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BNVAHME BbICOKMX OABNEHUN N TEMMEPATYP
HA MUKPOCTPYKTYPY X CBONCTBA HUTPUOA ANFOMUHNA

CtaTtbsa noctynuna B pegakuuio 12 mapta 2015 roga

Hccnedosarno enuanue yciosuii mepmobapuieckou oopabomku Ha NIOMHOCHb, MUK-
pomeepoocme u menionposoorocms 0bpasyos kepamuku uz AIN u ezaumocesnse smux
Xapaxmepucmux ¢ Muxpocmpykmypou. HM3yuenvl c60licmea NOAUKPUCMALIUYECKO20
HUMPUOA AnIOMUHUS, NOLYHUEHHO20 CNeKaHUuemM MUKpOROpowKa npu 0asieHusx 2.5 u
4 GPa 6 ouanazone memnepamyp 1300-2200 T 6e3 axmusupyrowux oobagok. Ycma-
HOB/IEH HEMOHOMOHHbII XAPaKmep UxX U3MEHeHUs: 8 3AGUCUMOCIU OM MeMNepamypbol
cnexanusi. Haubonee evicoxkas omnocumenvuas naiomuocmo 99.7% docmuenyma y
0bpaszyos Humpuoa aromuHusi, cnevennvix npu oasrenuu 4 GPa u memnepamypax
1800-2100 C. Obpasyvi, cneuennvie npu memnepamype 1800 T, umerom maxcu-
manvHyo mukpomsepoocmov 20 GPa u nromuyio meaxozepnucmyio cmpykmypy, 8 Ko-
mopoi codepaicanue 3eper pazmepom menee 0.5 um cocmasnsem oxono 90%. Mak-
cumanvuvie 3uavenus mennonposoonocmu 180-190 W/(m-K) obpasyos docmucnymot
npu 6onee svicoxux memnepamypax cnexanusi 1900-2100 C. Dmo cesa3ano 6 ocHos-
HOM C BbICOKOU NIOMHOCHbIO, YEEIUUCHUEM CPEOHe20 pasmepad 3epHA 6CAe0CMmEUe
PEKPUCTNATIUZAYUU, A MAKICE CO CHUNCEHUEM YPOBHS MUKPOHANPSINCEHU 00 YPOBHSL
UCXOOHO20 NOPOUIKA.

KiroueBble cjioBa: HUTPHI aTIOMHUHHS, TepMoOapudeckas oOpaboTKa, BBHICOKHE [1aB-
JIEHHsI U TEMIIEPATYpPhl, MUKPOCTPYKTYpPa, IJIOTHOCTh, MUKPOTBEPAOCTh, TEILUIONPOBOJ-
HOCTb

Hocniooceno enaug ymos mepmodapuiHoi 06poOKu Ha WilbHICMb, MIKpOmMeepoicmb
i mennonpogionicme 3paskie kepamiku 3 AIN i 63aemo36’ 130K yux xapakmepucmux 3
MIKpOCmpyKmyporo. Busueno eracmueocmi noaiKpucmaiivno2o Himpuoy aitoMiniio,
OMPUMAHO2O CRIKAHHAM MIKponopowky npu muckax 2.5 i 4 GPa ¢ dianazoni mem-
nepamyp 1300-2200 C 6e3 axmueyrouux 0obasox. Becmanosieno HemonomouHull
Xapaxmep iXHb0I 3MIHU 6 3anedcHOCmI 6i0 memnepamypu chikants. Haibinvw u-
cokoi gionocuoi winbrocmi 99.7% odocaeuymo y 3pasxie Himpudy antoMiniio, cnede-
Hux npu mucky 4 GPa i memnepamypax 1800-2100 C. 3pasxu, cneueni npu memne-
pamypi 1800 C, wmaroms maxcumanrony mixpomeepoicmo 20 GPa i winbuy
OpibHO3epHUCMY CMPYKMYpPY, 6 aKiti emicm 3epen posmipom menue 0.5 um cmano-
sums 6auzvrko 90%. Makcumanvni snavenns mennonpogionocmi 180-190 W/(m-K)
3paskie docseHymi npu Oinvut sucokux memnepamypax cnikanns 1900-2100 <C. []e
NOG’SI3AHO 8 OCHOBHOMY 3 8UCOKOIO WINbHICIIO, 30INbUEHHAM CepeOHb0o20 PO3MIpY
3epHa 8HACNIOOK peKkpucmanizayii, a maxooic 3i 3HUNCEHHAM PiGHSI MIKpOHANpye 00
PIBHs BUXIOHO20 NOPOUIKY.
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KuarouoBi cioBa: HiTpu amoMiHito, TepMoOaprudHa 00poOKa, BUCOKI THCKH 1 Temriepa-
TYpH, MIKPOCTPYKTYpa, HIIJIbHICTh, MIKPOTBEPAICTh, TEILIONPOBIIHICT

