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AkmyanbHocmb. Pazgumue 2eonoeuu XXI 8. He803MOXHO 663 peweHus hyHOaMeHmasbHbIX NPOBIEM COBPEMEHHO20 Mamepuanose-
OeHusi, 0bycnosneHHbIX 3a0a4amu co30aHUs HOBbIX Mamepuanos (hyHKULOHabHO20 HasHayeHus. Hecmomps Ha MHo2006pasue Memo-
008 cuHme3a OKCUHUMPUOO8 aloMUHUS U YUPKOHUS U KOHCOMUAUPOBaHUS KepaMUKU Ha UX OCHOBE, paspabambieaeMbix 8 Hacmosuwee
8peMs, HayyHbIl U npakmudeckull uHmepec npedcmaessiem meepdogasHbili CUHME3 8 NPOLUECCE KOMNAKMUPOBaHUSI COOmeememeyio-
wux cmeceli 8 uHepmHol ammocgpepe. [pu 3mom nopowku mo2ym 6bimb CNPeccosaHbl 8 KOMNakmb! Kak 00 ChekaHus, mak U e 2o
npouecce. Bo mopom criyyae Mo2ym npuMeHsIMbCs PasiuyHble 8apuaHmbl 20ps4e20 NPECCOBaHUS U UCKPOBO2O NNa3MeHH020 cneka-
Hus. [ns myaonnagkux UOHHO-KOBaIEHMHbIX OKCUHUMPUOO8 NEPEX00HbIX MEMAIOs akmusUPO8aHHOE CNekaHue Siensiemes akmyarnb-
Hol npobriemod, mak Kak OHO ocywiecmensiemes no Oughgy3UoHHOMY MexaHuamy. s pewerusi smoli npobrems! Heo6XoduMo uccre-
dosaHue 3akoHoOMepHoCmell U MexaHU3MO8 KOHCONMUOUPOBaHUS OKCUHUMPUOHbIX KepaMudYecKux Mamepuasos U Nouck coomeemcmsyio-
wux akmusupyrowux 006agok u Memodos aKkmueupOBaHUsI.

Lenb: paspabomams Memod nomyyeHus 8bICOKONTOMHOLU NPOYHOU KepaMUKU Ha OCHO8E OKCUHUMPUAa amoMUHUS U YUPKOHUS, 8KITHo-
Yatowuli cuHme3 CxueaHusi NOPOWKOBbIX cMecell U nocredylowee 2opsiyee npeccosaHue 8 UHepmHoU ammoccbepe, u uccrnedosamsb
CMpyKmypy U ¢husUKo-MexaHu4ecKue ceolicmea Nosy4eHHbIX KOMNakmos.

Memodbi: cumosbiii aHanu3 KpynHOAUCNEPCHbIX NOPOWKOB C Ucnonb3osaHueM aHanuzamopa A20, peHmeeHopa3osbili aHanua uccre-
Oyembix 06pa3yos, 2udpocmamuyeckoe 83sewusaHue 0nsi onpedeneHus Kaxywelics nmomHOCMU CneyeHHbIx 0bpasyos, usMepeHue
MUKpomeepdocmu cneveHHbIX 06pa3yos, pacmposas SIekmpOoHHas MUKpockonusi, Scratch-mecmuposarue.

Pe3ynbmamb. lNonyyeHa kepamuka Ha 0CHO8e OKCUHUMPUOa atoMUHUS C NPUMEHEHUEM YHUKaIbHO20 Memo0a, BKIT0YaKoWe20 CUHMe3
nopowka Al203-AIN nymem cxueaHuss HaHonopowka Al u nocnedyroujee 2opsyee npeccosaHue 8 uHepmHol ammocgepe. [lonyyeHHas
Kepamuka umena cnedyrujue husuKo-MexaHuyeckue ceolicmea: Modynb ynpyeocmu npu uHOeHmupogaHuu Eir=286537 Mfla, meep-
docme uHdeHmuposarusi Hir=13160 Ml a, npoyHocms 0bpa3yos 0s=2912 MIa. Memodom 2opsye20 npeccosaHusi nofyyeHa 8bICOKOMO-
OynbHas npoyHasi okcuHumpudHas kepamuka ZrO2-ZrN (Modynb ynpyzocmu npu uHOeHmupogaHuu Eir=323897 MIla, meepdocmb uH-
OenmupogaHusi Hir=19244 Mlla, npoyHocmb 06pa3yos 0s=3381 MITa). [Tony4yeHHble Mamepuansi npednazaromes Ons Ucnoib308aHUS 8
MEXHOM02UU (hyHKUUOHAMbHOU KepaMUKU HOB020 NOKOSEHUS.

Knioyesnble cnosa:
HaHonopowok armomuHus, QUOKCUQ YUPKOHUST, OKCUHUMPUO amtioMUHUS, KepamMuka,
CUHME3 CXKU2aHUEeM, 20psyee NPeccogaHue, HaHOUHOEHMUPOBaHUe.

HecmoTps Ha MHOrooOpasue METOJOB CHHTE3a OKCH-
HUTPHUIOB aJTIOMUHUS U IUPKOHUA M KOHCOJUIUPOBAHUSA
KEpaMHUKH Ha MX OCHOBE, pa3pabaThiBacMBIX B HACTOSIICE
BpEMs1, HAyUHbIH U NIPAKTHYECKUI MHTEPEC NPEACTABIACT
TBEpAO(a3HBIH CHHTE3 B IPOLECCE KOMIAKTHPOBAHHS
COOTBETCTBYIONIUX cMecel B MHepTHOH atMocdepe. [Ipu
3TOM MOPOLIKH MOTYT OBITH CIIPECCOBAHBI B KOMIAKTHI
KaK JI0 CIIeKaHus, TaKk U B ero npouecce. Bo BTopom ciy-
Yae MOTYT TIPHMEHAThCI Pa3lUYHbIe BAPUAHTHI TOPSUETO
IPECCOBAHMA M HCKPOBOTO IUIA3MEHHOIO CIICKAHHA
(MIIC). [ng TyromiaBKMX HOHHO-KOBAJEHTHBIX OKCH-
HUTPU/IOB NIEPEXOAHBIX METAIUIOB aKTHBUPOBAHHOE CIIE-

