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BBepeHue

B HacTosiLee BpeMst MHTEpEC K Knaccy HaHOCTpYKTypHbIX (HC) maTepmnanos B obnactu
Kak doyHOaMeHTanbHOW M MPUKNaaHOM Hayku, Tak NPOMbIWEHHOCTM U BusHeca NOCTOSIHHO
yBenuyuBaetcs. OTO OOYCNOBMEHO CTPEMIMEHMEM K  MUHMaTIOpu3auuM  n3genuw,
yHUKanbHbiMn ceorctBamn HC martepuanoB, BHeApeHMEM COBpPEMEHHbIX npubopos
nccnegoBaHns, OMArHOCTUKM U MoamduKaumMm HaHomaTepuarnoB (CKaHupylowasi 30HaoBas
MUKPOCKONWSE U Op.), pa3BUTMEM W BHEAPEHWEM TEeXHOMOormwW, npeacTaBnalLWmMX cobon
nocriegoBaTenbHOCTb MPOLECCOB NUTOrpadumn, Nony4eHns HaHOMOPOLLIKOB U T.M.

HanpasneHne HaHOCTPYKTYPHbIX UCCMEeAOBaHUI yXKe NOYTU NOMHOCTBIO CMECTUNOCh OT
NONy4YeHNs M W3YyYEeHUS HaHOKPUCTaNiMYecknx BeLwecTB M MaTepuanoB B 06nactb
HaHOTEXHOMOorMK, T.e. CO34aHusa WU3Oernvn, YCTPOMCTB M CUCTEM C HaHOpa3MepHbIMU
anemMeHTamu.

B aBTOMOGUNBLHON, a3POKOCMUYECKOW M MHOTMX APYrMX OTpacnsx NpOMbILLIIEHHOCTU
LUMPOKO WMCMOSb3yTCA HOBble Martepuansl — MeTanfiokepammyeckme KOMMosuTtbl. ITU
MaTepuanbl obnagalT Oonblen MNPOYHOCTbIO, HO MEHbLIEN MNaCTUYHOCTLIO, YeM
TPaguLUMOHHbIE MeTannuyeckne Matepuvanbl, 4YTO oOrpaHuyMBaeT ux 6onee LwmMpokoe
npumeHeHne. PeweHnem npobnembl MoOXeT OblTb MCNONb30OBaHWE HaHOYaACTUL, MpU
cosgaHun  MeTannokomnoauToB.  [lobaBneHne  HaHo4acTMl  MOMOraeT  MOBbICUTb
3KCMnyaTauMoHHble CBOMCTBA KOMMO3WLMOHHBIX MaTepuarnioB, HO OKasanocCb, COBCEM
HEenpoCTO paBHOMEPHO pacnpeaennTb YacTuLbl Mo BCe MeTanmyeckon matpuue.

Bnaropgaps pabtotam Hosocenosa u Neima B 2005 rogy 6bina nonyvyeHa ABymepHas
annoTponHas mogudukaums yrnepoa, nsBectHas kak rpadpeH [1]. OToT HOBbIM MaTepuan
obnagaeT psooM YHUKamnbHbIX 3NEKTPOPU3NYECKUX, MEXAHNYECKUX, TEMMOBbIX CBOMCTB [1-
4]. B yacTHOCTMW, OByXcrnovHaa moaudukaums rpadeHa MoxXeT OblTb MCNONb3oBaHa Kak
apmupylowas pobaBka B KOMMO3WUTHble MaTepuanbl. WM3rotoBreHHble  KOMMO3UTbI
OEMOHCTPUPYIOT 6onee BbICOKME [MPOYHOCTb Ha pacTsXeHune W, B  OCOBEHHOCTW,
OTHOCUTENbHOE yaSIMHEHME. Takne KOMNo3nTbl MOryT ObITb NOMNE3Hbl A1 UCNOMb30BaHWS B
a9pPOKOCMNYECKOW MPOMBILLNIEHHOCTU, [Ae BeCbMa LEHSATCH BbICOKME MeXxaHW4Yeckue
CBOWCTBA MNpU PaCTSHKEHUN B COYETaHUM C HU3KOW YAErbHOW NMNOTHOCTbI. B nocnegHee
BpeEMS 4OCTATOYHO GorblLoe YnCo nybnunkaumi oceellaeT addekT rpadeHa B KOMNO3nTax
Ha 6ase nonumepHblx MaTtepuanoB. Bmecte c Tem, mmeetcs Mano paboT O BRMAHWUM
rpadeHa Ha CBONCTBa KepaMuUyeCKUX KOMMO3UTOB.

Ms3secTHO, uTO rpacheH, AByMepHas annotponHas Moaudumkaumsa  yrnepoga,
obnagaroLwas paaoM yHUKanNbHbIX PU3NYECKMX N MEXaHNYECKNX CBOMCTB, UCMONb3yeTCs Kak
apmupytolas gobaBka OnA KOMMO3UTHbIX MaTepuanos [1, 5]. Okasanocb, 4TO CBOWCTBa
Takmx KOMMO3WTOB 3aBUCAT OT MaTepuana M OUCNepCHOCTU MaTpuubl, a Takke meToda
BBeOeHus rpadpeHa. ViHTepec npeacraBnsieT KOMNO3UT Ha OCHOBE HAHOMOPOLLKa KopyHAa v
Marbix 4o6aBOK MHOrocrnonHoro rpadeHa [2, 3].

B HacToAwmMi MoOMeHT Haubonee ycnewHbIM Afs MOMyYeHUs Takux KOMMO3UTOB
ABNAETCH MeTo[ Mna3MeHHO-UCKPOBOro CrekaHus unu B 3apybexxHon TepMmuHonorun Spark
plasma sintering (SPS). Noea meToga 3akniovaeTca B Harpese NopoLUKOBOro matepuana ao
TemnepaTypbl CrekaHWsi C BbICOKOI CKOpPOCTbio (A0 2500 °C/MMH) nyTem nponycKaHus
UMNYNbCHOrO TOKa HanpsikeHneM okono 10B yepes rpacdMToBYO NPecc-opmMy C MOPOLLKOM
npy  OOHOBPEMEHHOM  MPUFIOKEHUW K MNyaHCOHaAM MNPOrpaMMMpyeMOro  AaBIieHUs.
MpoBoasWMA  MNOPOLUOK HarpeBaeTcs 3a cyeT CoOOCTBEHHOro [pKoyneea Tenna,
HENpoOBOAALWMA — OT HarpeTbiX 3MeMeHTOB Mnpecc-popMbl. BbicokMe ckopocTn Harpesa
MO3BOSIAOT COKPaTUTL [AJIUTENBHOCTL MNpoLEecca CrekaHWss M OrpaHuyYMTb POCT YacTuy,
nopowka B npouecce KoHconuaaumn. Wcnonb3oBaHve [aHHOrO MeToga Mno3sonset
nonyyatb Kepamuky C NAIOTHOCTAMU BNM3KMMKU K TEOPETUYECKOMY 3HAYeHUIO U pa3MepoMm
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3epeH OnNu3kMM K pasmepy 4actul, UMCxXogHoro nopowka. Metog SPS oTHocuTca K psagy
BbICOKOA(O(PEKTUBHBIX CNOCOGOB CMNEKaHUA MOPOLUKOB, WHTEHCMBHO pa3BMBaEMbIX B
HacTosiLlee BpeMsl BO MHOMMX HayyHbIX LeHTpax. LLUupokui guanasoH BO3MOXHOCTEN Mpu
anekTpomanyeckoMm  BO3OENCTBMM  Ha  MOPOLUKOBbIM  MaTepwan  obycnaenueaet
MHOroobpasue pasHoBuMaHOCTEW SPS ©, COOTBETCTBEHHO, Pa3fMYHYID TEPMUHOSIOMUIO
MEeTOAOB — 3feKTpopaspsgHoe crnekaHne [6], SnekTpouMmnyrbCHOE CrekaHve oA
OaBneHnem [7], anekTpoumnynbCHoOe crekaHue [8], anekTpoMmnyfnbCcHoe npeccoBaHue [9].
3apybexomknogobHeiMMmeTogamoTHocAT Field assisted sintering technique (FAST), Plasma
Assisted Sintering (PAS), Spark Plasma Sintering (SPS), and Electroconsolidation, High
Energy High Rate Processing (HEHR), Electric Dis-charge [10].