BBenenue

Kepamuka Ha OCHOBE BIOPUHMTHOW (Da3bl HUTpUIA ATIOMUHUS ITUPOKO TMPH-
MEHSIETCSI BO MHOTHX OOJACTAX COBPEMEHHON TEXHUKU MU OOJaJaeT psIoM
YHHUKJIBHBIX CBOWCTB, B YAaCTHOCTH HEOOJIbIIUM KOA(PGHUIIMEHTOM TepMHUe-
CKOTO PaCIIUPEHUs, BBICOKUMH TEPMOCTOMKOCTHIO M TEILIOMPOBOAHOCTHIO [1].
OcHOBHBIEC CITOCOOBI €€ TOJYYCHHUS MPEAYyCMATPUBAIOT JIIUTEIBHBIA BBICOKO-
TEMIIEPATYPHBIH OT)KUT U UCIIOJb30BaHUE aKTUBUPYIOMIKX 100aBok [2—7]. Oxu-
HUM U3 3PPEKTUBHBIX METOI0B M3TOTOBJICHUS BHICOKOTUIOTHOM AIN-Kepamuku
SIBJISIETCST CTIEKaHUE TMOJ BBICOKUM JaBieHUEM. B psge paboT mpu crekaHuu
HUTpHIA aloOMHHHS 101 BeICOKMM (~ 5 GPa) maBieHuem B TeueHHe MpPOIOJ-
xutenpHoro (ot 1800 S) BpemMeHnu mpumeHsin q100aBku, Takue kak Y03 [8],
La,O3 [9] u CaC, [10].

Tem He MeHee TEXHOJIOTMS BBICOKMX JABJICHUW IMO3BOJSAET CHEKATh JAaHHBIN
Mmatepuan u 6e3 106aBok. Tak, B [11] Obuta mosydeHa BHICOKOIJIOTHAS U BBICO-
koteronpoBoaHas (190 W/(m-K)) AIN-kepamuka 6e3 ucronbp3oBaHus 100aBOK
B yCIOBHsIX BbICOKHX aaBicHuil (6.5 GPa) u temmeparyp (2000°C) B TeueHwme
1800 s. B pa6ore [12] moka3aHO, 4TO C YBEIHYCHHUEM JaBJICHHUS CIICKAHUS OT
3.15 no 4.95 GPa mpu T = 1700°C B teuenue 3000 S Habmo1aeTcs MOBBIIICHNE
otaocutenbHoi IoTHOCTH AIN 10 99.94%. Cneuennbiii AIN ¢ OTHOCUTENBHOIM
wi0THOCThIO 94.92% O6bi1 nostydeH npu Oosiee Hu3koit (1300°C) temmeparype B
teuenne 3000 s [13]. Kpome Toro, B paborax [14-16] moka3aHa BO3MOXHOCTh
UCTIOJIb30BaHUSI TEXHOJIOTHHM BBICOKHX JABJICHUU ¢ 00Jiee KOPOTKUM BPEMEHEM
cnekanus s u3rotosieHuss AIN-kepaMuKy ¢ BBICOKMMH SKCILTyaTallHOHHBIMH
XapaKTePUCTHKAMH.

CrpykrypooOpaszoBanue AIN mpu TepMoOaprUuecKOM CIIEKaHUU OTPEICIICTCS
TaKUMH OCHOBHBIMH (DaKTOpaMH, KaK IUCTIEPCHOCTh UCXOJHOTO TOPOIIKA, TeM-
neparypa M JUTUTEIbHOCTh criekanus [17]. ABtopamu [18,19] mokaszano, 4to ¢
YBEIIMYCHUEM JUTHTEIBHOCTH CIICKAHUS T0J] BHICOKHM JaBICHHEM HUMEET MECTO
MEPUOANYECKOE W3MEHEHUE CTPYKTYPHOTO COCTOSHHUS HUTPHIA ATIOMUHUS OT
CHIIbHO JIe(pOPMUPOBAHHOTO JIO MOJIHOCTHIO BOCCTAHOBJICHHOTO. JTO 00yCIIOBIIE-
HO OJIHOBPEMEHHBIM JIEHCTBHEM TPOILECCOB AeOpPMALMU M pPeNlaKCallH C Hallu-
YHEeM CTaIUi MPEUMYIIECTBEHHOIO MPOTEKAHUS OJHOTO M3 HUX Ha ONpE/IeiIcH-
HBIX 3Tanax P—T-o6paboTku.

