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HccenoBano BusHue COmEPKAHNA AJTIOTPOIHOMN MoauduKaruu yriepoaa — rpadena (I') B
uHTepBase KoHieHTpauwmii 0,5 — 2,0 % Bec. Ha TPUOOIOTUIECKHE, IIPOYHOCTHBIE M CTPYKTYP-
HbIe XapaKTEePUCTHKYN HAHOKOMIIO3UTa OKcHI amoMmunnd — rpaden (Al,O4/T). Hanoxommo-
3UT MOJIyYEeH METO0M ILIa3MEeHHO-UCKPOBOro criekanusd mpu remmeparype 1550 °C B Teuenre
10 muH u naBnernu 50 MIla cMecr HAHOIIOPOIITKOB, ITPEIBAPUTENIHHO OABEPTHYTHIX YJIBTPa-
3BYKOBOMY JAHCIEPTHPOBAHUIO B OpraHmdecKoM pactBopurese. [IpencraBieHsl pesynbraThl
€r0 WCIIBITAHUI Ha TPeHHe U U3HOC 6e3 cMasKu Ha TpuboMerpe mox Harpyskoi 20 H mpu kom-
HaTHOH TeMIIeparype — MpU KPyTOBOM JBIIKEHIH PyOMHOBOTO [IIAPUKA-HHIEHTOPA I10 TUCKY,
KHHETHYEeCKOTO WHIEHTHPOBAHUSA C OIIpeJieIeHreM HAHOTBEPAOCTH M MOAYJIA YIPYTOCTH, a
Tak:Ke HAOIIOEHUI CTPYKTYPhI IOBEPXHOCTH U3JIOMOB U IOPOKEK TPEHUA B PACTPOBOM MUK-
pockorte. 7151 onpeiesieHns MUKPOCTPYKTYPBI B 00beMe HAHOKOMIIO3UTA U IIOJTBEPIKICHUS
TEPMUYECKOH CcTabUIBHOCTH rpad)eHa B IpoIiecce IIa3MeHHO-UCKPOBOTO CIIEKAHUS HCII0Ib30-
BaHbI METOAbI IIPOCBEYMBAIOIIEH DHIIEKTPOHHOM MUKPOCKOIIMY TOHKHX (POIBI B TEMHOM H
CBETJIOM ITOJIIX ¥ PaMaHOBCKOHM CIIEKTPOCKOIIMK COOTBETCTBEHHO. I0KasaHo, YTO BBEIEHIE
rpadeHa crrocoO6CTByeT HOBBIIIEHHI0 MUKPO- M HAHOTBEPAOCTH, MOIYJIA YIPYTOCTH, H3HOCO-
CTOMKOCTH Ha JBa-TPH MOPS/IKA U HEOOJIBIIIOMY YMEHBIIIEHUI0 Koaddurmenta tpenus. [1oBbI-
LIeHue cofiep:KaHus rpadena 10 2 % Bec. U3MEHAET MEXaHU3M U3HOCA OT XPYIIKOTO OTPHIBOM
10 BSI3KOTO CIBUTOM, YTO CBSI3QHO C YCHJIEHHEM CBSI3M MATPUYHBIX 3ePEH ¥ HAJUUKUEM arjioMe-
paros. IToxgTBepsxmeHo orcyTCTBHE Nerpajalu rpadeHa U COXPAHEHHEe ero TePMIYECKOH CTa-
6unsHOCTH. Mopdoorusa yactul rpadeHa CBUAETENBCTBYET 00 UX IPEUMYIIIECTBEHHOM pac-
TIOJIO}KEHUH BHYTPH 3€PeH KOpyH/a U 6ojiee PeKOM — Ha IPAHUIAX 3€PEeH.

KaroueBsie ciaoBa: koMmmosut; rpadeH; KOPYH/; ClIeKaHue; CTPYKTYPa; TPEHUE; U3HOC.
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The effect of allotropic carbon modification content, graphene (G), in the range of 0.5 — 2.0 wt.% on
tribological, strength and structural characteristics of Al,O4/G nanocomposite processed by 10-min
plasma spark sintering (pressure 50 MPa, temperature 1550 °C) of nanopowder mixture previously
subjected to ultrasonic dispersion in organic solvent is studied. The results of tests for friction and wear
without lubricant on a tribometer under a load of 20 N at room temperature and roundabout motion of
a ruby ball penetrator on a disk are presented along with data on kinetic indentation with determina-
tion of the nanohardness and elastic module and observations of the fracture surface structure and
friction track using a scanning microscope. Methods of the transmission electron microscopy of thin
foils in dark and bright fields and Raman spectroscopy, respectively, were used to determine the
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HECcTEepPCTBOM 00pasoBanud u Hayku PO No 02.A03.21.0005, 27.08.2013 u PH® (mpoext Ne 16-19-10213).
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microstructure in the bulk of a nanocomposite and prove the graphene thermal stability during plasma
spark sintering. It is shown that introduction of graphene contributes to the increase of micro- and
nanohardness, elastic modulus, wear resistance by two or three orders of magnitude and a slight de-
crease in the coefficient of friction. Increase in graphene content to 2 wt.% changes the wear mecha-
nism from brittle breakage to viscous shear due to strengthening in coupling of matrix grains and
presnrce of agglomerates. Lack of degradation and retention of graphene thermal stability are proved.
The morphology of graphene particles indicates to their preferential arrangement inside the corundum
grains and more rarely — on the grain boundaries.

