCIE
HEro TMO3BOJISIOT TPEAIoJOKUTh, YTO MOJy4YEeHHas
TeMmrepaTypHas 3aBUCUMOCTb 3JEKTPOCOIIPOTUB-
JICHUs OOYCJIOBJIEHA CTPYKTYPHBIMU W3MEHECHUSIMU
KpuctaJauToB ¢assl TiN, KOTopbIM OyayT NOCBSIIE-
HbI JOIIOJHUTEIbHbBIC UCCIEIOBaAHN .

IIpu evinonneruu uccaedosanuii 6bi10 UCNONB308AHO
obopydosanue Pacnpedenennozo uenmpa KoaneKmueHo20
noavsosanus UCMAH.

Aemopbi 6aaeodapsm I A. Corvesa (OUBT PAH)

3a nposedeHue uccaedosanuli memooamu ouggepeHuuabHoll
CKaHUupyroueli Kkasopumempuu u ouggeperyuanbHoeo
mepmMu1ecK020 aHalu3a.
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