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MonyyeHne maTepnanoB U3 HAHOMOPOLUKOB
oKcuAa anioMUHUS C NPUMEHeHUeM
COBpeMeHHbIX MeToAO0B KOHconuaauum

Hccnedosanvl npoyeccsl copiieco npeccoedrusil HAHONOPOUKO8 OK-
cuoa antoOMUHUsL. Paccmompenbl ocobenrnocmu ux YNJIOmHerus 6 npoyecce copsadeco
npeccoeanusl, a maxkodce GAUSAHUE PEeHCUMOB copAdec0 NnpecCOoB8aHusl Ha CMpyKmypy
mamepuaios U3 HaHo- u Cy6Mqu0HHle nopoutkoe okcuoa anomunus. Hccneoosamst
KuHemuxka pocma 3epeH HaHo- U Cy6MMKp0HHblx NOpPOULKO8 6 npoyecce copsaveco npec-
COBAHUA, 3A6UCUMOCNTL NJIOMHOCMU NOJTYYEHHbIX Mamepuaios Om peicumoes copideco
npeccoeaHus.

Knrwouesvie cnosa: HAHONOPOWKU, OKCUO AJIIOMUHUAL, Memoo KOHCO-
Jzudauuu, copAadee npeccosarue, cmpykmypa mamepuaios, HNiI0OmHOCmMb, KUHemuxKa
pocma 3epeH.

BBEJEHHUE

[ToyueHne HAHOCTPYKTYPHBIX MaTEpHAIOB W3 HAHOMOPOIIKOB
SIBISICTCSI CJIOKHOHM 3amadeii, MOCKOJIBKY B MPOIECce KOHCONMAAINH TPOUCXOIHUT
POCT YacTHIl M pa3Mep 3epeH BBIXOAWT 3a mpeaensl 100 aM. Pemenne stoit mpo-
OnemMbl ABNSETCS OJHOM M3 3a]la4 COBPEMEHHBIX HCCIIEIOBaHUNA U LEIbI0 JaHHOU
paboTel. B Hacrosiiee BpeMs CYIIECTBYIOT pa3iMyHble 3(PQPEKTUBHBIC METOJbI
KOHCOJIUIAIINY HAHOIIOPOIIKOB, MMO3BOJIAIONINE MOJIYIUTh MaTepUallbl ¢ HAaHOPa3-
MepHO# cTpykTypoii. Takue MeToAbl Kak ropsyee M30CTaTUYECKOE MPECCOBAHUE
(HIP), ciekanne BbICOKOYACTOTHBIM MHAYKIIMOHHBIM HarpeoM (HFIHS), 6vicTpoe
kommakTupoBanue (ROC), ciekanne B mynbscupytomieit mrazme (PPS), cBepxBoico-
Koe ckopocTHoe ropsuee npeccoBanue (UPRC) moctarouHo XOpoOIIO M TOJIHO
onucansl B [1—5]. Kaxaplii U3 3TUX METOIOB UMEET CBOM IPEUMYLIECTBA U He-
JOCTATKU JJIsI CIEKaHUS MOHO- U TIOJIMANCIICPCHBIX 3JIEKTPOIPOBOISIINX U DJICK-
TPOUBOJIALMOHHBIX HAHOMOPOWIKOB. Tak, HIMPOKO NPUMEHSEMBIH B HACTOAIIEe
BpeMs Meton SPS (Spark Plasma Sintering) mo3BosjsieT MOyduTh HAHOCTPYKTYP-
HBbIC MaTepUATbl U3 TYTOIUIABKUX COCIUHEHUH, Harpumep, Al O3, SiC, B4C, MoSi,
[6]. OcoOeHHOCTBIO MeTOJa SIBJIETCS MCIIOJIb30BAaHHE KpPAaTKOBPEMEHHBIX HM-
MyJIbCHBIX TOKOB B TIPOIIECCE ropsiuero npeccosanus (puc. 1).