BeepeHue

PasBurne reonorun XXI B. HEBO3MOXKHO 0€3 pemieHns
(yHIaMEHTaNBHBIX MPOOIEM COBPEMEHHOTO MaTepHano-
BeJIeHHs, OOYCIIOBIEHHBIX 3aj[a4yaMH CO3JaHWS HOBBIX
MaTepHaioB (yHKIMOHATBHOTO Ha3HaYeHNs. MaTeprainsl
Ha OCHOBE OKCHHHTPHIHBIX ()a3 C PeryJspHBIM pactpe-
JelIeHUEM KOMIIOHEHTOB C Pa3MYHOM CTENEHbIO MOHHO-
CTH XMMHYECKOH CBS3M XapaKTEpPH3YIOTCS YHHKAIbHBIM
COYETaHHeM MPOYHOCTHBIX, JIEKTPO- M Temiodusnde-
CKHX CBOICTB: HU3KOU IJIOTHOCTBKO M BBICOKOH TBEPHO-
CTbI0, BHICOKOH TEIIONPOBOAHOCTBIO ¥ HU3KON 3NEKTPO-

IIPOBOAHOCTHIO, MOBBIIICHHON TEPMHYECKOH CTAOMIBHO-
CTBIO JKAPOIPOIHOCTEIO 1 1p. [1, 2].
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KaHUE SBIAETCSA AKTyalbHOH MpoONeMOH, Tak Kak OHO
ocymecteisieTcs no audQy3noHHOMY MexaHusmy. s
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pelieHust 3ToH mpobneMbl HEOOXOAUMO HUCCIENOBaHUE
3aKOHOMEPHOCTEH M MEXaHW3MOB KOHCONHAHPOBAHHUS
OKCHHUTPUIHBIX KEPAMIYIECKAX MATepUaloB U IIOHMCK
COOTBETCTBYIOIINX AKTHBUPYIOIMHNX A00aBOK M METOIOB
aKTUBMPOBAHMA. AHANU3 HAy4yHO-TEXHHYECKOH nuTepa-
TypBI IOKA3bIBACT, YTO BAPHAHTHl AKTUBHPOBAHHOTO CIIE-
KaHUs C IPUMEHEHHEM JT00aBOK, B TOM YHCIIE HAHOMIWC-
TIEPCHBIX MOPOIIKOB, pa3paboTaHbl HexocTaTouHo [3-5].

B nacrosmee Bpemst mogasiisioniee OONBITMHCTBO HC-
CleJIOBaHUIl OKCUHMTpPHA aTIOMUHHS CBA3aHO C paspa-
00TKO# Mpo3padHoll Nerkoii kepaMUKK Ha ero ocHose. B
3TOM KJIACCE MATepHaoB HAMOONeEe MEPCIEKTHBHON SB-
JMeTCs TpO3padyHas IMOJTUKPHCTAUIAYECKAS KepaMHKa,
obo3Hauaemas oOmwenpuHaToil ab66peBuarypoil AION.
Ilpu cpenneit motHoctn AION olnmajaer 10CTaTOYHO
BBICOKOH TPOYHOCTBIO, conocTaBuMoit ¢ YAG (amoMmo-
WTTPHUEBBIA TpaHaT) M (UaHUTOM (CTaOMIM3MPOBAHHBIN
2r0y), a mo ypoBHI0 yaapHoii Baskocti AION mpeBocxo-
T BCe MPO3pavHble HeopraHmieckne Marepuaist [6-9].

Taxxe AION yxe mpuMeHsieTcs Kak KepamuKa, mpo-
3pavHast 1715 HHQPAKPACHOTO U3TYUEHHUST MULTUMETPOBO-
T0 IMaTa30Ha, I OKOH ckaHepoB. Kpome Toro, ona pac-
CMATPHBAETCS KaK KOHKYPEHT IOJYIPOBOIHUKOBEIM
TOJUTOKKAM C BBICOKOH TEIUIONPOBOJHOCTBIO U3 HUTPUJIA
QTIOMUHMS JIS SIEKTPOHHBIX YCTPOICTB G0JbIION MO~
uocrw [10].

Beenenue mprmeced MEIT0YHO3EMENbHBIX, PEIKO3E-
MEJBHBIX 2JIEMEHTOB B COCTAB AHOKCHAA IMPKOHHUS C 00-
Pa30BaHHEM TBEPJBIX PACTBOPOB SBISECTCS CTAHIAPTHBIM
NIPHEMOM CTAOMIIM3ALUN BBICOKOTEMIIEPATYPHBIX MOJIH-
¢ukanuit ZrO, MPOSBISIONINX BBHICOKYH0 HOHHYKO MPO-
BOJMMOCTb U B PSZie CIy4aeB MOBBIMICHHBIE MPOYHOCT-
HbIe CBO¥CTBA. IHBIM CIIOCOOOM CTaOMIH3aINH (IIFOOPH-
tononobuo#t (F) crpykrypsl ZrO, sBiusercs rereposa-
JICHTHOE JIETHPOBAHUE KHCIOPOJHON MOAPEIICTKH IUOK-
CUJIa aTOMaMH HEMETAIUIOB, CPEIN KOTOPHIX HAHOOTIbIIIee
BHUMAHHE TPHUBIEKAeT a30T. BBINO IOKa3aHo, 4TO Ya-
cTrunoe 3amemerne Horos O na N® mossonser crabu-
JU3UPOBATh BBICOKOTEMIICPATYPHBIH KyOWdyecKuit IUOK-
CHJT [IUPKOHHUS TpH 00BIYHBIX yCtoBusx [11, 12].