OnHaKo BJMSHKME BEJIMYMHBI JABJICHUS TP CIICKAaHUU Ha (H3HKO-MEXaHUUECKUE
U TETUIO(U3NYECKUE CBOMCTBA KEPAMHUKH U3 HUTPHJIA ATFOMUHUS IPAKTHYSCKHA HE
u3yueHo. JlanHasi paboTa HampaBiieHa Ha UCCIICIOBAaHKUE BIIMSIHUS YCIIOBUN TEPMO-
Oapuyeckoil 00pabOTKK Ha IMIIOTHOCTh, MUKPOTBEPIOCTb, TEIIONPOBOJIHOCTD Ke-
pamuku u3 AIN, a Takke Ha U3yYEHHE B3aUMOCBSI3H 3THX XapaKTEPHCTUK C MHUK-

POCTPYKTYpPOIA.
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MaTepna.m,l U ME€TOAbI UCCJICI0BAHUA

B kxadecTBe MCXOMHOTO MaTepuasa MUCIOIb30BaIl TOPOIIOK BIOPUUTHOHN (hazbl
HUTpHJA ATIOMUHHS NIEYHOTO CHHTE3a NMPOM3BOACTBa JIOHEKOro 3aBojia Xumpe-
aktuBoB (TVY 6-09-110-75). Yactuisl umenu GopMmy U JITHHON 0K0jI0 6.5 Um u
nuameTpoMm He 6omee 0.5 um (puc. 1). Hunmuaapudeckue 3aroroBku AIN qramerpom
11 mm u BBICOTOM 4 MM MpeccoBau B CTAILHOM npecc-popme npu aaiennn 1.0
GPa. Cnekanue 3aroToBOK MPOBOIUIH
B KOHTEWHepax wu3 JuTorpadckoro
KaMHsI ¢ TpaUTOBBIMH HarpeBaTeIsIMU
B YCTPOMCTBE BBICOKOTO JIABJICHUS THIIA
«HAKOBaIbHU C yriuyOmerusmu» [20]
npu Ttemneparypax 1300-2200°C wu
nasieHusx 2.5 u 4 GPa B teuenue 60 S.
KoHTponbs peXxuMOB cIieKaHUsl OCyIIe-
CTBJISUTH TIPH TIOMOIIM TEPMOPETYIIATO-
pa cnekanust TC-3 [21].

[Tn0THOCTH CHIEYeHHBIX 00pa3loB OIl-
peneNs METOAOM THIPOCTATHYECKOTO
B3BCIIMBAHKS B YETHIPEXXJIOPUCTOM YT-
Jepojie Mpu KOMHATHOH TeMmeparype.
W3mepenns MUKpPOTBEPIOCTH TTPOBOANIIH
Ha mukpotBepaomepe [IMT-3 mpu Ha-
rpy3ke 1 N. TemnonpoBoaHOCTh H3Me-
PSUTH CPaBHHUTEIBHBIM MeTOsIoM [22,23].
CTpyKTYpHBIE HCCIIEOBAHHSI OCYIIECTBISUIA Ha PEHTTEHOBCKOM JU(PAKTOMETpE
JPOH-3 B Cu Ky -m3my4yeHnn. DIEKTPOHHO-MHUKPOCKOITMYECKUE HCCICIOBAHUS
nposogwin B UTIM HAHY metonom npocBeunBaromieid 31eKTpOHHON MUKPOCKO-
MU 110 TOHKUM (POJIBIaM M YTOJIBHBIM PEIUIMKAaM OT €CTECTBEHHBIX ITOBEPXHOCTEH
U3JIOMOB. AHAIIN3 MUKPOCTPYKTYPBI CIICUYCHHBIX 00pa3IlOB OCYIIECTBISUTA HA aBTO-
MaTHYeCKOM aHajm3aTope u3obpaxerus «Mini-Magiscan» ¢upmer «Joyce Loebl»
(Aurnus) ¢ ucnosnp3oBaHueM rporpamMmsl «ABtockan» B UTIM HAH benapycu.

Puc. 1. DneKTpOHHO-MHKPOCKOITHYECKOE
n3obpaxenune yactun mopomka AIN meg-
HOT'O CHHTE3a

Pe3y.111>TaT1,1 u 06cy>1c21e}me

Ha puc. 2 npeacraBieHbl 3aBUCHMOCTH TUIOTHOCTH, MUKPOTBEPAOCTH H YIIIH-
penust muHui otpaxkenuit 203 u 302 Ha nudpakrorpammax o6pasloB, MOTyUYEH-
HBIX Tipu paBienusix 2.5 u 4 GPa B unrtepBane T = 1300-2200°C, ot temnepary-
PBI CIICKaHWSI.