B ycranoBke mpeccoBanusi MeTogoM SPS ynaercs m30exarb ObICTPOro pocTa
HaHO3EpEH B MaTepHale 3a c4eT OONBIION CKOpOCTH Harpera. I[Ipomecc mia3Men-
HOT'O CIIeKaHUsl HAYMHAETCSl C MPECCOBaHUs MOPOIIKOBOTO MaTepHaia Mo JaBlie-
HueM. CHauana npecc-opma OpicTpo HarpeBaeTca Tokom 5000—10000 A, a na-
Jee ¢ TMOMOIIBI0 TeHepaTropa IMOCTOSHHOTO TOKA ITONACTCS DIEKTPUICCKUH WM-
MyJbC OOJBIION MOIIHOCTH, MOJ BO3ACHCTBHEM KOTOPOTrO Ha ydacTkax oOpa3oBa-
HUS KOHTAKTHBIX TIEPENICHKOB MKy YAaCTHIIAMHU CIICKAeMOTO MaTepHala KOHIICH-
TPHUPYETCsl SHEPIUs BBHICOKOW IUIOTHOCTH, MHUIMHPYS cHekaHume. Metox obecre-
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YMBAaeT NPOCTPAHCTBEHHYIO TOYHOCTH IIPECCOBKH U BBICOKYIO OAHOPOJHOCTH I1O-
nyyaemoro Matepuana. Cienyer OTMETUTh, YTO MeToA SPS moka eauHCTBEHHBII
13 BBIILIENIEPEUHCIICHHBIX, KOTOPBI HMEET UIMPOKOE MPOMBIIIICHHOE PUMEHEHUE.
Bce ocranbHBIE METOBI HAXOAATCS HA CTAIUH SKCIIEPUMEHTAIBHBIX pa3paboTok.
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Puc. 1. Cxema ycraHOBKH ropsiyero mpeccoanust meronoM SPS [1]: / — BepxHHI ITyaHCOH;
2 — wmenHbIN ToKOmoABOA; 3 — rpaduToBas Gopma; 4 — HIKHUI IMyaHCOH; 5 — BaKyyMHas
Kamepa; 6 — reHepaTop UMITYJIbCHBIX TOKOB.

SKCHEPUMEHTAJIBHASA YACTb

ABTOpaMH JJ1s1 KOHCOJMUAALUN HAaHOMOPOUIKOB TYTOIUIABKUX COEAMHEHUH mpu
ropsiueM IMPECCOBAaHUM MPEIUIOKEHO HCIONIb30BaTh MepeMeHHble TOKu 1500—
2000 A npu Hampspkenun 5—10 B (puc. 2) [7]. PazpaboTanHas ycTaHOBKa KOHCT-
PYKTHBHO NPOLIE AJIs IPOMBIILIJIEHHOTO UCIIOIb30BaHMsl, TaK KaKk B HEl HE UCIIOJIb-
3yeTcsl CelUaIbHbIN 1OpOroCTOSsIUI UMITYJIbCHBIN TeHepaTop Kak B metone SPS.

[Tpu momMomM JaHHOW yCTaHOBKH OBUI MOJIy4eH MaTepHall M3 HAHOMOPOIIKOB
MOHOKapOuma Boimb(pama, KOTOPHIH HaIIeN MPUMEHEHHE B Ka4eCTBE MHCTPYMEH-
TanpHOTO [8]. OqHAKO HEMAIBI MHTEpEC MPEACTABISAECT UCCIECIOBAHUE U JIPYTOTO
HauboJiee YacTo UCIOIB3yeMOr0 HHCTPYMEHTAIbHOTO MaTepuaia — OKCHJIa ajko-
MUHUSL.