TexHonormm cnekaHmsi NMOPOLLKOBbLIX MaTepuarnoB AeNnATCcsa Ha ABa Knacca: crnekaHve
06e3 paeneHua (cBobogHoe cnekaHWe) W CnekaHue C MpPUIoOXeHMeM paenenus [11].
Haunbonblwee pacnpocTpaHeHWe B MPOMbILWMEHHOCTU, B CUMy NPOCTOTbl peanusauuu,
nonyymMnu TexHornormm cBOOOAHOro cnekaHuss u ropsvero (B T.4. M30CTaTMYECKOro)
npeccoBaHus. CBobogHoe cnekaHve SABnsieTcs Hanboree MPOCTON TEXHOIOMMEN CnekaHus,
3aKkniovaloLlencs B HarpeBe  MOPOLLKOBOrO  Martepuana (Mnv  npegBapuTenbHO
cnpeccoBaHHOro 6pukeTta) B MydhenbHbIX UM MUKPOBOSIHOBBLIX nevax. HegoctaTtkom gaHHOM
TEXHOMOMMN SABMSETCA OTCYTCTBME BO3MOXHOCTU MPUMNOXEHUS [daBreHuss B npouecce
crekaHus, B pesynbTate 4ero crneyeHHbln maTtepuan obnagaeT OCTaTOYHOW MOPUCTOCTbIO
unn TpebyeT OGonblIOM ANWUTENBbHOCTM npouecca cnekaHus. [opsiiee npeccoBaHve —
npeccoBaHue MopoLllka C OOHOBPEMEeHHbIM HarpeBoM. [JaHHas TexHonorus nossonset
CHM3UTb OCTATOYHYKO MOPUCTOCTb M 3HAYUTENbHO COKpaTUTb BPEMS UNM Temnepartypy
crekaHusi, O[HaKO WCMOMb30BaHME CXeMbl OOHOOCHOro MpeccoBaHus MPUBOAMT K
HepaBHOMEPHOMY pacnpeaeneHnto NNoTHOCTM No obbeMy cnekaemoro obpasua. Mpobnemy
HEeOAHOPOOHOCTN MO3BOMNWUMAO PELUMTb NMPUMEHEHUE TEXHOMOMMN ropsvYero U3oCTaTtnyeckoro
npeccoBaHus ('), 3aknioyaroLlenca B HarpeBe cocyda CoOepKallero ra3 u npeccyembli
nopowok. B npouecce HarpeBa cocyga ras paclMpsieTcs U OkasblBaeT BCECTOPOHHee
JaBneHne Ha cnekaembli MOPOLUOK. [MaBHbIMU HegOCTAaTKaMU BCEX OMUCAHHBLIX TEXHOMOMMi
ABNSAETCA MeASIEHHbI HarpeB, MPUBOAALMA K YBENIMYEHUIO AONUTENbHOCTU npouecca
criekaHus U Kak cneacTeue PoCTy 3epeH B CriekaeMblX Matepuanax, a Takke HEBO3MOXHOCTb
TOYHOrO YNpasrieHNsi NPOLECCOM CreKaHUs 13-3a ero UHEPTHOCTW.

HanpoTus, MeTon, 3anoXeHHbIN B OCHOBY TexHonormm SPS, genaet ee ropasgo 6onee
3PP EKTMBHOM MO CPABHEHWUIO C TPAAULMOHHBIMU TEXHONMOMMAMM CriekaHms. 3TO JOCTUraeTcs
3a CYeT COKpaLleHVs ANMTENbHOCTW npouecca cnekaHus, BO3MOXHOCTM TOYHOMO KOHTPONSA U
ynpaBneHus napameTpamn crnekaHus (TemnepaTtypbl CrekaHus, BPpEMEHU U30TEepPMUYECKON
BblOAEPXKKA, CKOPOCTWM Harpesa, MPUSIOKEHHOrO K MyaHCOHaM AaBfeHust U NepeMeLleHuns
nyaHCOHOB B npouecce cnekanus). Noea metoga SPS 6Gbina paspabortaHa B Poccum B 50-e
rogbl, OQHAKO ero peanusauusi B BMAE CUCTEMbI NTabopaTopHbIX YCTAaHOBOK BrepBble Obina
ocyuwiectsneHa B AnoHun. B koHue 1990-x rogoB snoHckask koMnaHust Sumitomo Heavy
Industries, Ltd. Hayana BbinyckaTb npombiluneHHoe n nabopatopHoe obopyaoBaHue Ans
peanu3auun TeXHOMOrMn cnekaHnsa rnopotukos: Spark Plasma Sintering (SPS). TexHudyeckas
peanusauua metoga SPS crtana BO3MOXHa 3a CYeT MCMOMb30BaHWS NPAMOro Harpesa
MOPOLUKOBbIX ~MaTepuarioB MyTeMm npornyckaHWs nocnegoBaTenbHOCTEN  UMMNYIbCOB
MOCTOSHHOrO ToKa. [na 3Toro chnekaembli NOPOLWIOK 3acbkinaldT B rpadutoByro
(TokonpoBoAsLLY0) Npecc-hopMy M MOMELLAT MexXay MryHxXepamu npecca, KoTopble Takke
ABNATCA W anekTpogamu. Mcnonb3oBaHne 6onbwunx TokoB (A0 5000A) M KOPOTKMUX
UMNYNbCOB  (ANUTENbHOCTE MMMynbca 3,3 MC) NO3BONSET OCYLWECTBNATb pasorpes
rpacmTOBbIX NPEcc-hOpM C BbICOKMMW CKOPOCTSIMU M AOCTUraTh 3afaHHbIX TemnepaTtyp 3a
KopoTkoe Bpemsi. KOHTponb TemnepaTypbl B OMNMCAHHOW CXeMe HarpeBa OCYLLEeCTBISeTCs
npy nNOMOLUM Tepmonapbl, pa3MeLLeHHOW B CTeHke npecc-popMbl WUAM ONTUYECKOTO
nMpomMeTpa, HaxoAsaLWEerocd BHE BaKyyMHOW KamMepbl U CHOKYCMPOBAHHOrO Ha BHELLHIOK
CTEHKYy npecc-popMbl 4Yepe3 CMOTPOBOE OKHO. YnpaBreHue TemnepaTtypon crnekaHus
ocyLlecTBNsieTCs Npy NomoLm koHTponnepa temnepatypbl (MWL perynartopa) mmetowiero
obpaTHyt0 CBSI3b C TEPMOMapor 1 NMPOMETPOM. YNpaBneHne npeccom OCyLLeCTBRSeTCs npu
nomowm KoHTponnepa Harpyskn (MO perynaropa) wumerowero obpaTHYyHO CBA3b C
3NEKTPOHHBIM AMHAaMOMETPOM. YcaZka NopoLLKa B NpoLecce CrnekaHUst KOHTponmpyeTcs npu
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MOMOLLM MPEUM3MOHHOIrO 3NEKTPOHHOro AunaToMeTpa, KOHTPONMpYIOLWEro nepemMeLleHne
NNyHXepoB npecca, a nporpammHoe obecneyeHne yCTaHOBKM MO3BOMSET MO MOMyYeHHbIM
AaHHbIM  KOHTPONMpPOBaTb CKOPOCTb MepeMeLLeHnsa MMAyHXepoB Mpecca B npouecce
crnekaHus.