Bonee mo3muumu mccienoBanuaMu B oomactu ¢-Zr0,
YCTaHOBJICHO OOpa3OBaHME CEMEHCTBA YIOPSAOYEHHBIX
¢mrooputononoOHbIx (a3. Ux obuieit 0co6eHHOCThIO AB-
JAeTCS HAIMYME YETKOro TOpsAKa B paclpeleeHHH
NIPHMECHBIX aTOMOB a30Ta ¥ AHHOHHBIX BAKAHCUH 11O Y3-
JlaM HEMETaTMYeCKOH moapernerky marpuisl [13].

IMokazano [14], uto crabwim3amus (IFOPHTONOI00-
HBIX IMOKCHHHUTPHIOB LUPKOHUA NpH 3amertenun O—N
TPOMCXOUT 33 CYET 00pPa30BaHMS CHIIBHBIX TMOPUIHBIX
cBsizeil Zr 40-N 2p. Ponb aHHOHHBIX BAKAHCHIT 3aKITHOUa-
€TCs B PETYIMPOBAHNU CTENIEHH 3aIlOJHEHHS BaleHTHBIX
30H. OnTUManbHas yCTOHYMBOCTD CTPYKTYpPBI IOCTUTAET-
¢Sl TIpH COZEepKaHUH Je(eKTOB (IIPHMECHBIX aTOMOB a30-
Ta ¥ aHUOHHBIX BaKaHCHUI{) B COOTHOLIEHUU (2N3_+Vo).
Wsyuenne ymopsnoueHus Ae(eKTOB MOKa3bIBAeT, UTO
JHEPreTHUCCKUN BBIMTPHII JAOCTUracTCA MpH 00pa3oBa-
HUH B CTPYKTYpe AMOKCHHUTPHIOB KOMIIAKTHBIX aCCOL[H-
aToB aTOMOB a30Ta, IIPH 3TOM JOMOJHUTENbHAS CTA0MIH-
3alys CUCTEMbl IPOUCXOAUT MPU PACHONOKEHHH aHHOH-
HOHl BaKaHCHHM TakuM o0pa3oM, 4TO Ui psifa KaTHOHOB
aToMHas KOHGUryparms ux OIMKHETO OKPYKEHHS COOT-

BETCTBYET YCIOBHIO HX <(JIOKAIBHOH CTEXHOMETPHID)
(ZrOsN,Vo).Vxkazannbie KmacTepsl 1e()EKTOB  MOXKHO
paccMaTpuBaTh KaK 3apoJbllid HUTPUIHOH (a3kl B 00b-
eMe TMOKCHHUTPHUIIOB UPKOHHUSL.

Lenbro pabOTHI SBISIOCH HCCIIETOBAHIE CTPYKTYPHI 1
(U3MKO-MEXaHNYECKUX CBOWCTB KEPAMHKH HA OCHOBE
OKCHUHUTPUJIOB AIIOMUHHUS M IUPKOHHS, MONY4YEHHOI ro-
PAYMM MPECCOBAHMEM TOPOIIKOBBIX CMeceii.

MaTeleaﬂbl U MeToAbl UccnegoBaHusA

Jlnst cuHTe3a OKCHHUTpPHA ATFOMHHUS MCTOTB30BANH
HAHOKPHUCTAIUTMYECKHH MOPOIIOK ATIOMHHUSA, MONYyYCH-
HBI METOJOM OJJIEKTPHYECKOTO B3DPHIBA IPOBOITHUKOB.
[Iporecc B3phIBa OCYNIECTBISUICS B JIAOOPATOPHOM ycTa-
Hoke Y/II'-5 B arMocdepe aprona u moapoOHO nccieno-
BaH B paborax [15, 16]. [ns momydeHus OKCHHHTpPHAA
AMFOMUHES HaHOTIOpOIoK Al cxxuranu B atMocdepe Bo3-
Iyxa. 3aKOHOMEPHOCTH M MEXaHH3MBI TOPEHI MeTaJLIHe-
CKHX TIOPOIIKOB TTOAPOOHO M3y4eHsl B psiae padot [17-20].

Cnéxn AIOyN,, momyuyeHHBIE CXXHIaHHEM HaHOIIO-
pouka Al B Bo3mgyxe, oOpabarbiBamy B IUIaHETApHOMH
MenbHuIE «AkTHBaTop SLy B Teuenue 20 MUH, CKOPOCTh
BpAIICHNS Pa3MONBHBIX CTaKaHOB cocTaBmsuia 20 ¢
MexaHuueckyto 00pabOTKy HPOBOMMIK C IEIBI0 H3-
MEJbUYEHHS TIOPOIIKOB U MX MEXaHOaKTHBaluu. Mento-
IMMH TeaMH SABJSUTUCH JTHOKCHALMPKOHHEBBIE IIAPHI.
B pesynbrate MeXaHHYECKOrO0 BO3ICHCTBUA B HPUKOH-
TAKTHBIX O0NACTAX YACTHI[ POHCXOJWIA 3HAUUTEIbHAS
wiacTIIeckas aedopmamus. Permakcamus BO3HUKAIONINX
HAMPSHKCHUH MOXXET MPOUCXOIUTH IYTEM BBIACICHHUS
Temna, 00pa3oBaHus HOBOM MOBEPXHOCTH, BO3HUKHOBE-
HOS Pa3NUYHBIX Je(EeKTOB B KPUCTALNAX, HHUINHAPOBA-
HUs TBepaodasHeIX XuMudeckux peakuui [21]. [To mepe
YBENMYEHHUS] MOIIHOCTH MEXaHHWYECKOTO HMITYIbca H
BPEMEHU BO3JEHCTBUSA IIPOMCXOAUI MOCTENIEHHBIN Hepe-
XOJI OT peNaKcaluy MyTeM BBIACICHUs TeIa K peraKca-
A, CBS3AHHOW C paspyIICHHEM, NUCTICPTHPOBAHAEM M
TUTACTHYECKOM Je(opManyeldl Matepuana W TOSBICHHEM
aMOpP(HBIX CTPYKTYp pa3liuHOH mpuposl. Kaxamom pe-
JIAKCAIlMH TIOJIS HANPSDKCHUH MOXKET OBITh TAKKe XUMHU-
4ecKas PeaKilis, MHUIMUPYEMas pa3HbIMH MEXaHU3MAaMH,
TaKUMH Kak TpsMoe BO30YXKJICHHE W Pa3phiB CBA3H, KO-
TOPBIE MOTYT PEATM30BAThCA B BepIIMHE TpemwHEl. O6-
paboranssie nopouku AlO,Ny mpocensanu depes craH-
naptHoe cuto Ne 004.