71 M3rOTOBIICHHUS KEpaMUIeCKUX 00pa3loB HCIOIH30BAIA MOHOIMCIICPCHEIC
nopotiku Al,O; pazmepom 7, 0,6 u 0,056 mxM. CTpyKTypHBIE HCCIIEAOBAHUS HC-
XOJTHBIX TIOPOIIKOB U M3JIOMOB TOPSUEIPECCOBAHHBIX 00pa3I[0B MPOBOIUIA METO-
JIOM pacTpoBOM 3yeKTpoHHOUW MHKpockomuu (JSM-840) (puc. 3). [TnoTHOCTH 00-
Pa3LoB ONpeAesId METOAOM THAPOCTaTHUECKOrO B3BEIINBAHUSI.

W3 noAaroToBiIEHHBIX MOPOIIKOB NPECCOBAIM 3arOTOBKHM AuaMeTpoM 20 MM U
BecoM 4 1. Jlns mpecc-popmbr ucnonp3oBanu rpadput mapku MIIT-7, obecnieun-
BaOIIUI HEOOXOIUMYIO MPOYHOCTh MPU MaKCHMMajdbHOM aaBieHun 45—50 Mlla.
[Tpu naHHOM JIaBJIEHWU OMPEACIUIN TeMIepaTypy Havajga ¥ KOHIIA YCaJKH CIIelH-
aJbHBIM JJaTYUKOM, BPEMsI BBIAEP)KKH IIPU IIPECCOBAHUU COCTABIISAIO 2 MUH.

PE3YJIBTATHI U UX OBCYXJIEHUE

OCHOBHBIE pe3yJIbTAThl UCCIeI0BaHuUs TTOpomKkoB Al,O3 Tocie ropsigero mpec-
COBaHHMS MPH MPSMOM MPOMYCKAHUH MTEPEMEHHOTO IEKTPUIECKOTO TOKA MPHBE/IC-
HBI B TA0IUIIE.
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Puc. 2. YcrpolcTBo [u1s TOpsiuero BakyyMHOro npeccoBanus: / — cuibdon n3 cramn X18H10;
2 — ¢nannst u3 cramu X18H10T; 3 — MeaHbIe TOKOBOIBI; 4 — BOJOOXJIAXKIAEMbIC TOKOBOIBI;
5 — myanconsl u3 rpapura MII['-7; 6 — npokiaaka u3 rpaguToBOrO JHCTa; 7 — pasbopHas
npecc-popma u3 rpadura MIII-7; § — BTynka U3 yriaepogHOr0 TEPMOCTOMKOTO KOMIO3UIIMOH-
HOTO Marepuana; 9 — 3KpaHbl U3 MOJTHOAEHOBOM kecTH; /() — Teruon3onsnust; /] — TepMorna-
pa BP-5/20; 12 — obpazew; /3 — 3a)XUMBI U3 IUAJIEKTPUKA; /4 — pe3nHOBas MpoKiIanka; /5 —
MIPOKJIaJKa U3 JUAIEKTPHKA; /6 — BaKyyMHasl CBapKa CTHIKOB; /7 — BaKyyMHBIH BBOJI.

Puc. 3. Vcxomusie nopomiku ALO; muctepeHoctsio 0,056 (a), 0,6 (6), 7 (6) MKM.
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Pa3smMepbl YacTuu ncxogHbix HaHonopowkos Al,O;, napameTpbl
npouecca ropsiuero npeccoBaHusl, OTHOCUTENbHas NNOTHOCTb
M pasmepbl 3epeH NnosnyvyeHHbIX o6pa3LoB

ﬂ;zzzr;c:;t:b Temnepatypa, °C o Paavep
nopoLlka, MKM | MakcuManbHasa | Ha4ana ycagkuy | KOHuUa ycaaku 3epHa, MkM
6—7 1380 1100 — 0,965 8—10
6—7 1200 1100 — 0,71 7—8
0,6—0,7 1350 1000 1280 0,98 1—2
0,6—0,7 1380 1000 1280 0,99 1—2.,5
0,6—0,7 1220 1000 — 0,825 1—1.,5
0,6—0,7 1110 1000 — 0,76  0,8—1,2
0,056—0,06 1250 800 1150 0,995  0.09—0,2
0,056—0,06 1150 800 — 0,994  0,08—0,1
0,056—0,06 1130 800 — 0,993  0,08—0,1