Takum obpasom, B npouecce AUMNC B pexnme peanbHOro BpEMEHU OTCIEXUBAKOTCS:
HanNpsb>keHUn Mexay anekTpogamu/nnyHxepamu npecca, cuna Toka, BenuuMHa Harpysku
npecca, TemnepaTypa, YpPOBEHb BaKkyyma, ycagka Mnopollka (nepemelleHne nnyHxepos
npecca) 1 CKOpOCTb YCaaKku MOpOLLKA.

Mockonbky NNasMEHHO-UCKPOBOE  CMeKaHWe  MOpOLLKOBOro maTtepwuana
OCYLLIECTBIISIETCA B TOKOMNPOBOAALLEN rpadhnTOBOM Npecc-hopme, TO AaHHAA TEXHOMOMMs He
UMeeT OrpaHMYeHUn Mo Tunam CcrekaemblX MNOPOLUKOBbIX MaTepuanos. Kcnonb3osaHue
BbICOKMX CKOPOCTEN HarpeBa U CHUXeHue obLuen NpogosmKUTENbHOCTU CrekaHus oKasbliBaeT
NONOXUTENbHOE BIIUAHME HA MPOYHOCTHbLIE WM JKCMNyaTauuoOHHbIE CBOWMCTBA MNOMyYaeMblX
Kepamuiecknx matepuanos, 6rnarogaps Yemy TexHonorns SPS npuobpeTtaeT BCE OonbLuyto
NonynapHOCTbL NO BCEMY MUPY.

MaTepuanbl, nonyyaemble C UCNOMNb30BaHME TEXHONMOMMM SPS MOXHO pasgenuTb Ha
ABa knacca: yHKunoHanbHble (obnagatowme yHuKanbHbIMM (U3MYECKUMM CBOMCTBaAMU U
ncnonb3yemble rnaBHbiM 00Opas3oM B 3MEKTPOHMKE WM MeOUUMHE) W KOHCTPYKLUMOHHbIE
(obnapatowme noBbILEHHBIMX  MPOYHOCTHBIMW CBOWMCTBaAMW U MNPUMEHSIEMbIE  faBHbIM
00pa3om B KOHCTPYKUMAX MaLUMH).

Haunbonbwnin mnHTepec cpean (PyHKLUMOHarbHbIX MatepuarnoB Ans uccnegoBaTenemn
NpeacTaBnstoT MarHUTbl U TEPMOSNEKTPUKW, @ U3 KOHCTPYKUMOHHbIX MaTepuanoB —
BbICOKOMPOYHbIE KOMMO3NTLI U MaTepurarbl AN pexyLero MHcTpymeHTa [11].

Takum  o6pasom, TEexXHONMOrMs  ANEKTPOUMMYSbCHOTO  MfIa3MEHHOrO  CNeKaHus
MokasbiBaeT CBOK MNPMMEHMMOCTb AN LUMPOKOro Kpyra maTtepuanoB (OT MeTannoB [0
NoriMMepOoB) NO3BOMSAS pellaTh pa3HOoOpasHble 3ag4ayun NonyyvyeHns o6bEMHbIX 00pa3suLoB —
OT CMNeKaHWs 3aroTOBOK [N PEeXyLero WHCTPYMEeHTa, [0 ChNekaHWst 3aroToBOK Ans
OMOCOBMECTUMbIX NPOTE30B.

BosBpaluascbk K CBOMCTBAM KOMMO3UTHbLIX MaTepuanoB W, B YaCTHOCTW, KOMMO3uTa Ha
OCHOBE HaHomMopowka kopyHaa W Manblx pobaBok MHorocrnonHoro rpadgeHa (M)
npegnonaraeTcsi, YTo rpaceHoBble Yellyrku, kak BTopas pasa, BbI3OBYT 3HAYMTENbHOE
YMEHbLLUEHNE U3HOCa BCMNEACTBME YMEHbLUEHUSA CUM TPEHUS Ha KOHTaKTe HaHOMETPUYECKUX
N CyOMUKPOCKOMMYECKMNX CTPYKTYPHbIX 3aneMeHToB [4]. OaHako cBegeHns 0 TpMbonornyecknx
CBOWCTBAX, a Takke TensionpoBOAHOCTM U 3NEKTPONPOBOAHOCTM, NPAKTUYECKN OTCYTCTBYHOT.

Llenbto paboTbl ABRNSeTCH AEMOHCTpauusi YCMEeLHOro MnoflydeHns HaHOKOMMOo3uTa
AlLOs; + ' MeTogoM nnas3mMeHHO-UCKPOBOrO CrneKkaHnsa MU pesynbTaToB WCCNeaoBaHus ero
bU3NYECKNX N MEXAHNYECKMX CBONCTB.

dKkcnepuMeHTanbHble MaTepuanbl U MeToAbl

UcxoOHble Mmamepuarbi U Ux fpenapuposaHue

B kayecTBe UCXOOHbIX MaTepuarnoB MCMNOMb30BaHbl HAHO-NOPOLWKN d-Al,Oz U YeLLyiiku
rpacpeHa. lNopowkn 6-Al,Oz NoNyyYeHsbl OKUCIEHWEM AUCNEPCHOrO antoMUHUA B BO3OYLLHOW
nnasmve anekTpogyroBoro paspsga u  6bum  noctaBneHol MUMET  PAH.  YpenbHas
NOBEPXHOCTL HaHoMopollka cocTasnsna 35,8 m?/r, yto npu opmanbHOM nepecyeTe
COOTBETCTBYET cpeaHeMy pasmepy 4Yactuy, 45 HM. Ha puc.la BUAHO, YTO YacTuLbl NOPOLUKa
oKcuaa UMeKT NpenMyLLeCTBEHHO OKpYrIyo hopMy, a Ux pasMep HaxoauTca B MHTepBare
25-250 Hwm.
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PucyHok 1 — Bug ncxogHbix matepvanoB B pacTpOBOM 3M1EKTPOHHOM MMKPOCKONE: a — HAHOMOPOLLIOK
Al,O3; 6 — yelwwynkn rpadeHa

padeH OblIn M3roToBsiEH MeTo40M yNbTpa3ByKOBON akcdonunaumm
MUKPOKPUCTAINIIMHYECKUX KPUCTanoB rpacduta B pasfnUyHbiX OPraHN4eCcKUX pacTBOPUTENSX
(3aTem pactBopuTENb UCNApsOT) N noctaeneH doupmon Graphene-tech (Zaragoza, Spain).
OH npepctaBnan coOOM HE OKUCIEHHbIE, YEPHOro LBeTa MHOTOCIIOMHbIE — YeLUyWKW,
TonwmHon 3.0 HM (okorno 5 aToMHbIX crnoes) u nnowagbto 10x10 mkm (puc.16). YoenbHas
NoBepPXHOCTb rpadpeHa cocTaensina 570 m2/r.
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PucyHok 2 — Cxema yCTaHOBKM MNila3aMeHHO-UCKPOBOIo CrekaHust

UTtobbl n3bexaTtb arnomepaumm rpadpeHa, xapakrepHOn Afsi CMeLUMBAHWS NMOPOLLKOB
CyXUM MeTO[OM, TO €ero rnepemellnBaHne C MOPOLLUKOM OKcuAa NpOU3BOAUNU MOKPbIM
crnocobom —  YyNbTpasBYKOBbIM ancnepraTtopom B XWOKOM pacTtBopuTene
(ammeTundopmamnge). lNocne nepemeLlLMBaHUSA CMECh CyLUUN Ha BO3QyXe.

lMocne ynbTpa3ByKOBOro AMCMNEPrMPOBaHWS B pacTBOpUTENE W Nocriefyrowen CyLIKu
obpasubl pasmepom @Hx2 MM koMnakTupoBanu npu Temnepatype 1550 °C B Teyenue 10
MUH npu aasrneHnn 50 MlMa B BakyyMHOW yCTaHOBKE MMas3MeHHO-UCKPOBOro cnekaHusi (SPS,
LABOX-625, SinterLand, Nagaokacity, Japan) kak onucaHo B [12] n noka3aHo Ha pwuc.2. B
SPS ycTaHoBKe WCMOMb3yeTca COBMECTHOE BO34EeNCTBME Ha MOPOLLKOBLIA MaTtepuan
MMMNYbCHOrO TOKa U MEXaHNYeCKOro AaBneHus.