AHaNOTMYHO TIOATOTABIMBANM TOPOIIKOBYK) CMECh
OKCHJIa ¥ HUTPUIA MUPKOHKS B cooTHOmeHNH 50 Mac. %
Zr0, — 50 mac. % ZrN. Jlng ee moxydeHus HCTIOMb30BATH
TPOMBINIIEHHBI HAHOKPHCTAJIMYECKUI OKCHAHBIN I10-
pomok ZrO, ¢ nobaskoit 3 moa. % Y,03 mapku YIIO
BTV 4-25-90, momy4eHHBIH B YCIOBHAX MIIa3MOXUMHYE-
ckoro cunte3a (IIXC), u mopomox ZrN xBanupuramuu
«» TY 6-09-4050-75. Haubonee pacmpocTpaHECHHBIH
croco0 TONyYeHHs. OKCUJTHBIX HAHOMIOPOIIKOB METOIOM
IIa3MOXMMIYECKOTO CHHTE3a 3aKII0YaeTcss B I0faue
BOJHBIX pacTBOpoB HuTparoB MeramioB (Al, Zr, Y,) B
COIUIO IUIA3MOTPOHA, TCHEPHUPYIOIIETO IUIa3My BO3IyXa.
B kammix pacTBopa BOSHMKAIM YPE3BEIYAHHO BBICOKHE
TEeMIIEPaTypHbIC TPAJUEHTHI. [IPOUCXOIUT OYEHDH OBICT-
pBI TIpoIlecC CHHTE3a M KPHCTALIH3ALHUH TpeOyeMoro
OKCHJId WJIH CMECH OKCHIOB HA TOBEPXHOCTH KAIUTHA C

185



/13BecTst TOMCKOrO NONUTEXHUYECKOTO YHUBEPCUTETa. MHXMHMPKHT reopecypcos. 2022. T. 333. Ne 2. 184-192
MatperuH C.B. 1 ap. Wccnenosanme CTpYKTYpbI 1 OU3NKO-MEXaHWHECKUX CBOICTB KEPaMM K1 Ha OCHOBE OKCUHUTPUAOB amMOMUHIS W LIAPKOHMS

OJTHOBPEMEHHBIM HCIIAPCHHEM BOJBI 4epe3 KPHCTAILIH-
3yromytocs chepuieckyro Kopky. IloaToMy oxcumHbie
nopomky, mnomydeHnsie [IXC, uMeOT XapakTepHyIO
(bopmy TONBIX cep, COCTOANMX U3 HAHOKPUCTAIUTUTOB U
aMOp(U3MPOBAHHOH MEKKPUCTALTUTHON (asel  [22].
Pa3mep cdep 3aBHCHT OT CKOPOCTH TIOJ]aYX PacTBOpa de-
pe3 (pOpCYHKY B IIIa3My OT TEMIIEPATYpHl i BapbHPYETCS
B npezenax 100...1000 M, pa3Mep KpUCTALTUTOB, 00pa-
sytomux cepy, cocrapnser 50...100 um. Cnenyer oTme-
TUTh BBICOKYI) TOMOTE€HHOCTH ILTa3MOXHMHYECKHX II0-
POILIKOB TBEPABIX pacTBopoB ZrO; [23].

Jlist uueHTHUKAIMN KPUCTALINYECKUX (a3, IPUCYT-
CTBYIOLIMX B MCXOJHOM HAHOMOPOIIKE, MPOAYKTaX Cro-
paHUs HAHOTIOPOIIKA AMOMUHHUS B PA3TMIHBIX YCIOBUAX,
a TaKKe ero cMeced ¢ J00aBKaMH OKCHIOB MPOBOJIMIN
PEHTreHO(a30BBIH aHaNU3, KOTOPBIH OBUT BBINONHEH C
HCTIONb30BaHneM Judpaktomerpa dudpeit-401 ¢ anomom
M3 Kemesa. V3mydeHWMe — pEHTreHOBCKOW — TPyOKH
MFeg )=0,193 um.

OO6paboTaHHble B IUTAHETAPHON MEJIbHHIIE HOPOLIKO-
BBIE CMECH KOHCOJIMIMPOBAIH C UCIOIB30BAaHHEM METO/1a
ropsigero npeccosanus (I'T1) B rpaduToBoil mpecc-dopme
B atMoc(epe aprona B UHCTUTYTE (UBHKU TIPOYHOCTH U
marepuanosefenuss CO PAH. Merox I'Tl sBnsercs 3¢-
(DEeKTHBHOI TEXHOJIOTHEH, 03BOJAIOMIEH MONyyaTh BbI-
COKOIUIOTHBIE TYTOIUTaBKHE MaTepHaibl C BBICOKMUMH (u-
3UKO-MEXAHWYECKAMHU XapakTepucthukamu. Pexumer ['11
yKa3aHsl B Ta0. 1.