OKcnepuMeHTa bHAs 3aBUCHMOCTE TUIOTHOCTH OT TEMIEPaTypHl MPU MpeccoBa-
HUU O0pasLoB C Pa3iUYHBIM HCXOJHBIM Pa3MEepOM MOPOLIKOB IMpeICTaBlieHa Ha
puc. 4.
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Puc. 4. 3aBHCHMOCTb OTHOCHTENIBHOM IUIOTHOCTH OOPAslioB OT TEMIIEPATypbl MPECCOBAHHS [ABJICHHC
nipeccoBannst — 45 MITa; Bpemss — 2 MUH; JIMCIIEPCHOCTh UCXOAHBIX TopomkoB — 0,056 (1), 0,6 (2),
703).

[InoTHOCTE BO3pAcTaeT ¢ YBEIHMUYCHHEM TEeMIICPaTyphl IMPECCOBAHUS IS BCEX
00pa3moB, a I BCEX TEMIIEpaTyp MPECCOBAHUS IUIOTHOCTH OOPaslOB pPacTeT C
YMEHBIIIEHHEM pa3MepPOB HUCXOAHBIX MopomkoB. [Ipu 3ToM o6pasisl ¢ pazmepamu
nopomka < 0,06 MKM JOCTUraad HMPAaKTHYECKH TEOPETHUUECKOW IUIOTHOCTH 3a
2 muH nipu Temreparype 1130 °C, B To BpeMs Kak 00Opasilbl, HCXOMHBIC Pa3Mephbl
TIOPOIIKOB KOTOPBIX cocTarmsumM 0,6 U 7 MKM, JOCTHTaX IUIOTHOCTH Orm3koi k 100 %
mipu 1400 °C.

MUKPOCTPYKTypa H3JI0MOB 00pa3loB ¢ Pa3HbIMU UCXOJHBIMU pa3MepaMu IO-
POIIKOB Ha pa3iIM4YHBIX CTaJAMAX YIUIOTHEHUS IIpelcTaBlieHa Ha puc. 5. Bo Bcex
o0pasimax Ipy BEICOKUX IIOTHOCTSAX HAOJOMAIOTCS OOJIBIINE 3epHA.

3aBUCHMOCTh MEXIY pa3sMepaMH 3¢peH U OTHOCUTENIBHON IUIOTHOCTBIO BCEX HC-
cliefyeMbIX 00pasIoB IpesicTaBIeHa Ha puc. 6. Kak BUaHO, 171t Bcex 00pa3IioB Xapakx-
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TEPEH POCT 3epeH C YBEIMYCHHUEM IUIOTHOCTH. OTHAKO B TO BpeMs KaK 3aBUCHMOCTD
pocTa 3epeH ¢ YIDIOTHEHHEM st 00pa3IoB ¢ pazMepamu moporrka 0,6 1 7 MKM HOCHUT
MOHOTOHHBII XapakTtep, A1 00pa3LoB U3 HAHOMOPOUIKOB pazMepoM 0,056 MkM Ha-
OroIacTCs PE3KMit POCT 3epeH MpH IIoTHOCTH Onmrskor Kk 100 %. Ilpu sToM ycamka
HAHOTIOPOIIIKOB TSI TOPSTIETO IPECCOBAHMUS C MPSMBIM IPOITYCKAHHUEM TTEPEMEHHOTO
ANIEKTPHYECKOTO TOKa HabmoaeTcs npu Temreparypax Ha 200 u 300 °C Hmxe (cM.
TalJIMILy), YeM MPH MPECCOBAHUH TIOPOIIKOB pa3Mepamu 0,6 U 7 MKM.