Kak BHIHO M3 pHCYyHKA, TUIOTHOCTH U MHKPOTBEPAOCTH CIIEYCHHBIX 00Pa3IoB
AIN 3aBHCAT U OT TeMIepaTypbl, U OT JABJICHUS CIICKaHUs. YIUIOTHEHHE 00pas-
[IOB NPOTEKAET OTHOCUTEIBHO OBICTPO, JOCTUTAs HACHIIICHUS C yBEIMYCHUEM
temneparypsl ciekanus 10 1600°C npu P = 2.5 GPa u no 1800°C npu P = 4 GPa.
Bonee BBICOKast MIIOTHOCTH MOCTHTaeTcs mpu OoibiieMm naBieHun. OOpasmsbl,
NOJIyYeHHBIE TIPY ATHX TEMIepaTypax M JaBICHUAX, 00JIaJal0T OTHOCHTEIbHON
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Puc. 2. 3aBucUMOCTh TIIOTHOCTH p, MUKpOTBepaocTu Hy u ymmpenus AW nunnii 203 u
302 AIN ot TemmepaTypbl crickanus npu nasieHusx 2.5 (a) u 4 GPa (6)

wiotTHocThI0 98.5 1 99.7% u MakcUMaTbHBIMH 3HAYEHUSIMU MHKPOTBEPIOCTH —
cootBercTBeHHO 18.6 u 19.8 GPa. [Insg oboux naBieHui 3aBUCHUMOCTbh MHUKpPO-
TBEPJOCTH OOPA3[0OB HUTPHJIA ATIOMHHHS OT TEMIICPATypPhl CIICKAHUS HMEET
OJIMHAKOBBIA BUJ. [Ipy 3TOM C pOCTOM TeMIlEpaTypbl CIICKaHHS YBEIUYCHHE
MUKPOTBEPAOCTH IO MAKCUMAIBHBIX 3HAYCHHUH MPOMCXOAHWT OJHOBPEMEHHO C
MOBBIIIICHHEM IIOTHOCTH 00pa3ioB. CHIKEHHUE MUKPOTBEPOCTH 00pa3oB MPH
OoJiee BBICOKHX TEMIIEpAaTypax MOXKET OBITh CBSI3aHO C COOMPATEIBbHOU PEKpH-
CTAJTM3aIUeH, aHAIOTUYHO TOMY, KaK 3TO HaOJII0JaIOCh Ui HUTPUIAa THTAHA B
pabote [24].
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Crnenyer oTmeTuTh Oosiee HU3KHE 3HAUYEHMS IUIOTHOCTH U MUKPOTBEPAOCTH
00pa3loB HUTpHUIA ATIOMHUHUS TPH Temreparypax cnekaHus Hmwke 1650°C mis
nasiienust 4 GPa (puc. 2,6). OT0 MOXKeT OBITh CBSI3aHO C MCHBIICH IUIACTHYHO-
CTBIO YaCTHUIl MOPOIIIKA B MpolIecCce YIUIOTHEHHUS, YeM MpHU Oojiee HU3KOM JaBJie-
auu 2.5 GPa, BciencTeue Oosbiiero aeGopManoHHOTO YIPOYHCHHS HA JTarie
CKatus, Kak 3To otMedaercs B [25] mis aubopuaa TuTaHa. bonee HU3Kas MIOTHOCTD
CIIEYEHHBIX 00pa310B 00YCIOBIMBAET U MEHBIIIYI0 MUKPOTBEpAOCTh. Mcronb3ys us3-
BecTHYI0 cxemy Modde—/laBuaeHKoBa Ui TEMIIEPATypbl XPYIIKO-BSI3KOTO TMepe-
X0/1a IPUMEHHUTENIFHO K TYTOIUIABKUM COEAMHEHUsIM [26], CABUT KPHBBIX MUKpO-
TBEPJIOCTH Y TUIOTHOCTH Ha puc. 2,0 B CTOPOHY 00Jiee BHICOKUX TeMIIepaTyp cIie-
KaHUSI MOYKHO OOBSCHUTH TOBBIIIEHHEM TEMIIEPATYPhl XPYIKO-BS3KOTO Iepexo/ia
B HUTPHJIE aJIFOMUHHS ¢ pOCTOM JaBienus ot 2.5 no 4 GPa.

PenTreHoBckue ucciaeoBaHus MOKa3aiy, YTO MIMPUHA JUPPAKIUOHHBIX JTUHHUMA
HUTpHU/Ia ATIOMUHUS TAaKXKEe M3MEHSETCS B 3aBUCHMOCTH OT PEKHMOB CIIEKAHHS
nox aasiaenueM (puc. 2). bonbmiee ymmpenue nansHux pediuexcoB 302 mo cpas-
HeHnto ¢ 203 CBUAETENBCTBYET O TOM, YTO B Ipoliecce TepModapuueckon oopa-
00TKH OOJIBIINI BKJIAJ B YUIMPEHUE JTMHUI BHOCAT MUKpOHAIpsDKeHUs [27].

Mo’kHO moJaraTh, YTO YMEHBIICHHUE YIIUPEHHS PEHTTCHOBCKHX JIMHUNA C POCTOM
TEMIIEPATyPhI CIICKaHKs 0OPA3IOB CBSI3aHO CO CHIbKEHHEM ypoBHs aedexrHocta AlN.
YMeHblIIeHHe BEJIMYMHBI YIIUPEHHUS PEHTTEHOBCKUX JIMHUH C YBEIMYEHUEM TeMIIepa-
Typbl criekanust pu fgasieHun 4 GPa, Tak ke, Kak ¥ CHIDKEHHE MUKPOTBEPIOCTH 00-
Ppas3IoB, MPOUCXOAUT MPH OOJIee BHICOKUX TEMIIepaTypax, ueM rpu AasieHnu 2.5 GPa.