Memodsi uccrnedogaHusi

Ob6bemHass nnoTHocTb  obpas3uyoB Obina wmM3mepeHa  meTogoM  Apxumepa.
MukpoTteepaocte HV uamepsanace Ha mukpotrBepgomepe (FM-800 Future-Tech, Kawasaki-
City, Japan) Bgonb gvameTtpa npu Harpyske 3H, npunoxeHHonm B TeveHne 10 c.
HaHoTBepaocTtb 1 moaynb ynpyroctu E Gbinn namepeHsl Ha HaHoTBepaomepe (ModelG200,
MTSCompany, USA) no metogy [13]. ®pakTorpaduyeckme wnccregoBaHUs M3NIOMOB W
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CTPYKTYPHbI aHanu3 pacnpegeneHus rpadeHa BbIMOfHEeHbl, COOTBETCTBEHHO, Ha npubopax
FESEM, ZEISSULITRA 55, Oxfordinstrument wn Hitachi SU8000. OnTtummnsauus
aHanUTMYEeCKNX U3MEPEHU NpoBedeHa B paMkax ONMCaHHOro paHee noaxoga [14, 15]. Ansa
aHanusa CTPYKTYpHOW cTabunbHOCTH rpadpeHa bbina BblinofiHeHa PamaH cnekTtpockonusa npwm
KOMHaTHOW TemnepaTtype Ha cnekTpoMmeTpe Renishaw ¢ AnuHom BomnHbl nasepa =532 HM.

Tpubonormyeckne  uccnegoBaHWst  BbIMOfIHEHBI  Ha  npubope  Tribometer,
CSMinstruments npu BpaLleHun No cxeme wap-amck, npu Harpyske 20 H n ckopoctn 10 cm/c
B TeyeHune. B kayectBe wmHAeHTOpa ucnonb3oBanca pyouHoBbii wap & 6 MM, Bpems
ucnbiTaHns coctaensno 15 yacoB. CkopocTb M3Hoca W BbIMUCASNM NO 06beMy LOPOXKU
TpeHust (MM3), pasmepbl KOTOPOI U3MEPSINUCHL Ha NPOUIIOMETPE:

W= axhx Vi, (1)

rae a u h — wuprHa n rnybuHa OOPOXKU, MM; Vg — NIMHENHas CKOPOCTb KPYroBOro
ABWKEHUSA MHOEHTOopa, MM/Yac

TemMnepaTypHyl0 3aBUCUMOCTb YOENbHOIMO0 3MNEKTPOCOMPOTUBIIEHUA oOnpeaensnn Ha
YCTaHOBKE ropsivero NpeccoBaHUsl B HanpaBfeHUM TOMLWWHLI 3apaHee CNevYeHHOro Aucka
npu OTKauyke Kamepbl popBaKyyMHbIM HacocoM npu HarpesBe B uHTepsane 20 <1500°C co

ckopocTbto 20 fvmH C MNOMOLIBbO UMGPOBOro yHMBEpcanbHOro BonbTMeTpa B7-40 c
AnanasoHOM W3MepeHUsi COMPOTUBMEHUs NOcTosiHHoMy Toky oT 0,01 Om go 20 MOwm.
O6pasey HarpeBancs pagvaumoHHbIM cnocoboM OT  BOMb(PamMOBOro HarpeBaTens
umMnuHgpunyeckon opmbl. oaBoa M3MEpPUTENbHbBIX SNEKTPoO4OB B BuAE paduUTOBbIX
NMyaHCOHOB K uccrnegyemomy obpasuy OCywecTBNAnca nyteM MeXaHU4ecKoro npwkaTus
yepe3 rpadwutoByld Oymary Ans  ynydlleHWss 3NeKTpuyeckoro KoHTakta. [logkatune
N3MepuTenbHbIX MYyaHCOHOB K 00pasuy peanusoBbiBanM C MOMOLWbBK  MIYHXEPOoB
rmapaBfiMyeckoro npecca, pacrnofioXeHHbIX MO OCW HarpesaTenda npu MUHUMarnbHO
BO3MOXHOM ycunumn 1 kH. [yaHCOHbI N30MpoBanvch OT 3a3eMIEHHbIX NIYHXepoB ANCKaMu
n3 kopyHga. BHyTpu Kamepbl B UW3MEpPUTENbHOW LENU MNpUMEHSANN BONbPamMoBYyO
npoBonoky. Ee coegnHeHne ¢ nameputenbHbIMU NMyaHCOHaMW U BbIXO4aMWU 3MEKTPOAO0B U3
BaKyyMHOro TOKOBBOAA MPOU3BOAUIIOCH MEXaHU4eCKM MyTemM MIOTHOW CKPyTKW. Hanuune
KOHTaKTOB M3 pPa3HOPOAHLIX MaTepuarioB co3faeT B Lenu napasvTHble Tepmoac. [Ans mx
KOMMNeHcaLuun npu Kaxaom UaMepeHun gernanv KoMMyTauuio Toka B M3MepuTensHOM Lenu u
B KayecTBe M3MepsaeMoun BennynHbl bpanu cpegHee 3HaveHue OT OABYX NOKasaHun npubopa.
CobcTBEHHOE COMpPOTUBIEHME M3MepUTErNbHOM uenu He npesbiwano 5 Om. TemnepaTypa
namepsiniacb BOfbdpaM-pPEHNEBON TEPMOMNApPOW, pPacrnosyioXeHHON BOMM3M HarpeBaTens.
Moatomy peanbHas TemnepaTtypa wusMmepsiemoro obpasua npu HarpeBe Oblfia HECKOSbKO
HWXe nokasaHunm Tepmonapbl. Cxema pasmeweHuss usMepsiemoro obpasua U
N3MepuUTEerbHbIX MyaHCOHOB MeXAy NiyHXepamu rMapaBnnuvyeckoro npecca npvsegeHa Ha
pUCYyHKe 3.

Kamepa

W3onatop 1 4—————
MyaHcoH 1 4+—————
Tokossop [] Obpasey
MyaHcoH 2 ¢———
W3onatop 24—

chyHOK 3 — Cxema pasmelleHus criedeHHoro obpasiua B kKamepe rnpecca ropsyero npeccoBaHus.
M3meputenbHble NpoBoaa 13 BONbPamMoBON NPOBOMOKU NOABOAUIUCE K rpadUTOBbIM
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nyaHcoHam 1 n 2
dKcnepuMeHTasnbHble pe3ynbTaThbl
OnTtuyeckaa wmeTtannorpacgpust 6e3 TpaBrneHuMs MNOBEPXHOCTU MNEPBbIX CNEeYEeHHbIX
KOMMO3UTOB BbICBETMMA Npobnemy aucneprpoBaHusa 1 arnomepauum rpadgpeHa. BngHo, yto
pacnpegeneHMe BuMAMMbIX 4acTuy rpadeHa no pasmepy oT 10 go 25 MkMm saBnsietcs
[OCTaTO4YHO HEOLHOPOAHbLIM, MPU XaOTUYHOM pPAaCrONOXEeHUU OTHOCUTENbHO Apyr Agpyra
(puc.4).