10 MkM

Puc. 5. Muxkpoctpykrypa o6pasoB Al,0; ¢ ucxoqubiMu pa3mepamu ropomkos: 0,056 mxm (7=
1130 °C, p/preop = 0,994 (@) u T = 1250 °C, p/preop= 0,995 (6)); 0,6 Mmxm (T = 1380 °C, p/preop =
0,99) (6); 7 mxm (T = 1380 °C, p/preop = 0,965) (2); nasnenne npeccopanust — 45 MIla, Bpems —
2 MUH.

715 moydeHus 3THX pe3ylbTaToB He0OX0IUMO, BO-TIEPBBIX, UMETh KOHTPOJIU-
PYEMYyIO0 CKOPOCTh HarpeBa IpH IPECCOBAHUH, MEAJICHHOE MOBHIIMICHUE TEMIIepa-
Typs! 10 300 °C (monHas neraszanusi) U yBelTUYCHHUE CKOPOCTH HarpeBa B TeMIepa-
TypHoM uHTepBane 300—1150 °C, Bo-BTOpbIX HEOOXOAUMO BBOAUTH A00aBKU
7105, Y,03, MgO, WC [9]. [Ipu 5ToM HE00X0AMMO JTOOUBATHCS UX PABHOMEPHOTO
pacmpeneneHus B mopomkoBon cpeae Al,Os, 4To B ciIydae ¢ HAHOTIOPOIIKAMH SIBJISIET-
CsI JOCTATOYHO CIOXKHOM 3aqaueil. Kak BUaHO U3 puc. 6, 3aBUCUMOCTb pPOCTa 3€PeH ¢
YIUIOTHEHUEM JUIs 00pasIioB ¢ pasMepaMu moporika 0,6 1 7 MKM HOCHUT MOHOTOH-
HBIA XapakTep, JJIs 00pa3lioB W3 HAHOMOPOIIKOB pazmepom 0,056 MkM HaOr0a-
eTCsl pe3KUil pocT. 3aMeTeH pe3KHuil POCT 3epeH IpH IoTHOCTH Onm3koit k 100 %.
[Ipu sTOM ycanka HaHOMOPOIIKOB MPHU MPECCOBAHUU C MPSIMBIM MPOIMYCKaHHEM
ToKa HaOmomaercs npu Temreparypax Ha 200 u 300 rpax Hke (cM. TaOuUILy),
9YeM MPU MPECCOBAHMU TOPOIITKOB pazMepoM 0,6 1 7 MKM. AHOManbHO OBICTPBIN
POCT YIUIOTHEHHUSI U YBEIUYEHUs pa3MEpOB 3€PEH B MPOLECCE CHEKaHUs HAHOIO-
pomkoB pasmepom 0,056 MKM MpH OTHOCUTEIIHHO HU3KOHW TemIepaType OObsCHS-
ercs (OpMOM3MEHEHHEM aHCaMOJsl YacTHIl, KOTOPOE OCYIIECTBISICTCS 33 CUET
3ePHOTPAHUYHOTO CKOJBKEHHS, TOCKOJIBKY B MECTaX KacaHWs CBSI3aHHBIX yIbTpa-
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JUCTIEPCHBIX YaCTHUIl HCTOYHUK TCHEPUPOBAHMUS AUCIOKAIMI HAXOIUTCS B TUIOCKO-
CTHM KOHTaKTa. B mmpoliecce Takoro KOHTaKTa BO3MOIKHBI IIOBOPOT M KOAJECIEHIIHS
3epeH [10].
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Puc. 6. I3menenue pasmepa 3epeH C YIUIOTHCHHEM IIPU TOpsiueM MPEecCOBaHUU 00pasloB C pas-
mepamu gactun 0,056 (a), 0,6 (6), 7 (6) MKM.