O06pa3ubl AIN ¢ MakcHMaJIbHBIME 3HAYCHUSIMA MHUKPOTBEPIOCTH, TNIOTHOCTH U
MHUHHMMaJIbHBIM YPOBHEM MUKPOHANPSIKCHUN OBUIM MOJYYEHbI IyTeM CHCKaHHS
npu OoJiee BHICOKOM JaBiieHud. [loaTromy nanbHeliue uccieoBanus MPOBOIUIN
Ha 00pa3Iax HUTPUA ATFOMHUHUS, CTICYCHHBIX 101 AaBiieHrueM 4 GPa.

Ha puc. 3 npencraBieHa 3aBHCUMOCTb TEIUIONPOBOJHOCTH 00pa3IoB HUTPHIA
ATIOMHUHHMSI OT TeMIepaTyphl criekanus npu nasiennn 4 GPa. Bunno, uto ¢ poc-
ToM TemnepaTypsl crekanus 10 1800°C TemmonpoBOAHOCT MOBBIIIAETCS OTHO-
BPEMEHHO C YBEIMYCHUEM IUIOTHOCTU (pUC. 2,0) W JOCTHraeT MaKCHMAJIbHBIX
snauennit 180-190 W/(m-K) npu temmeparypax 1900-2100°C.

AHaM3 MHUKPOCTPYKTYpPbI 00pa3ioB mocie Oapudeckoil 0OpabOTKH IMoKasall,
YTO B MIPOLIECCE CIKATHUS B KaMepe BHICOKOTO JIABJICHHSI IIPOUCXOIUT pa3pyIllieHue

< 200— . . . .
£ 180]
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UTJIOBHIHBIX YaCTHI[ MCXOJHOTO MOPOINKAa HUTpHaa amoMuuus (cm. puc. 1).
[Iporecc ero yruioTHEHHSI TIPU XOJI0THOM TIPECCOBAHMH 0] BEICOKUM JIaBJICHHECM
COIIPOBOKIAETCS TUIACTHYECKOU AedopMariuei, KoTopas yBEIUYUBACTCS C POC-
toM nasienus [28,29]. [lpu 3TOM OTHOCHTENbHAs IMJIOTHOCTh KOMIIAKTOB, TOJY-
YeHHBIX MpH HaBieHusx 2.5 u 4 GPa 6e3 HarpeBa, JOCTaTOYHO BHICOKA U JOCTH-
raet coorBercTBeHHO 82 1 89% [28,30].

Cornacuo [31] Beicokue maBienus mopsinka 4 GPa u Bblie BBI3BIBAIOT B HUT-
pUC aTOMHUHUS IIACTHYECKYIO MeOpMaIiio, a TakKe JUCIOKAIMOHHBIE TIepe-
CTPOWKH, B 3€pHAX CO3[ACTCs Pa3IMYHBIN YPOBEHb NCPEKTHOCTH, MPOUCXOIUT
pEKpUCTAIUIH3AIMS, B X0 KOTOPOi o0pa3oBaHWE U pocT 0e3nedeKTHBIX 3epeH
OCYIIIECTBIIIIOTCS 332 cueT Ooiiee AeOPMUPOBAHHBIX 3€PEH C MOCIEAYIONIUM HX
nedopmupoBanueM. [Ipu 3ToM mactuyeckas nedopManus OCyIECTBISICTCS TOJI-
HBIMHU 0a3UCHBIMU auciIoKarusmu [31].

Kaxk cnenyer u3 puc. 4, 3epeHHasi MUKPOCTPYKTypa 00pa31ioB, MOJYyUYEHHBIX BO
BCEM JMala3oHe TeMIIepartyp, SBIsSETCS HEOAHOPOAHOM. B oOpasiax, criedeHHbIX
npu temreparypax 1400-1600°C, nabmromaercss mepBUYHAS PEKPUCTAILTU3ALNS
(puc. 4,a,6). Ilpu 3TOM 3apOXKICHHE HOBBIX 3€PCH U UX TPYIII MPOUCXOIUT Ha MEXK-
3epeHHBIX TPaHHUIIAX JAe(POPMUPOBAHHBIX 3epeH (puc. 4,6). CornacHo [17] 3apopiiu
NICPBUYHON PEKPUCTAIITHA3AIMN (POPMHUPYIOTCS Ha OCHOBE cy03epeH. C MOBBIIICHHEM
temreparypsl criekanust 10 1800-2200°C B nporiecce coOupatebHON PeKPUCTAILIH-
3allii TPOMCXOAUT YBEIUYCHHE pa3MepoB 3epeH (puc. 4,2,0,e), HAOMIOIaeTCS MX
aHOMaJTbHBIH pocT (puc. 4,2). [Ipu BRICOKHMX TeMItepaTypax CIICKaHUs OTHOBPEMEHHO
C YBEJIMYCHHEM Pa3MEPOB 3EPEH MPOUCXOIUT UX JiehopMHUPOBAHHE.