PucyHok 4 — PacnpegeneHuve rpaceHoBbIX BKIIOYeHWU B HaHokoMmnosuTe Al,Os+0.58ec. %l

Tem He MeHee, Bonbluas 4oNsA YacTuL OTHOCUTCA K 0BnacTn pasmepoB MeHee 1 MKM.
[aHHble OonTMYEeCcKOM MUKPOCKONMM OblNn NoATBEPXKAEHbI W pe3ynbTaTamMn U3MEpPEeHUs
TPAOULMOHHON MUKPOTBEPAOCTW, KOTOpble MNoKasanu 3aMeTHbI pa3bpoc 3HayYeHun npu
nonagaHum nHaeHTopa B MecTta oboralleHHble nnm obegHeHHble rpageHoM. OcobeHHo 3To
6bIno oTMeyeHo ans komnoauta Al.Os + 2 Bec.%l. B nocnegytowem nogbop pactsopuTtens
N pexuma gucneprupoBaHns No3BOSMA 3aMeTHO NOBLICUTH PABHOMEPHOCTb pacnpenerneHms
rpadpeHa.

BaxHbiM Bonmpocom npu nonydeHun komnosuta AlbOs + [ ABnseTca CTpykTypHas
CcTabunbHOCTb rpadpeHa npu BbICOKOW Temnepartype cnekaHusa. OTcyTcTBME Aerpagauum
rpadbeHa npu crnekaHum Obina nogTBepkaeHa Metogom PamaHoBcKow cnektpockonun. Mpu
3TOM cTabunbHOCTbL rpadeHa npu HarpeBe Ao 1550 °C noaTBepaeHa Kak Ans KoMnosuTa,
MaTpuLa KOTOPOro cocTosifla U3 HaHOMOPOLLKa, Tak U CYyOMUKPO3EPHMCTOrO NMOpoLLKa OoKcuaa
antomMuHuga. Ha pucyHke 5 BMAHO, YTO rpadpeH npeactaBneH TPeMSA BaXKHbIMW nNukamun: D —
mk (Mpn ~ 1351 cM™’) CcoOTBETCTBYIOWIMIA paspbiBy TPAHCMALMOHHON CUMMETPUM
reKkcaroHarbHOM peLIeTKM W XxapakTepusylowwmii aedektHocTb, G-nuk (npu ~ 1580 cm™),
CBSA3aHHbIV C TaHreHuuanosHon snbpaunoHHon mogomn atomoB C-C B Yewynke rpacpeHa n 2D
-nuk (Npy ~2700 cm™) [16]. B crniyyae kepaMyUyYeckoro KOMMo3uTa yBENMYeHUe COOTHOLLIEHMS
MHTeHcMBHOCTen nukoB ID/IG oTBeyaeT 3a MOBbIWEHWE CTeneHn pasynopsaoyeHus u
yMeHblUeHMe pasmepa Kpuctannos [17]. 2D nonoca, coctosiwaa ns asyx nukos D1 n D2,
Oblna YNCNEHHO OLUEeHeHa ABYMSA NUHUSAMUK JlopeHua, COOTBETCTBYHOLLMMU rpaddeHy C YMCITOM
cnoes meHee 5 [18, 19]. BuagHo, 4TO B HAHOKOMMO3MTE LUMPWUHA nonoc 6onblie, 4yem B
CyOMUKpO3epHUCTOM Komnoaute. OTMeTnmMm, 4TO Ans Kepamukm 6e3 rpadeHa B AaHHOWM
obnacTtn cnekTpa HUKaKMxX XxapakTepHbIX MMKOB MHTEHCUBHOCTY He Habnoaanocse.
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OTHOCUTENbHAst MHTEHCUBHOCTb

1000 1200 1400 1600 1800 2000 2200 2400 2600 2800

PamaHoBCKuit casur, cm™
PucyHok 5 — PamaHOBCKui cnekTp HaHo- (1) n cybmukposepHucTtoro (2) Al,Oz + 0.5 Bec.% I

Mocne cnekaHus obpa3subl NONMMPOBANMNChL OO0 LIEPOXOBATOCTM MeHee 1 MkM. 3atem
N3MepsAnM MIOTHOCTb M MUKPOTBEPAOCTb. CpegHee 3HaYeHWe MUKPOTBEPAOCTM BbIYUCASN
no 10 namepeHusm c obenx CTOpoH obpasua. 3aBMCMMOCTb MAOTHOCTM OT COOEpPXKaHUS
rpadeHa npuBegeHa Ha PUCYHKe 5, a 3HaYeHMs MMKPOTBEPAOCTM — B Tabnmue 1.

100,00

, %

99,00 4

98,00

97,00

TEOPETUYECKOI NIOTHOCTU KOPYHAa

96,00

95,00 ‘

MNOTHOCTb OTHOCUTENIbHO

94,00
0 0,5 1 1,5 2 2,5

Copep:kaHue rpadeHa, Bec.%

PucyHok 6 — BnusiHue cogepaHusi rpadpeHa Ha NNoTHOCTb CreYeHHbIX 06pas3LoB

Tabnuuya 1 — MunkpoTBepA0CTb U MOAYNb YNPYroCT CeYeHHbIX TabneTok

rpCagtfleef: 000 0 0,5 1,0 2,0
M”KpOTrBI-TgL‘OCTb’ 22,4405 231+0,1 22,740,2 22,7 +0,7
HaHoTtBepgocTh, IMla 20-24 27.4 R B
Moaynb ynpyrocTi, 380 456 ] _
Ma




Cmpykmypa u ceolicmea HaHOKOMIO3uma... 89

OTHocuTenbHasa NMOTHOCTbL KOMMO3MUTa YMEHbLUAeTCs C YBeNIMYEeHUEM coaepxaHus
rpacdeHa HepaBHOMEPHO, Haubornee 3aMeTHO Ans MOBbLILWEHHOro coaepxaHus rpadeHa.
lMpoBeaAeHHbIV aHanM3 NokasbliBaeT, YTO ObLuee CHWXKEHME MMOTHOCTU KOMMakTa CBS3aHO C
MEeHbLNM yaernbHbIM BecoM rpadpeHa, ero arriomepauven U BO3MOXHbIM OBpasoBaHveM
MUKpOrop.

M3 paHHbIX Tabnuubl 1 cnegyet, 4to AgobaBkm rpadpeHa B npegenax  owmoku
NU3MEPEHUIN HEe BNUAIOT Ha TPagUUMOHHYK MUKPOTBepAoCTb. OAHako HaHOTBEpPOOCTb M
MO4ynb  YNPYrocTW, W3MEpeHHble MEeTOAOM  KMHETUYECKOro  HaHOVMHAEHTUPOBaHMS,
MOKa3blBalOT 3aMEeTHOE YMNPOYHEHME MaTpuubl KOMMO3uTa C rpadPeHOM MO CPaBHEHUIO C
00bIYHbIM KOpyHAOM [20, 21]. OTM gaHHbIe NOATBEPXKAATCA M NOBbILWEHHBIMWA 3HAYEHUAMMN
MOAYNs YNpYyroctTu faxe npu HesHaduTenbHOM BBedeHwun rpadeHa. NogobHoe pasnuuve B
TBEPAOCTU U3MEPEHHOW pasHbIMKM MeTodamMu, ckopee Bcero, obycrnoBneHo MeToAnYeCKUMn
OCOOEHHOCTIMU — pPasfMYHOM NOKanbHOCTBIO MECT WHOEHTUPOBAHMS W CKOPOCTbIO
aedopmauum, KOTopble OTMYaTCA HA HECKOSbKO NOPSIAKOB [22].

dpakTorpadgmueckoe uccnegoBaHMe MOBEPXHOCTU KM3NOMOB Ha P3M  BbissBMNO
pasnuuna y obpasuoB c cogepxaHuem rpadeHa 0,5 n 2 Bec.% (puc. 7). OTmedvaetcs
He3HauuTernbHOe YyBENMYEeHVe pa3Mepa MWCXOAHbIX MaTPUYHbIX 3epeH, CBA3aHHOE C WX
POCTOM NpWU ChnekaHuM W BO3HWKHOBEHWE HEOAHOPOAHOCTM B pacnpeaeneHun rpadeHa.
YBenuyeHune ero cogepxaHmsa 0o 2% npvBoauT kK 06pasoBaHUio CyOMUKPOKPUCTANIUYECKNX
arnomepartos rpadeHa (puc.76).