Tabnuuya 1. Pesicumvl copsive2o npecco8anusi
Table 1.  Modes of hot pressing

JlaBenue Bpewt 1/13? rep- Temmneparypa
MHUYECCKOU BbI- o
Cocra nopouika Tpeccosa- JIEPIKKU, MUH CrICKaHiA, ¢
. uus, MIa f . Sintering tem-
Powder composition Pressure Time of iso- erature
MPa ' | thermal holding, P oC '
min
(AIN)x(Al,03)1« 40 20 1600
50 mac. % ZrOp—
50 mac. % ZrN 40 20 1700

Tpumeuanue: x sapvupyemces é npedenax om () 0o 1.
Note: x varies in the range from O to 1.

lopsiee mpeccoBaHmMsT B 3aKPHITHIX Mpecc-(opmax
TpeACTaBAeT co00H Mpolecc KOHCOMMUAAUNN MOPOIIKO-
BBIX MAaTepHanoB MOCPEACTBOM OFHOBPEMEHHOTO TIPHIO-
JKEHUS 0CEBOTO JJaBJIECHHS U CIIEKaHUs MOPOLIKOBOTO TeJIa.
Merton I'Tl 3¢ dexTuBeH 1T MOMyYEHHS PA3THYHBIX TH-
OB KEpaMMK, B TOM 4YHCIE BBICOKOTEMIEPATYPHbIX.
I'nmaBHBIMK JOCTOMHCTBAMU METOJA ABJIAKTCA BBICOKHE
MPOYHOCTHBIC XaAPAKTCPUCTUKU IMOJTYIACMbIX I/ISZICIII/Iﬁ u
COKpaIlleHHe BpeMeHH Tiporiecca Onmaromaps o0bexuHe-
HHIO MPOIIECCOB CIIEKaHus M npeccoBanus [24, 25].

IIponecc ropsuero mpeccoBaHusl OCYLIECTBIICA IO
cxeMe ofHoCcTOpoHHEro cxatns [26]. IIpecc-popmsl BEI-
TIOJTHEHB! M3 rpaduTa BBHICOKOH IIOTHOCTH. Bo m30exa-
HHUE CIIeKaHWs TMpecc-(pOpMbl M MyaHCOHOB ¢ 00pa3noM
HICTIONIB30BANIM TPaUTOBYI0 Oymary B KauecTBe MpOKIIa-
nouHoro marepuana. IIpeccoBaHue IpoBenEHO B aTMo-
cthepe aproHa ¢ BemMUMHON JaBieHus | aT™ mpu mpesBa-
purensHoM BakyymupoBanuu 1o 0,1 arm. Temmeparyp-
HbIl PEXUM BBINOIHEH CIEAYIOIIUM 00pa3oM: Harpes
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JMHEHHO OCYILIECTBISUICS B TeueHue 10 MUHYT; BBIACPXK-
ka B Teuenne 20 MUHYT TpH 3aJaHHOW TeMrmepaType u
nasnennn 40 MIla; oxmaxaenue B TeueHue 15 MUHYT 10
temmeparypsl okono 400 °C; ecTecTBEHHOE OXJXK/ICHHE
B TeueHue 15 MUHYT B paboueii kamepe.
I'opsiuenpeccoBaHHble  00paslbl NPEACTaBILIN OO0
e Ips! arametpoM 15,0+0,1 M 1 BeicoToit 5,0+0,2 Mm.
[ImoTHOCTH CIIeYEeHHBIX 00PA3IOB P OMPENENSUIN TH-
pOCTaTHYECKUM B3BewIMBaHHEM B 96%-M 3TWIOBOM
crupte (pe;=0,807 r/em’® npu 20 °C) ¢ TOTpemHoCTbI0
40,001 r. PaccuuThIBaIM TaK:Ke OTHOCUTENBHYH ILIOT-
HOCTh 00pa31oB ® B COOTBETCTBUHU C BHIPAKEHHEM:

6="100 %,
T
TZIe P, — TEOPETHUECKAs UIOTHOCTD KEPAMHUKH.

OO6pasiel MUTH(OBATH U OTUPOBATIHU € TIPUMEHCHHEM
AIMa3HBIX TIACT C LENBI0 TOTyIeHUS MONTHPOBAHHBIX MO-
BEPXHOCTEH, 00TaJAIONINX MEPOXOBATOCTHIO, JOMYCTH-
MO# JUIs IPOBEICHUS TIOCIEAYIONIEr0 HHICHTHPOBAHUS 1
Scratch-rectupoBanus.

WunenTupoBanne OCYIIECTBISUIN C IOMOIIBIO TPHOO-
pa Nano Indenter G200 B coOTBETCTBHH CO CTaHIAPTOM
ISO 14577. [IpovHOCTH CrICUCHHOM KepaMHUKH OTIpEeNs-
m no meroauke «Scratch Testing» Takke ¢ MOMOIIBIO
npubopa Nano Indenter G 200. CyTb MeToa 3aKnt04aeT-
sl B HAHECEHNH Ha MCCIEAYEMYIO MOBEPXHOCTh Iaparri-
HBl maHOM 500 MKM mOj JeiCTBHEM JMHEWHO BO3pac-
tatomedl Harpysku (ot 0 go 100 MH) u mocnexyromem
ONPENICNCHAN TTyOUHBl M IIUPHHBI PO [[APATIHHBL
Ha auctanmud 40 M. TIpoynocTs 00pa3IoB Gs paccy-
THIBAJIACH 110 hOpMyIaMm:

G. = Fy & ah
= =
S Agsina 2V3sina  cosa’

rie F, — HOpMambHas Harpyska; A; — MPOEKIMOHHAS
WIOMA/bp OTIEeYaTka OT mupamussl bepkosuua; a u h —
MHPHHA U TTyOuHA PO apamiHel HA JHCTAHIHH
4(0) MKM COOTBETCTBEHHO; O, — yTOJ, M MUpaMuisl bep-
KOBHYA PaBHBIH 65°.

MUKPOCTPYKTYpY MHKPOILTH(OB TOPSYETIPECCOBAH-
HBIX 00pa3IoB M3y4Yall METOIOM PacTPOBOH AIEKTPOH-
HOW MHUKPOCKOTIMH C WCIONB30BaHUEM NpuOopoB JSM-
840 dupmst «Jeoly 1 CM-12 pupmsr «Philipsy.

Pe3ynbTathl 1 ux 00cyxaeHne

Jns u3ydeHHs HPORYKTOB CTOPAHHS HCCIETyeMOro
HIT amomunus obpaser; Maccoif 4 T ObUT COXOKEH B BO3-
nyxe. CocTaB MPOAYKTOB CTOpaHHs OBLT IpeNcTaBICH
CTEIYIOMMME KpucTamaeckumu dazamu (puc. 1): HAT-
PUI QTOMUHHS, OKCHHHTPH[ ANIOMHHHS, OCTAaTOYHBIH
ANIOMUHHH, OKCUJ] aTFOMUHHS.