B oOpasnax, momyueHHbIX mpu Temmeparypax Beime 2100°C, BvisBiseTcs
CHJILHO HEOJHOPOJIHAS M0 00beMy MUKPOCTPYKTypa. [Ipu 3TOM Hamboiee xapak-
TEpPHBI JIBE Pa3HOBUIHOCTU CYOCTPYKTYpPHBIX COCTOsIHHIA 3epeH: 1) 3epHa conep-
’aT BBICOKYIO TUIOTHOCTh MUCTIOKaIuid (puc. 5,a); 2) B TPOMHBIX CTHIKAX COBEp-
IICHHBIX 3epeH UMEIOTCS MophI (puc. 5,0).

Pe3ynbTaThl KOJIMYECTBEHHOTO aHAIIM3a 36PEHHOI CTPYKTYphI B 00pa3iiax HUT-
pUaa ATFOMUHHUS, CTICYCHHBIX Tpu aaBiieHnd 4 GPa u pa3nnyHbIX TeMIeparypax,
MpeJICTaBJICHBI Ha pUcC. 6 1 7, a Takke B TabuIle.

Tabnuua
Pacnpenesenue 3epeH mo pazmepam B oopasuax AlN,
cnevYeHHBbIX NMpH AaBjeHun 4 GPa u pa3uYHBIX TeMIepaTypax

Pasmep 3epeH, pm

T.°c [ 005 ] 051 ] 12 | 23 | 34 | 45 | 56 | 67
Conepxanue 3epeH, %

1400 | 80.25 | 17.43 | 218 | 0.14 - - -
1600 | 96.86 | 1.62 1.03 | 0.049 | 0.24 0.1 | 0.049 | 0.049
1700 | 941 185 | 259 | 037 | 037 | 037 | 037 -
1800 | 89.46 | 712 | 227 | 057 | 028 | 0.28 - -
1900 [ 80.95 | 10714 | 536 | 2.98 -
2100 | 776 | 1198 | 6.77 | 312 | 052 -
2200 | 45.16 | 19.36 | 3.23 | 29.03 - 3.23 - -
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e

Puc. 4. MukpocTpyKTypa 00pa3iioB HUTPUIA ATIOMHUHUS, CIIEUYCHHBIX TPH AaBICHUU
4 GPa u temnieparypax, °C: a — 1400, x8500; 6 — 1600, x5400; ¢ — 1800, x8500; 2 — 1900,

x10000; 0 — 2100, x8500; e — 2200, x8500
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a 0

Puc. 5. Tunmunbie 00J1aCTH MUKPOCTPYKTYPBI (H300pakeHHe Ha MPOCBET) 00pas3loB HUTPHIA
AIMOMHHWUS, criedeHHbIX 1py naBienn 4 GPa u temmneparype 2100°C B teuenne 60 S; 19000
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Puc. 6. 3aBucuMocCTb cofepkanus 3epeH ¢ pazmepom 1o 0.5 pm B oopasmax AIN ot Tem-
nepaTypsl criekanus moj nasienuem 4 GPa

Puc. 7. 3aBucuUMOCTb cpeiHero pasmepa 3epeH B oopasuax AIN ot temmeparypsl crieka-
Hud o nasiieaueM 4 GPa

Kak BumHO U3 puc. 2,6 u 6, pa3mep 3epeH B 00pa3liax OKa3bIBaeT CYIICCTBCH-
HOE BIIMSHHE Ha IIUPUHY AU(PAKIMOHHBIX JTMHUN HUTPUAA ATIOMUHHS. yBeIU4e-
HHE CoJepKaHus 3epeH ¢ pazmepom 10 0.5 Um B criedeHHBIX 00pa3ax conpoBo-
KIIAeTCs POCTOM YPOBHS MHUKpOHANpsDKeHWi. B 0o0pasmax, MomydeHHBIX IpH
temneparype crekanus Boimie 1600°C, cpennuit pa3mep 3epeH yBEIUUUBACTCS 10
1.2 pym ¢ poctom TemiiepaTypsl (puc. 7, Tabnuia), a ypoBeHb MUKPOHAMPSHKCHUI
YMEHBILIACTCS 10 3HAUYCHHI, XapaKTePHBIX JUIs UCXoqHOTo moporika AlN.