Keywords: composite; graphene; alumina; sintering; structure; friction; wear.

B nacrosiiee BpeMs uHTEpEC K KiIaccy HAHOCTPYK-
typubix (HC) maTepuanor B obnactax Kak QyHzaa-
MEHTAIbHO-IIPUKIATHON HAYKH, TAK U IIPOMBIIIIEH-
HOCTH ITOCTOSHHO YBEJIUINUBAETCA. OTO 00YCIOBIEHO
CTpeMJIeHVeM K MUHHATIOPU3AIUN H3JIeNUi, yHH-
KanbHbIMHU cBoiicTBamu HC maTepuaios, MOABICHH-
€M COBPEMEHHBIX IPHUOOPOB [JIf UCCIEI0BAHUI, TH-
ATrHOCTUKU W MOJHU(PUKAIMYA HAHOMATEPHUAJIOB, pas-
BUTHEM ¥ BHEJIPEHUEM TEXHOJOTUH JUTOrpaduw,
TIOJIyYeHUs HAHOIOPOIIIKOB | T.1I.

B aBTOMOOHIBHOM, a9POKOCMUYECKON U MHOIHX
IPYTHX OTPACIAX IIPOMBIILIEHHOCTH IITHPOKO WKC-
MOJIB3YIOT HOBbIE MATEPUAIBI — MeTaLIOKepaMude-
ckue xommosutel (MKK). Oru o6namaror Gosiblueit
MPOYHOCTHI0, HO MEHBIIEH ILIACTUYHOCTBIO, YeM
TPaIUIMOHHBIE METANIMIECKHNE MATEPUAIIBI, UTO OT-
paummuyuBaer ux 6ojiee IUPOKOoe HpumMeHenue. s
cosnauus kadectBeHHbIx MKK moxHO uCmonbso-
BaTh HAHOYACTHIIBI PA3HOro THmHa (HAHOTPYOKH,
ynnepensi, rpader) Ipu yCIOBUH UX OXHOPOIHOTO
pacipenenenus B obbeMe MaTpuiibl. biaarogaps pa-
6oram Hosocemosa u I'eiima B 2005 r. 6bL1a IOy Ye-
Ha [ByXMepHAsd aJVIOTPOITHAS MOAu(PUKAIUAS yIJe-
poxa, uzBecTHas Kak rpades [1]. ITor HOBBIH MaTe-
puan obiamaer pAAOM YHHUKAIBHBIX 3JIEKTPO(U3H-
YEeCKHMX, MEXaHWYECKHUX, TEIIJIOBBbIX CBOMCTB [2 — 5].
B uacrtrocTH, cioucras mogudukanua rpadgeHa Mo-
sKeT OBITH MCIIOJAb30BAHA KAaK apMHUpPYyoIIas 106aBKa
B KOMITO3UTHBIe MaTepuaisl [1, 6]. Isrorosiennsbre
KOMIIO3UTBI JIEMOHCTPHUPYIOT 00jiee BBICOKHE IIPOY-
HOCTh Ha PACTIKEHHEe U OCOOEHHO OTHOCHUTEIbHOE
ynauaenue. OKa3anock, YTO CBOMCTBA TAKUX KOMITO-
3UTOB 3aBUCAT OT MATePHAIA U JUCIIEPCHOCTH MAaT-
PHUIIBI, a TAKKe MeTo/ia BBeJeHus rpadeHa.