A

~
[ SO

SU8000 30.0kV 11.6mm x30.0k SE(U) 1.00um

a
PucyHok 7 — POM mn3obpaxkeHns nanomos 06pasuoB ¢ rpadeHom: a — 0.5%; 6 — 2%

3710 6bINO AOKAa3aHO IHEProanUCNEPCUOHHBIM aHanNM3oM, KOTOpbIN NoKasar, YTo B 30He
arfioMepaTtoB MHTEHCUBHOCTb JIMHUA KUCNOPOAa U antioMUHUS NadaeT Moyt 0 Hyns U Ha
ABa nopsgka YBENUUUMBAETCA WHTEHCMBHOCTb NUWHWA yrrepoda (puc.8). Hanuuve B
KOMMno3uTe npu cogepxaHum 2 Bec.% rpadeHa pbiXmblX arfioMepaTtoB, NpeanooXnTerbHO
coaepXaLumx nycTtoTbl, 00bACHSET 6onee CunNbHOE NOHWXEHME MITIOTHOCTM Ha pUCyHKe 6, No
CpPaBHEHMIO C MEHbLUMM coepXaHveM rpadeHa.

B obwem cnyyae npuyYnHOM HanMunsa arnomepaTtoB rpadeHa B CreYeHHOM KOMNo3nTe
ABMAITCA OCTaTKW HepaspyLleHHbIX Mpu  YNbTPasBYKOBOW AuCMepraumMm  UCXOOHbIX
arnomepartoB rpacpeHa B nopoLuke. 3aKOHOMEPHO, YTO NP MEHbLUEM coaepXaHun rpadeHa
arnomepatbl He HabngalTCs, BMECTO HUX BUAHbLI OTAENbHbIE NMAacTUHKK rpadeHa cpeau
3epeH kopyHaa (puc.9a).
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PucyHok 8 — ®pakTorpacusa noBepxHOCTU M3foMa ¢ YyacTuuamu rpadpeHa (a) u pacnpegeneHuve
3NeMeHTOB: kucnopoga (6), antomuHusa (B) 1 yrnepoga (r)

WccneposaHve mopdonorum rpadpeHoBbIX 4Yellyek u3-3a MX ManbiX pasMepoB W
HU3KOr0 OBBLEMHOrO coaepxaHust NpeacTaBnsaeTcs OOCTAaTOMHO TpyAHoW 3agaden. OgHako
meTogammn pactposor (POM) u npocBeumBaiollent aNeKTpoHHon mukpockonum (MOM) B
CBET/IOM U TEMHOM NonsAx 6bI10 NokasaHo, YTO Yellyrku rpadeHa MoryT pacrnonaraTbCsl He
TONMbKO Ha MOBEPXHOCTU paspylleHus W BHYTpU 3epeH kopyHaa (puc.9 a, 6), HO 1 Ha
rpaHuuax KopyHaoBbIx 3epeH (puc.9 B) [23].
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SEM HV: 10.0 KV WD: 5.31 mm L1l MIRA3 TESCAN|

View field: 1.93 ym Det: SE 500 nm
SEM MAG: 101 kx _ Date(midly): 04114116 Performance in nanospace

B r
PucyHok 9 — PacnpegeneHue rpadgeHa Ha NoBepXHOCTH (a, O, B) U rpaHuuax (r — TeMHoe none) 3epeH
cybmukpokpucTannuyeckoro komnoauta Al,Os + 0.5 Bec.% I™: a, 6 — POM; B, 1 - [TOM

Mpn cnekaHun BCNeACTBME peKpuUcTannuaaumm n murpaummn rpanuy 6onblias vactb
rpacdeHa ocTaeTcs BHYTPU OOMbLUMX MaTPUYHbLIX 3€PEeH, M NUWb Manasi YacTb rpadeHa
COXpaHseTCcHa B rpaHMLax MCXOAHbIX HAHO3epeH. OTK AaHHble CBUAETENbCTBYIOT, YTO rpadeH
paBHOMEPHO pacripefeneH B KOMMNO3nTe U (pusnyecku cBA3aH C MaTpuLen, 3reKTPOHHas
andpakuma oT KoToponm cooTseTcTByeT KopyHay Al.Os. PacnonoxeHue yellyek rpadeHa Ha
rpaHvuax 3epeH Onarogapa XMMWYECKOMY U (PU3MYECKOMY B3auMOOEencTBMEM aTOMOB
yrnepoga c atoMamMm B peLUeTKe OoKCuaa anioMUHUMSA OOSMKHO yBENUYMBaTb NOBEPXHOCTHbIE
CBOWCTBA KOMMO3UTa, YTO NOATBEPAMITIOCH NPY TPUBONOrMYECKMUX UCTIbITaHUAX.

[encTButenbHO, AaHHble Tabnuue 2 CBUOETENbCTBYIOT, YTO MPU HE3HAYUTESTbHOM
YMEHbLUEHUN KO3(pMLUMEHTA TPEHUA CKOPOCTb WM3HOca Ana obpas3uoB C rpadeHomM
YMEHbLUAEeTCs Ha [AdBa nopsigka Mo CcpaBHeHMIO C ob6pasuamun 6e3  rpadpeHa.
@pakTorpadpuyeckoe nccnegoBaHve CriedoB  TPEHWS B pPacTPOBOM  ATIEKTPOHHOM
MUWKPOCKOMNE C pasHbIM yBENMYEHNEM NOoKa3ano, YTo C yBeNMYeHNeM cogepxaHusa rpadeHa,
ocobeHHO npu 2 Bec.% [ 3aMEeTHO W3MEHSIOTCA reoMeTpudeckne pasMepbl U xapakTep
paspyLleHnst opoxku (puc.10).

Tabnuua 2 — KoadhduumeHT TpeHns (Ki) u ckopoctb nsHoca (W) HaHokoMno3nTa

CopepxaHue \éV Kq
rpadeHa, % MM°/4ac
0 | 5,4*10™ | 0.77
1 | <3*10° | 0,45
2 | <2*10° | 0.63
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o
PucyHok 10 — Bua gopoxek TpeHus anst obpasuoB ¢ cogepxaHmem rpadeHa: a, 6 — 6e3 rpadeHa;
B, r— 1Bec.%l; o, e — 2Bec.%l