VuuThIBask XapakTep M3MEHEHUs! IUIOTHOCTU CIIEUYCHHBIX 0OPA3IoB C YBEITHMYCHH-
€M TeMIIepPaTypbl CIICKaHUS ¥ YIIUPCHUS TU(DPAKIIMOHHBIX JIMHUI HUTPUIA ATFOMU-
Hus (CM. pHC. 2,6), a TaKKe M3MEHEHHUS CPEIHEro pa3Mepa 3epeH (puc. 7), MOXKHO
yTBEPIKZIATh, YTO MOBBIIICHAE TEIIONMPOBOIHOCTH 00pa3ioB (cM. puc. 4) CBSA3aHO B
OCHOBHOM C YMEHBILICHHEM HX MOPUCTOCTH, YBEITMYEHHEM Pa3MEPOB 3€PEH BCIIEIICT-
BHE PEKPHCTAUIN3AINH U MOHKEHUEM YPOBHS MUKPOHAIPSDKCHUI 10 YPOBHS HC-
XOJIHOTO TOPOIIKA U JaKe HIKe (CM. pHC. 2,0). YMEHbIICHHE TEILIONPOBOAHOCTH
NpH yBeIM4YeHUH Temrieparypsl criekanus 10 2200°C Moxet ObITh 00yCIIOBIIEHO TT0-
HIDKEHHEM IIOTHOCTH 00pa3ioB U yacTuaHou quccormanmeii AlN.

60



®du3uKa 1 TeXHUKA BLICOKHUX AaBJjaenuit 2015, tom 25, Ne 1-2
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6

Puc. 8. MuKpOCTpyKTypa 00pa3iioB HUTPUIA aJFOMUHHS, CIICYCHHBIX MPH TEMIIEpaType
1900°C u naBienun 4 GPa B teuenue 30 S (a), 120 s (6) u 180 s (8); x8500
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HccnenoBanuss MUKPOCTPYKTYpBI monydeHHbIx oOpas3uoB AIN moka3zamu, 4uto
CTPYKTYPHBIC H3MEHCHHUS 3aBUCST HE TOJIBKO OT TEMIIEPATyphl CIICKaHHs, HO U OT
ero npopokutensHocTu (puc. 8). C yBenndeHneM BpeMeHH criekanus oT 30 10
180 s npu Temmeparype 1900°C u nasnenun 4 GPa B pesynbraTe pekpucTaim3a-
IIUU CpeTHUI pa3mep 3epeH B oOpasmax pacteT ¢ 0.53 1o 0.89 um, a 3HaueHus ux
wiotHocTH (~ 3.24-3.25 g/em”) u terumonpoBoarocty (~ 185 W/(m:K)) ocrarotes
HOCTOSTHHBIMU HE3aBUCHMO OT BPEMEHH CIICKaHMSI.

Takum 00pa3oM, BBHICOKME 3HAYEHUS MUKPOTBEPAOCTH H TEIIONPOBOIHOCTH
00pa3IoB MOJMKPUCTATITNISCKOTO HUTPUAA AIFOMUHUS B 3HAUNUTEIILHOW CTETICHH
OTIPEICTISIOTCS. PeKUMaMH TepMOOapu4Ieckoil 00pabOTKH, 00eCIeUnBAIOIIUMHU
BBICOKYIO TUIOTHOCTHh M HEOOXOJAUMYIO MHUKPOCTPYKTYPY, B POPMHPOBAHUHU KOTO-
POIi OTpeNeNIONIYI0 POJIb UTPAIOT MPOLECCHI Ae(hOPMALIUH U PEKPUCTATITH3ALINH.

3akiaroueHue

HccnenoBaHo BiMsSHHE MapamMeTpoB TepMoOapudeckoll 00pabOTKH Ha MHKPO-
CTPYKTYPY, IFIOTHOCTh, MUKPOTBEPJOCTh U TEIIONMPOBOIHOCTH 00pa3llOB HUTPHU-
Jla ATIOMUHMS, CTICUEHHBIX MPH AaBieHusax 2.5 u 4 GPa B auamna3one TeMieparyp
1300-2200°C 6e3 ncnoap30BaHUsT aKTUBUPYIOIINX JOOABOK.

YcTaHOBIIEH HEMOHOTOHHBIN XapaKTep UX U3MEHEHHUS OT TEMIIEPaTyphl ClieKa-
Hust. [Iporecch nedopmannm 1 peKpUCTAIUTM3ANN UTPAIOT ONIPEIENISIONIYIO POJIh
B (hOPMHPOBAHMH TUIOTHOW MUKPOCTPYKTYPHI M CBOMCTB 00pa3IloB HUTPHIA aJlto-
MUHHS B YCIOBHUSX BBICOKHX JIaBJICHUU M Temrieparyp. BemuunHa naBieHus: oka-
3bIBA€T 3HAYUTEIHHOE BIUSIHNEC HA CTEIICHb YIIOTHEHUS M YPOBEHb IE(PEKTHOCTH
CIIEYEHHOTO MaTepHaia.