CozepxaHie KOMIIOHEHTOB PAcCUMTHIBAIM MO (op-

MyJe:
=1/ 0
=1

rae |j — MHTEHCHBHOCTH MaKCHMAJILHOTO MHKa i-# (asbl.

B nponyxrax cropanus HII antoMmunus paccuuTanHoe
COepXkaHUe HUTPHUAA, OKCHAA M OKCHMHUTPHAA aTIOMU-
HEA cocTaBmio 45, 27,5 u 27,5 % cOOTBETCTBEHHO.
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B tabn. 2 m Ha puc. 2 mpuseneHs! u3MKO-
MEXaHMYIECKUE CBOMCTBA TOPSYETPECCOBAHHOM KePaMUKU
1 pe3yJIbTaTHl HpOBeeHIS Scratch-TecTUpOBaHIS.

Jlnst pacdera OTHOCHUTENHHOW TIOTHOCTH CIIEYEHHOM
KepaMHKH{ HCTIOTb30BAIN H3BECTHYIO (OPMYJTY aiIUTHB-
HOCTH, C MOMOIIbI0 KOTOPOH Ompenensercs TeopeTuue-
CKasl MIIOTHOCTh MHOTOKOMIIOHEHTHBIX a3 [27].

Heo0xomuMo OTMETHTB, 9TO HPH BHEAPCHUH IHpa-
Muzs! bepkoBnda B TOBEPXHOCTD HCCIEyEeMOro MaTep-
ana BOKpYT OTIeyaTka obpasyercss 00bEMHOE CIOKHOHA-
NpsDKEHHOE W CNOXKHO/e)OPMUPOBAHHOE COCTOSHHE,
Onm3KOe K BCECTOPOHHEMY CHKATHIO, TIPHYEM 3HAUCHHS
KOMIIOHEHT COOTBETCTBYIOLINX TECH30POB PA3TNIHEL.

Penetration Curves With Roughness (nm)
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Fig. 1. Diffractogram of combustion products in air of alu-
minum nanopowder

400
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Puc. 2. Cxema yapanunwi (a) u ee npoguns (6) na nogepxnocmu obpasya cocmasa 50% ZrO,—50 % ZrN
Fig. 2. Scratch pattern (a) and profile (b) on the sample surface 50 % ZrO,-50 % ZrN
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Tabnuuya 2. Puzuko-mexanuyeckue CcGOUCMBA CNEYEHHOU

Kepamuxu
Table2.  Physical and mechanical properties of sintered
ceramics
=
™ o
2, z 5
S w i | E
O'B =] c E © <
S £ 5 1L B o
o o = =
= o | X - ] s | T == %
=, | 22 |8 25 |5 £[g=
SElSE|es| EE|ET | ®
Sl 2ElTanl S| 8 8l s
a @ A o 85 g j=)] o 2 a D
Coap | 2| 85|55l £ | EEIE 6
Composition | 8 2| Z 5| 29 TS| E 89 &
‘D = [5)
cglgz|8s| E2| 55|28
SRl Es|g g = © Z 2 |e &
ED =S |53 E % = =2l £
E5|59| 8 8| E g 53
g2~ E o382 &
£ 2 E5 |2 S
g5 3 ~ 2| 3
o= 25 |+
o= 5 =
15 > 8
= E 9
EO =
(AIN),(ALOs). | 3,25 | 358 [90,86| 286537 | 13160 | 2912
50 mac. % ZrOy—
50 mac.% ZrN 5,88 [ 6,41 |91,73| 323897 | 19244 | 3381

Ipumeuanue: x eapvupyemcs 6 npedenax om 0 0o 1.
Note: x varies in the range from 0 to 1.

Ha puc. 2 mpuBeneHsl pe3ynbTaThl HAHECEHHSA 1 TIPO-
(UIMPOBaHKS IAPANMHBl HA IOJHMPOBAHHYIO MOBEPX-
HOCTh 00pasnoB cocraBa 50 mac. % ZrOZ—SO Mac. %

ZrN, BeinaBaembie mpubopom Nanoindentor G200 asro-
Mmatudeckd. [lo ocu x oTMedeHa MIMHA L@PamMHbI 110-
BepXHOCTH 00pasia, coctapistomas 500 MKM.

Ha mepBoii cragum (BepXHSS KpHBas) MPOHCXOXHT
CKaHWPOBAHKE MOBEPXHOCTH 00pa3NoB 0e3 HAarpy3KH. 3a-
TEM IMPOMCXOAUT HAHECEHHE LapamuHbl (HIWKHAS KpH-
Bas). B Touke, cooTBeTcTBytomeil 100 MKM, K HHASHTOPY
BepkoBnya MpUKIAIbIBAETCSA YCUIHE, KOTOPOE JTUHEHHO
BO3pAcTaeT, IOCTUrask MAKCUMAJIBHOTO 3HAYEHHS B TOUKE
d, coorBercrByrommeit aucranmuu 600 Mkm. Takum 06pa-
30M, JurHA mapanussl coctanser S00 mxm. Ha Tpetseit
CTajuy MpuOOp CKaHMPYeT HAHECEHHYI0 IapamuHy 0e3
Harpy3kd [Uis ONpeleNeHus OCTaTOYHON Je(opMaruu
(cpenHss kpuBas).

Ha puc. 2, 6 mpuBeneHB pe3yibTaTHl MOMEPEYHOTO
CKaHWpOBaHWsA Mpoduied NapanuH Ha paccrosHun 300
MKM OT MOMEHTA MPHIOXEHUsS HArpy3KH. JTa omepaius
JIaeT BO3MOXKHOCTh OTPEENUTh TIyOMHY U IIMPHHY I1a-
pamluHbI, KONMYECTBCHHBIC 3HAYCHHS KOTOPBHIX HEO0XO-
JUMBI [T pacdera MPoYHOCTH 00pasnos. Crexyer uMeTh
B BHJY, 4TO TIPOQIIb U ITyOMHA LAPAMKH 10 OCH ) OT-
CUMTHIBAIOTCS B HAHOMETPAX, B OTJIMYME OT MX JJIHHBI,
TI03TOMY NIEPBUYHBIE KPHBBIE UMEIOT BHIPAKECHHBIE TTHKH.