Tak, rnybuHa / wuprHa OOPOXKM ymeHbllawTca ¢ 5.5 / 550 mkm B obpasue 6es
rpacpeHa (puc.10a) go 0.4/100 mkm B obpasuax ¢ 1 m 2 % I (puc.10 B, #). Xapakrep
paspyLleHnss MeHsieTCa npu  3TOM C  MHOFOMUCIIEHHbIX MaKpPOBbIPLIBOB B  MecCTax
HecnnowHocTn B 6esrpaceHoBbix obpasuax (pnc.106) 40 eAMHUYHBIX MUKPOpPaspyLUEHUH,
COOTBETCTBYHLLMX arfiloMepMpoBaHHbIM obnactam obpasuos ¢ 1%l (puc.10r). B obpasuax ¢
2%l MukpopaspylleHus [OOpOXeK TPEeHUs OTCYTCTBYKOT, BMECTO HUX MOSABASAKTCH
nnacTuuUMpoOBaHHbIE CrioM BOMHOOOpPa3HOW OpMbl, (PPOHT KOTOPbIX NEePneHAMKYNSpeH
HanpasneHUIo JOPOXKN TpeHUA. MOXHO 3aKmiounTb, YTO MEXaHU3M TPEeHUs C yBenuyeHnem
coaepxaHus rpacpeHa MeHsIeTCa OT XPYNKOro OTPbIBOM A0 NAacTUYeCKOro CABUIOM.
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PeHTreHOCTpYKTYpHbIM aHanu3 nokasarn, 4Y4To BO BCeX uccregoBaHHbIXx obpasuax
npucytcteyet ¢dasa a - AlLOs; (KopyHa), obrnagatrowas pomMboSapUYECKON pELLETKON C
npocTpaHCTBEHHOW rpynnon R-3c. B cneyeHHon Tabnetke, cogepxawen 2Bec.% rpadeHa,
HabnogaetTca  pacwenneHne  NMHUMM  KOpyHAa,  Bblpaxaroweeca B NOSIBIEHUU
AONONMHUTENBHBIX PEHTFEHOBCKMX OTPaXKEHWI, pacnonaratolmMxcs y nogHOXNS MakCMMyMOB
OCHOBHOWN pasbl (puc. 11). IHTEHCUBHbIE OTPaXKEHUSA XapakKTEPU3YT MaTpuUYHyo dasy a-
Al,O3, 6onee cnaboe oTpaxeHne cneea OT OCHOBHOW NMHMKM — dady Al.O3 ¢ N3MEHEHHbIMN
napaMmeTpamn Kpuctannuyeckon pewletkn. [lpuyem, onucaHHble OCOBGEHHOCTM CnekTpa,
OTNNYalOLLME YMCTbIN KOPYHZ OT KOMMO3uTa, HabnaalTca TONMbKO MNpU  COAEpPXKaHUM
rpaceHa 2 Bec. %. C nomowbi MeToda aHanmsa MoSIHOro npodounst PeHTreHOBCKOro
cnektpa (metog PutBenbga) [14, 15], oueHeHbl napameTpbl peweTkn. [lonyveHHble
pe3ynbTaTbl NpuBeaeHbl B Tabnuue 3.

Tabnuua 3 — MapameTpbl pelweTkn Al,O3 Npu pasHOM codepxaHuu rpadpeHa

CopnepxaHue a, c,
rpadpeHa, Bec.% A A
0 4,754 | 12.986
1 4,751 | 12.985
5 4.749 | 12.956
4.764* | 13.063*

* - OOMNOMHUTENbBbHbIE NIMHNK

M3 gaHHbIX Tabnuubl BUOHO, YTO NapameTpbl KpUcTannmyeckon peweTkn gasbl AlxOs
BblYMCNEHHbIE ONA AONOMHUTENbHbBIX NMHUA, UMEIOT BonbluMe 3HAYeHWsi, YeM napameTpbl,
OLEHEHHble OJ11 OCHOBHbIX NMHUN. OTO MOXET CBMAETENbCTBOBATb O TOM, YTO 3aMeTHas
YacTb OCHOBHOM (pa3bl UMEET MOBbLIWEHHbIE BHYTPEHHWE HaMNPsSKEHWs, CBS3aHHblE C
pacnpegeneHnem unn B3auMogencTBueM ¢ rpadpeHom.

*
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PucyHok 11 — [ucbpakuyMoHHbIA CNeKTp HaHOKOMMNo3uTa ¢ 2 Bec.% rpadeHa: \0/— OCHOBHas chasa
kopyHa;© - mononHuTenbHasa gasa.

Takum obpasom, y komnoautoB AlLOs; + 2 Bec.% [, nmonydeHHbix metogom CI1C,
UMEKTCA HECKOIbKO OTMNYMI OT YUCTOrO KOpyHAa U KOMNO3UTOB C MEHbLUUM COAepXXaHnem
rpadgeHa:
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- Hanuyve arnomepatoB rpadpeHa, HepaspyLleHHbIX Npu  yNbTpa3ByKOBOM
ANCNEPrMpoBaHNN CMEeCU MOPOLLKOB WM CHOPMUPOBAHHbIX B Mpouecce chnekaHus noja
BO34EeNCTBUEM NUMMYNbCHBIX MarHUTHbLIX NOMNEW;

- obpasoBaHMe Ha [OPOXKe W3HOCA NPU TPEHUW BA3KOW CyOCTaHUMKU, UMeloLen
XOpOLUYI agre3nto K noanoxke (MHade oHa Obinia Obl BbITECHEHA Ha Kpasi AOPOXKN M3HOCA
WHOEHTOPOM;

- Hannume asbl a-Al;O3 C M3MEHEHHBIMW NapameTpamMu, yKasbliBaloLme Ha BbICOKMWIA
YPOBEHb HAMpPSKEHN.

BHecTn HEKOTOpPYH ACHOCTbL B Npupoay OCOBEHHOCTEN, MMEILLNXCS Y KoMno3uTa ¢ 2
BeC.% rpadpeHa, NMOMOIMM M3MEPEHUS SMNEKTPOCOMPOTUBMEHNSA CrneYeHHbIX obpasuoB u
nopoLLKa B npouecce CrnekaHus npu ero paguauuoHHom HarpeBe. Ha pucyHkax 12, 13
npuBegeHbl TemnepaTypHble 3aBUCUMOCTU  yaenbHOro anektpoconpotuenernus Cr1C
KOMMO3UTOB NpW Harpeese W oxnaxaeHuu. [Ona nydwero paspeleHuMs Ha pucyHkel3
nokKasaHbl BbICOKOTEMMNEPATYPHbIE Y4aCTKM KpUBbIX B Bonbliem macwitabe.
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PucyHok 12 — TemnepaTypHas 3aBUCMMOCTb YAEMNbHOIO 3M1eKTPOCONPOTUBIIEHUS NPU Harpese u
oxnaxaeHun CIMNC KoMNo3nToB C pa3nnyHbIM COAEPXXaHUEM rpadeHa
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PucyHok 13 — BbicokoTemnepaTypHasi YacTb KpUBbIX Ha pUcyHKke 12 B yBENMYEHHOM MacluTabe

3a UCKNIOYEHMEM HEKOTOpbIX AeTanen, CywecTBEHHOW pas3Huubl B MNOBeAeHUU
YOENbHOIO  3MEKTPOCOMPOTMBIIEHNA MeXZy KOMMo3MTaMuM W YUCTbIM  KOPYHAOM  He
npocnexueaetca. Bce 3HavyeHWs yOenbHOro anekTPOCOMPOTUBIEHNA nexaTr B 6nuskom
AvanasoHe He3aBMCMMO OT cogepxaHus rpadeHa. 3TO 03HayaeT, 4YTO [AeWcTByloLime
MEeXaHM3Mbl MEKTPONPOBOAHOCTU C BBEAEHMEM rpadheHa NpMHUMMIMANIbHO HE MEHSOTCS, a B
CTPYKTYp€E KOMMO3UTa HOBbIX KaHanoB NPOBOAMMOCTU He obpasyeTcs. MOXHO OTMETUTL, YTO
ana komnoauta Al,Os + 2.0 Bec.% [ B Hu3KoTemnepaTtypHon obnactu (0T KOMHAaTHOM
Temnepatypbl 4o 600 °C) yaenbHOe 3NeKTPOCONPOTMBIIEHNE 3aMETHO HUXKE.



Cmpykmypa u ceolicmea HaHOKOMIMO3UuMma... 95

OKCMOHEeHUManbHbIi CNag  3neKkTpoCONPOTMBIIEHUS MPW HarpeBe XapakTepeH Ans
okcuaa anomMuHusa [24]. Ha norapudmudeckon 3asucumoctu npyu 450°C umeeT MecTo
N30M, MPUYMHOW KOTOPOro SABNAETCA CMEHa MeXaHU3MOB MpPOBOAMMOCTM C WMOHHOW Ha
3NEKTPOHHYHO.