Haunbonee Bricokasi oTHOCUTENbHAsA MIOTHOCTH 99.7% nocturnyra y oopas-
OB HUTpHUJA aIOMHHHS, CTIeYeHHBIX mpu aasiennn 4 GPa m Temmeparypax
1800-2100°C. IIpu »TOoM yBedHMuUE€HHE MHUKPOTBEPIOCTH OOpa3lOB OO MAaKCH-
manpHOro 3HaueHus ~ 20 GPa ¢ moBbIIIEHHWEM TeMIepaTypbl CHEKaHHS [0
1800°C cBsi3bIBaeTCs ¢ YIUIOTHEHHEM MOPOIIKAa HUTPUAA alFOMUHHUS, a €€ CHIDKE-
HHUE TIpH OoJiee BBICOKHX TEMIIEpaTypax CIIEKaHWs — C POCTOM 3€pHa B IpOIecce
PEKPHUCTAUTM3AUH U YMEHBIICHUEM CTETIeHH eeKTHOCTH MaTepraia. OOpa3ibl
C MaKCHMaJBHOW TBEPIOCTHIO UMEIOT IUIOTHYIO BBICOKOJHUCIIEPCHYIO 3€PEHHYIO
CTPYKTYpY, B KOTOpOM coaepikaHue 3epeH pazmepoMm menee 0.5 Um cocrasinser
oxouto 90%.

C yBemmuenueM temneparypsl criekanus ot 1400 no 2100°C npu nasnenuu 4 GPa
TETUIOTIPOBOHOCTE 00pa3I0B HUTPUIA ATIOMUHHS MOHOTOHHO BO3pacTaeT a0
makcumanbHoro 3HaueHus 180-190 W/(m:K). DTo cBsizaHO B OCHOBHOM C YBEITH-
YeHWEM HX IUIOTHOCTH W CPEIHETO pa3Mepa 3epHa BCIEICTBHE PEKPUCTAIUINA3A-
IIMH, a TAaK)Ke CO CHIDKCHUEM YPOBHS MHUKPOHANPSHKEHUH O YPOBHS MCXOIHOTO
MOPOIIIKA.
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V.S. Urbanovich, N.V. Shipilo, M.V. Shestel

THE EFFECT OF HIGH PRESSURES AND HIGH TEMPERATURES
ON THE PROPERTIES OF ALUMINUM NITRIDE

The effect of conditions of thermobaric treatment on the density, the microhardness and
the thermal conductivity of the ceramic samples of AIN has been studied as well as the
relationship of these characteristics with the microstructure. The properties of the
polycrystalline aluminum nitride obtained by sintering of the micropowder at the
pressures of 2.5 and 4 GPa in the temperature range 1300-2200°C without activating
additives are investigated. Non-monotonic character of the change depending on
sintering temperature has been fixed. The highest relative density of 99.7% has been
achieved in the samples of the aluminum nitride sintered at a pressure of 4 GPa and the
temperatures of 1800-2100°C. The samples sintered at 1800°C have the maximal hard-
ness of 20 GPa and a highly dense structure with a fine grain size, wherein the content of
grains smaller than 0.5 um is about 90%. The maximum values of the thermal conductiv-
ity of 180-190 W/(m-K) of the samples have been obtained at higher sintering tempera-
tures of 1900-2100°C. This fact is associated mainly with a high density, an increase in
the average grain size due to recrystallization and a reduction of the microstress level
down to the level of the initial powder.

Keywords: aluminum nitride, thermobaric treatment, high pressures and high tempera-
tures, microstructure, density, microhardness, thermal conductivity

Fig. 1. Electron microscope image of particles of the AIN powder obtained by furnace
synthesis

Fig. 2. The sintering temperature dependence of density p, microhardness Hy, and the
broadening AW of lines 203 and 302 of AIN at the pressures of 2.5 (a) and 4 GPa (6)
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Fig. 3. The sintering temperature dependence of thermal conductivity of the aluminum
nitride samples at the pressure of 4 GPa

Fig. 4. Microstructure of the aluminum nitride samples sintered at the pressure of 4 GPa
and the temperatures, °C: a — 1400, x8500; 6 — 1600, x5400; ¢ — 1800, x8500; 2 — 1900,
x10000; 0 — 2100, x8500; e — 2200, x8500

Fig. 5. Typical areas of microstructure (TEM) of the aluminum nitride samples sintered at
the pressure of 4 GPa and the temperature of 2100°C during 60 s; x19000

Fig. 6. The sintering temperature dependence of content of grains with a size up to 0.5 um
in the AIN samples at the pressure of 4 GPa

Fig. 7. The sintering temperature dependence of the average grain size in the AIN sam-
ples at the pressure of 4 GPa

Fig. 8. Microstructure of the aluminum nitride samples sintered at the temperature of
1900°C and the pressure of 4 GPa during 30 s (@), 120 s (6) and 180 s (s); x8500

65