IMocne Scratch-tectupoBanusi MOBEPXHOCTH MHKPO-
LT (HOB TOPSIETPECCOBAHHOTO OKCHHUTPUIA ATFOMHHIS
TIOJTY4eHbl aHATIOTHYHBIE PE3YIbTAThL

Ha puc. 3 npuBeneHs! pe3ynbTaThl peHTIeHO(ha30BOTO
aHAIIM3a TOPSUYETIPECCOBAHHBIX 00PA3IOB U3 OKCHHUTPH-
JIOB ANIOMUHMSL ¥ LMPKOHUA. JIMHA BOJHBI M3IMyYeHHUS
cocrapisna 0,193 am.
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Fig. 3. Diffraction patterns of hot-pressed ceramics based
on aluminum (a) and zirconium oxynitrides (b)

W3 nudpaxtorpamm (puc. 3) BUAHO, YTO OKCHHHTPUL
ATIOMUHUS TI0 NPEUMYIIECTBY COCTOUT M3 OKCHHHUTPH]I-
HOUM M HUTPUIHOH (a3 amoMuHus. VcXoas U3 THKOB WH-
TEHCUBHOCTEH, TaHHbIE (ha3bl MPEACTABICHBI PHMEPHO B
PaBHOM COOTHOIIICHH.

B ropsdenpeccoBanHOl cMecH AMOKCHIA M HUATPHAA
LUPKOHMS OKCHHUTPUIHBIX (a3 He oOHapy>KMBaeTcs.
OTO MOATBEPKAAETCS JAHHBIMU PACTPOBOH SIEKTPOHHOH
MHKPOCKOTIMH: CTPYKTYpa CHEUCHHON KePaMUKH Ha OC-
HOBE CMECH JIMOKCUJIA M HUTPUJA [UPKOHHUS TeTepOreH-
Ha. Ecmu pacTBOpUMOCTh KOMIIOHEHTOB U MMEET MECTO
OBITh, TO OHA BECbMa HE3HAYMTEIbHA. DTO MOXET OBITH
OO0BSCHEHO TEM, UTO IIUPKOHUH SIBJSETCS CHILHBIM HUT-
pPUI000PA3YIONIAM 3JIEMEHTOM B YCIOBHAX BBICOKHX
TEMIIEPATyp M MHEPTHOW aTMocdephl, B KOTOPBIX OCY-
IIECTBIIAETCS MPOLECC TOPSIETO MPECCOBAHUS KepaMuye-
ckux Matepuanos. Ha puc. 4, 5 npusenens! potorpapun
MHKPOCTPYKTYP TOPSUETIPECCOBAHHON KEPAMUKH.
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SEM HV: 30.0 kV
View field: 139 pm
SEM MAG: 3.99 kx  Date(m/dly): 10/15/18

SEM HV: 300 kV
View field: 554 ym
SEM MAG: 999 x

WD: 10.75 mm
Det: BSE
Date{midly): 10/15/18

VEGAS TESCAN|
100 pm

Performance in nanospace

WD: 10.76 mm
Det: BSE

VEGA3 TESCAN|
20 pm

Performance in nanospace

Puc. 4. ©omoepagpuu muxpownughos nogepxnocmu o6pazya kepamuxu Al;30,7Ng
Fig. 4. Photographs of microsections of the surface of a ceramic sample Al»30,7N5

VEGA3 TESCAN

SEM HV: 30.0 kV WD: 11.98 mm
View field: 139 pm Det: SE
SEM MAG: 3.99 kx Date(m/dly): 10/10/18

SEM HV: 30.0 kV
20 pm View field: 69.2 pm

Performance in nanospace

SEM MAG: 8.00 kx Date(m/dly): 10/10/18

WD: 12.00 mm
Det: SE

VEGA3 TESCAN|
20 pm
Performance in nanospace

Puc. 5. Domoepagpuu muxpoutnughos nosepxnocmu oopasya kepamuru 50 % ZrO,—50 % ZrN
Fig. 5. Photos of microsections of the surface of a ceramic sample 50 % ZrO,-50 % ZrN

MUuKpOCTPYKTypa OKCHHUTPH/IA ATIOMUHHS OJJHOPOI-
Ha, HAOMIOMAeTCsl HEKOTOpasi MOPHUCTOCTh, HE MPEBBIIIA-
tomas 3-5 %. OKCHHUTPH LMUPKOHHUS MMeeT JByX(as-
HYI0 CTPYKTYpY: CBETJIas COCTaBIISIONIAS TpelCTaBleHa
HHTPHUIOM IMPKOHHMS, cepasi COCTABIAIOIIAS — OKCHHHT-
punom 1upkonus. DU3HKO-MEXaHHYECKHE XapaKTepu-
CTHKH, TIONYYEHHBIE METOJaMH HAHOWHICHTHPOBAHUS W
Scratch-TecTHpoBaHus, OTHOCATCA K JIOKAIBHBIM OecIo-
PUCTBIM yYacTKaM MaTepuana.

3aknioyeHue

[loxazaHo, 4TO METOIWKHM HAHOMHAECHTHPOBAHMA U
Scratch-tectupoBanus ABIAIOTCS 3QPEKTHBHBIMU CPE]-
CTBAMHU OLCHKH (PHU3MKO-MEXAaHHUCCKUX XapaKTEPHCTHK
CIICYCHHBIX KEPAMHUYECKHX MATEpHanoB, 00IaJaroNuM
BBICOKOH CTETIEHBIO 10CTOBEPHOCTH PE3yIbTaTOB.