W3MepeHne TBEpAOCTH OKCHIA ATIOMUHHS, MOIYYEHHOTO M3 IOPOIIKOB pas-
TUYHBIX (paknuii, mokas3ajao, 4TO TBEPAOCTh MaTepHana W3 HAaHOIOPOIIKOB CO-
craBiger HV = 19—20 I'Tla, Torma kak MaTepuaina, moJlyueHHOro u3 6ojee Kpyr-
HBIX nopomkoB — 17—18 I'Tla. Takum 00pa3oM, CTAaHOBHUTCSI OYEBHAHBIM, UTO
IIPUMEHEHNE HAHOAMCIEPCHBIX IOPOILIKOB OKCHJAA AJIIOMHHMSA IPU IOJYyYEHHH
UHCTPYMEHTAIBHBIX MaTEpPHANIOB MO3BOJIUT YBEJIUYUTH TBEPAOCTh U U3HOCOCTOII-
KOCTb PEXYIEH YacTH HHCTPYMEHTA.

3AK/IIOYEHUE

Pa3paboran MeTon KOHCONHIAINHN HAHOIIOPOIIKOB TYTOIUIABKHX COCTMHEHHH
IIpU ropsiueM IPECCOBAHUU C UCIIOIB30BAaHUEM MEPEMEHHOro Toka cuioil 1500—
2000 A npu Hanpspxenun 5—10 B.

[Nonmy4eHs! mpakTHYeCKH OECTIIOPUCTBIE MaTepUallbl U3 HAHOMOPOIIKOB Al,Os ¢
oTHOcuTenbHOU TUIOTHOCTEIO 0,993—0,995 u pasmepamu 3epen 0,08—0,1 mxMm
IIpU TopsiueM IpeccoBaHMU mon aaBieHueM 45 MIla u temmepatype 1150 °C B
Te€4YeHHE 2 MUH IIpU [IPSIMOM NPOINYCKaHUU NEPEMEHHOT0 3JIEKTPUYECKOT0 TOKA.

Bo m36exxaHre HHTCHCHBHOTO POCTa 3€PCH MPU OTHOCHTEIBFHO HU3KHUX TEMIIE-
paTypax CHEKaHHs HEoOXOJUMO B IIPOIEcCe TOPSYEro MPEecCOBAHUS NMPUMEHSTH
KOHTPOJIUPYEMBIE BBICOKHE CKOPOCTH Harpesa.
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3HadYeHUS TBEPAOCTU HAHOMATCPHUAJIOB CBHUIACTCIILCTBYIOT O NMEPCIICKTUBHOCTHU
X HCHOJB30BAHUA B KAaUCCTBEC HHCTPYMCHTAJIBHBIX IJIA O6pa6OTKI/I PAa3INYIHBIX
BBICOKOTBEPABIX METAJTINIMYCCKUX CIIJIABOB.

Jlocriooiceno npoyecu 2apsuo2o npecy8anHs HAHONOPOWIKIE OKCUOY ATHOMi-
uiro. Posenanymo ocobausocmi ix ywinbHenHs @ npoyeci 2apaio20 npecy8anus, d maxkolc Gnius
PedACUMIB 2apsitio20 NPecyBants Ha CIMPYKMypy Mamepianieé 3 HAHO- U CYOMIKPOHHUX NOPOUIKIE
oKcudy anominito. Jlocioxnceno Kinemuky pocmy 3epen HaHO- U CYOMIKDOHHUX HOPOWIKIE 6 npo-
yeci 2apAa4o20 NpecySamHA, 3AAeHCHICMb WIIbHOCMI OMPUMAHUX MAmMepianié 6im pedxdcumis
2apsA1020 Npecy8anHsi.

Knrwuoei cnosa: nanonopowxu, okcio amominuio, memoo Kouconioayii, ea-
pAYe npecysanHA, CMpYyKmypa mamepianis, WilbHiCmb, KIHeMUKa pocmy 3epeH.

Processes of hot pressing of aluminum oxide nanopowders and special
features of their compaction have been discussed. The effect of hot pressing parameters on the
structures of materials from aluminum oxide nano- and submicron powders has been studied.
The kinetics of grain growth of nano- and submicron powders during hot pressing and the
dependence of the resultant materials density on hot pressing parameters have been analyzed.

Key words: nanopowders, aluminum oxide, consolidation method, hot
pressing, structure of materials, density, kinetics of grain growth.
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