OnucaHHoe Bbile NOBeAEeHNE PE3KO MEHSETCS, eCnv CnekaHne CMecu MOPOLLKOB C 2
BeC.% rpadeHa OCyLLeCTBNAETCS C NPUIoXKeHMeM MHMMarnbHoro gasnexus (1 MlMa smecTo
50 MrMa). OTHocuTenbHaa nNMOTHOCTb W MWKPOTBEPAOCTb KOMMO3UTa NpU  3TOM
ymeHblwatTtes go 87-89% w11 [Tla, cootBeTctBeHHo. OpHako yaenbHoe
3NEKTPOCONPOTUBNEHME HEOXWOAHHO CHWXKAeTca Ha 6 nopsigKoB NPU  KOMHATHOW
Temnepatype (puc.14). Takoe pe3koe CHWXKEHWE yaeribHOro 3MeKTPOCONPOTUBIEHNSA MOXET
ObITb 06ycnoBneHo o6pa3oBaHMEM NPOBOAALLMX LLEMOYEK UM CETKM M3 Yellyek rpadeHa.
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PucyHok 14 — TemnepatypHas 3aBUCUMOCTb YAENbHOIo 3NEKTPOCONPOTUBINEHUS NPU Harpese 1
oxnaxpgeHuu KkomnosuTa ¢ 2 Bec.% rpadeHa, cre4eHHOoro npyu MUMHUManbLHOM AaBneHuu
(He 6onee 1 Mla)

JononHutenbHoe CHWXeHWe YyOernbHOro 3reKTPOCOMPOTUMBIIEHUA MOXHO OOCTUYb
crnekaHvem cMecu MOpoLwWKoB C 2 BeC.% rpadeHa B YCTAHOBKE BbICOKOTEMMEpPaTypHOro
npeccoBaHus nNpu paguvaumoHHoM HarpeBe U gasnedun 10 MMa. B kavectBe matpuubl
ncnosnb3oBanu KOPYHO0BYHO TpyObKYy. B npouecce cnekaHus n3mMepsanoch
anekTpoconpoTtueneHve. [lo u nocne Harpesa o 1600°C yaenbHOe 31eKTpoCconpoTMBIIEHNE
CMeCK MOPOLUKOB, NpefBapuTenbHO YMNMOTHEHHOM Ha ruapasnmMyeckoM npecce, Obino Ha
nopsigok mMexble, yem y CIC komnoantoB. [locne 4acoBOW BbIAEPKKM M NOCenyoLwero
OXNaxOeHUs CHWXeHWe NpoAdoIMKUIIOCE M MNpUM  KOMHATHOM TemnepaTtype [OOCTUrIo
MWHMManNbHOTO 3HayeHust 23 Om*Mm. OTHOCKMTENBbHAs! MNOTHOCTL NpY 3TOM cocTaeuna 79%.
Pe3ynbtaTbl M3MepeHWUs YOEnbHOro 3fEeKTPOCOMPOTUBIEHUA AONA pa3HbiXx 06pas3uoB U
pasHbIX cnocobax nx nonyvyeHnsa npuBeaeHsl B Tabnuue 4.

Tabnuua 4 — YgenoHoe ANEKTPOCONPOTUBIIEHNE KOMMO3UTA Ha pPa3HbIX 3Tanax Harpeesa

CopepxaHue rpadeHa, Bec.% 0 1 2 2* 2%*

Havano | 4 5,909 | 1.3x10° | 1,2x10° | 7x10? 1x10°
YpenbHoe HarpeBa

anekTpoconpoTuenexne, | 1600°C | 2,5x10° | 1,3x10° | 3,2x10° | 2,8x10° | 1,2x10°

*|
OM*MM Mocne |4 4410° | 1,0x10° | 1,4x10° | 2,5x10% | 2,3x10"
OCTbIBaHNA

* - ClNC npu MMHMManNbHOM AaBMNeEHUN;
** - Npu pagnaunoHHOM Harpese

JKCnepuMeHT, NPOBEAEHHbIVA NPU pagnauvoHHOM Harpese, 6e3 y4acTusi UMNynbCHOro
TOKA U COMPOBOXAAKLIMX €ro MynbCUPYIOLMX MarHUTHbIX NOMen, nokasan, YTo yxe A0
Hayana crnekaHusi JOCTUraeTcsl MMHUMArbHOe yAernbHOe ConpoTuBrneHne. Bo3amoxHo aToT
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3(pdeKT CBSA3aH C CUNOBbLIM BO3AENCTBUEM MarHUTHOIO NOMSA U MEXaHUYeCKOro AaBrieHns Ha
OpUeHTauMio 1 pacnpegeneHve NpoBoAsLWmMX Yewwyek rpadeHa. OTCyTCTBUE MeXaHU4eCKnX
HanpsbkeHUn B obbeme MaTtepmana MoxeT crnocobCcTBOBaTb BbICTpavBaHWIO rpadeHa B
TOKOMPOBOASLUME LIENOYKN N CETKN.

YTo kacaeTcs yaenbHoOW TENNONPOBOAHOCTU, TO €e 3HaYeHne pacTeT C TemnepaTypon
ansi obpasua 6e3 rpadeHa M MpakTUYECKM He U3MeHsieTcsa ans obpasua ¢ rpadeHom
(pnc.15). TllocnegHee ykasbiBaeT Ha BO3MOXHOCTb MOBbIWEHUS TEMMOM3ONALNOHHbBIX
CBOWCTB Npu BBEAEHWM rpacbeHa B KOMMO3ULMOHHbIA MaTepuarn.
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PucyHok 15 — TemnepaTypHasi 3aBUCMMOCTb YAEIbHOW TENONPOBOAHOCTY:
1 - Al,O3 / 2Bec.%rpadeHa; 2- Al,Os

3akno4yeHune

Meton BBegeHua rpadpeHa B KepaMuKy, OCHOBaHHbIA Ha yIbTpPa3ByKOBOM
ANCNEPrMPOBaHNN N NNAa3MEHHO-UCKPOBOM CMeKaHuu, MOXeT ObiTb yCNewwHO WCNOofb30BaH
ONs CO30aHus BbICOKOMMOTHBIX M BbICOKOMPOYHbIX koMnosuToB Ha Al,Os ocHoe. [Ans
BblOpPaHHbIX PEXMMOB OUCNEPrMPOBaHUSA U KOMMAKTMPOBaHUSA pacnpegeneHve rpadeHa B
CTPYKTYpEe KOMMO3UTa B OCHOBHOM COCpPeAOTOMEHO B obObeme KOpyHAOBLIX 3epeH. Bonee
BbICOKMA  MoTeHuman rpadeHa MoOXeT ObiTb CBA3a@H C €ro  opueHTaumen u
NpevMyLLEeCTBEHHbIM  PAaCMOfIOKEHMEM Ha rpaHMUax MaTpudHbiX 3epeH. Haumbonee
YyBCTBUTENbHLIMW K COAEpPXaHWo rpadeHa (80 2%) SABNSAITCA TakMe MOBEPXHOCTHbIE
CBOWCTBA, KaK KO3((OUUMEHT TpeHUs, MUKPOTBEPLOCTb, M3HOCOCTOMKOCTb, MOCreaHue 13
KoTopbiX noBblwatTcad o 30% u Ha 2-3 nopsgka, COOTBETCTBEHHO.  Pexumbl
KOMMakTupoBaHus (cnocob HarpeBa v gaBneHve) onpeaensioT He TONbKO MeXaHU4Yeckue, Ho
n dusnyeckme CBOWCTBA, B YaCTHOCTW, yOENbHOE 3MeKTPOCONpPOTUBIEHWE MOXeT ObiTb
CHWXXEHO Ha 6-7 NopsaKoB.
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