Bruta ompesienena MmIOTHOCTb CHEYEHHBIX 00PA3IOB,
M3MEpEeHbl MOAYIIb YIPYTOCTH, HAHOTBEPAOCTD U MPEJe
IPOYHOCTH C MCIOJNB30BAHMEM METOJNK HAHOMHICHTPO-

BaHug U ScratCh-tecTHpoBaHus, MCCIEIOBAHbI (a30BBIi
COCTaB M MHKPOCTPYKTYpa CTIeYEHHBIX 00pa31oB.
PaspaboTan yHUKaTbHBEI METOJ TOTYYEHHsS BBICOKO-
IUIOTHOH MPOYHOH KEpaMUKH Ha OCHOBE OKCHHHUTpPHA
ATFOMHHAS, BKITIOYAIONTHi ciHTe3 mopommka Al,O5-AIN my-
TeM CKHraHus HaHomopornka Al 1 mocneayoee ropsyee
npeccoBanre B MHEPTHOW atMocdepe. [lomydeHHas kepa-
MUK MMeJIa CIeAyIomue GpH3nKo-MeXaHmIeCKue CBOHCTBA:
Eir=286537 Mlla, H;r=13160 MIla, 56,2912 Ml1a.
MetonoMm ropsuero NpeccoBaHus MOTy4eHa BBICOKO-

MOJyJIbHAs ~ TpOYHAs  OKCHHHUTPUIHAS  KepaMuKa
ZrO~ZrN (Moaymb YHpyrocTH MNP WHACHTHPOBAHUH
Er=323897 MIla, TBepmOCTP  WHACHTUPOBAHHSA

H7=19244 MlIla, npoanocts 00pasua o= 381 MIla).

HOJ’Iy‘IeHHHe MaTCpI/IaJ'IBI npeanara}oTc;I IUTA UCIIOJIb-
30BaHUS B TEXHOJOTHH (YHKIIMOHATHLHOH KEpPaAMHUKH HO-
BOT'O ITOKOJICHUA.

Paboma evinoanena npu gunancosoii noddepicke POOU:
npoexm Ne 19-03-00160.
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Honoruii HarmoHansHOTo Mccne0BaTenbeKoro TOMCKOTO TIOMUTEXHIYECKOTO YHHBEPCUTETA; IOEHT Kadeapsl Gpu3u-
4yeckoil anekTpoHUKH PakynbTeTa MEeKTPOHHON TeXHUKU TOMCKOrO rocy1apCTBEHHOTO YHUBEPCUTETA CUCTEM YIPaB-
JIEHUS U PAJUOdIEKTPOHUKH.
Muposoit F0.A., acnipanT HanmoHansHOro uccneioBarenbckoro ToMCKOro MOJUTEXHUYECKOTO YHUBEPCUTETA.

‘Iydunoea AO, WHXCHED OTACICHUA €CTCCTBEHHBIX HAYK IIKOJIbI 0a30B0Oro HHXCHEPHOI'O 06pa30BaHI/I${ Hanuonans-
HOT'O UCCIIEA0BATCIILCKOIO ToMCKOro MOIUTEXHUIECKOTO YHUBCPCUTETA.
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RESEARCH OF STRUCTURE AND PHYSICAL AND MECHANICAL PROPERTIES OF CERAMICS
BASED ON ALUMINUM AND ZIRCONIUM OXYNITRIDES

Sergey V. Matrenin',
vm-s@mail.ru

Andrey V. Mostovshchikov'2,
avmost@tpu.ru

Yuriy A. Mirovoy',
y.a.mirovoy@gmail.com

Alexandra O. Chudinova?,
chudinova.1509@mail.ru

1 National Research Tomsk Polytechnic university,
30, Lenin avenue, Tomsk, 634050, Russia.

2 Tomsk State University of Control Systems and Radioelectronics,
40, Lenin avenue, Tomsk, 634050, Russia.

Relevance. The development of geology in the XXI century is impossible without solving the fundamental problems of modern materials
science, caused by the tasks of creating new materials for functional purposes. Despite the variety of methods for aluminum and zirconium
oxynitride synthesis and consolidating ceramic based on them, currently being developed, scientific and practical interest is the solid phase
synthesis during compaction of corresponding mixtures in inert atmosphere. In this case, powders can be pressed into compacts, both be-
fore and during sintering. In the latter case various variants of hot pressing and spark plasma sintering can be applied. For refractory ionic-
covalent transition metal oxynitrides, the activated sintering is an urgent problem, since it is carried out by a diffusion mechanism. To solve
this problem, it is necessary to study the patterns and mechanisms of consolidation of oxynitride ceramic materials and to search for ap-
propriate activating additives and activation methods.

The main aim of the research is to develop a method for obtaining high-density durable ceramics based on aluminum and zirconium
oxynitride, including the synthesis of combustion of powder mixtures followed by hot pressing in inert atmosphere and to investigate the
structure and physico-mechanical properties of the resulting compacts.

The methods: sieve analysis of coarse powders using the A20 analyzer, X-ray phase analysis of the samples under study, hydrostatic
weighing to determine the apparent density of sintered samples, measurement of the microhardness of sintered samples, scanning elec-
tron microscopy, scratch testing.

The results. Using a unique method, including the synthesis of Al203-AIN powder by burning Al nanopowder and subsequent hot pressing
in inert atmosphere, an oxynitride ceramic based on aluminum oxynitride was obtained. The resulting ceramics had the following physical
and mechanical properties: modulus of elasticity during indentation Eir=286537 MPa, indentation hardness Hir=13160 MPa, specimen
strength 0s=2912 MPa. The ultra-high solid oxynitride ceramic ZrO2-ZrN (modulus of elasticity during indentation Eir=323897 MPa, inden-
tation hardness Hii=19244 MPa, specimen strength 0s=3381 MPa) was obtained by hot pressing. The obtained materials are proposed for
use in the technology of new generation functional ceramics.

Key words:
Aluminum nanopowder, zirconium dioxide, aluminum oxynitride, ceramics, combustion synthesis, hot pressing, nanoindentation.
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