Oco0bIli WHTEpEC MIPeACTaBIIeT KOMIIO3HT Ha
OCHOBE HAHOIIOPOIIKA KOPYHIA W MAaJIbIX J100aBOK
MHOTOCJIOMHOTO rpadena [5, 7], momyueHHbIi MeTO-
IIOM ILIa3MEHHO-HCKPOBOTO CIEKAHWS, WIH B 3apy-
OesxHOM TepMuHONOTMH — spark plasma sintering
(SPS). Unea merona 3akmiodaercd B OBICTPOM Ha-
rpese (mo 2500 °C/MMH) KOPOTKOMMILYJIBCHBIM TO-
KoM Oozpinoi BemmumHbl (1o 5000 A, mimurenbpHO-
CTBI0 UMITyJIbca <5 MC) MOPOUIKOBOH CMECH /IO TEM-
rmepaTypbl CIIEKAHUS IPH OJHOBPEMEHHOM IIPHJIO-
SKEHUHU JABJIEHUs, YTO MO3BOJIIET OTPAHUYUTDH POCT
YACTHI[ IIOPOIIKA B IIpollecce KoHcosumamuu. He-
MOJIb30BAHHUE JAHHOTO METO[a MO03BOJIET II0JydaTh

KepaMHUKH C IUIOTHOCTSMH, OJIU3KUMU K TeOpeThde-
CKOMY 3HAUEHHI0, ¥ pasMepoM 3epeH, OJIU3KHM K
pasMepy dactuii ucxomHoro mopoinka. [lockoabky
IJIa3MEHHO-UCKPOBOE CIeKaHHe ITOPOIIKOBOTO MaTe-
puaja oCyIiecTBIAIOT B TOKOIIPOBOAAIIEH rpadyuTo-
BOIH mpecc-popMe, TO AaHHAST TEXHOJIOTHUSI HE UMeeT
OTPAaHWYEHWH 110 THUIIAM CIEKaeMbIX MATEPHUAaJIOB
[8].

Uro kacaercs CBONCTB KOMIIO3UTA HAa OCHOBE Ha-
HOITOPOIIIKA KOPYHIA U MAJIBIX [00ABOK MHOTOCIOH-
Horo rpadena (I'), To mpeamonaraercsa, 4To Yelryu-
KHu rpadeHa Kak BTopad (paza BBI3OBYT 3HAUUTEIH-
HOE YMEHBIIIEHNE U3HO0CA BCIEICTBYE CHUKEHUS CHJT
TPEeHHMs HA KOHTAKTEe HAHOMETPHYECKHX U CyOMUK-
POCKOIIHYECKHUX CTPYKTYPHBIX syemenToB [5]. Oxna-
KO CBEIEeHMs O TPHUOOJOTHUECKUX CBOMCTBAX TAKUX
KOMITO3UIINH PAKTHIECKHU OTCYTCTBYIOT.

Ilenp paborel — wuccIemoOBaHUS TPUOOJIOTHYE-
CKUX CBOMCTB HAHOKOMIIO3UTA OKCH] QIIOMUHUSI —
rpagen (Al,O5 + I'), moayyeHHOro METOIOM ILIA3-
MEHHO-MCKPOBOTO CIIEKAHUS.

Ma’repna.nm H MEeTOAbIl MCCJIEedOBaAHUA

B kauecTBe HCXOHBIX MATEPUATIOB HCIIOIb30-
Banu HaHomopoIku §-Al,O5 u uerryiiku rpadesna.
ITopormgu 8-Al,O5 monyuensr 8 UMET PAH oxwc-
JICHHEM [HCIIEPCHOTO AIIOMHHHS B BO3IYIIHOH
IUTa3Me BJIEKTPOAYTOBOTO paspsaa, CPeIHUH pasMep
yacTtull 45 HM.

Ha pwuc. 1, ¢ BuAHO, YTO YaCTHUIILI TIOPOIIKA OK-
cujia aJTIOMUHHSA UMEIOT IIPEUMYII[eCTBEHHO OKPYT-
Iy opMy, a UX pasMep HAXOJUTCA B HHTEpBAse
25 - 250 mM.

I'pacen u3roroBieH METOAOM YJIbTPA3BYKOBOM
9KC(OTHUAIINN MUKPOKPUCTAIINIECKUAX KPUCTAIIIOB
rpadguTa B PasIAIHbIX OPTaHUIECKUX PACTBOPUTE-
nax (3aTeM pacTBOPUTENb UCIAPSIOT), TIOCTABIEH B
Poccuro pupmoit Graphene-tech (Zaragoza, Spain).
Ou mpezacTaBadaa co60i HEOKHCIEHHbIEe, MHOTOCIOH-
Hble YeNIyHKH YepHOro I(Bera ToduHOM 3,0 HM
(OKOI0O TATH AaTOMHBIX CJI0€B) ¥ ILIOIIAIbIO
10 X 10 mem (puc. 1, 6). Yrobbr u3be:xaThb araome-
paruu rpadeHa, moiydaeMoi Ipyu CMEITUBAHUY €T0
C TIOPOIIIKOM OKCHIA «CYXHM» CII0COOOM, TIOPOIIKK
[ePEeMEITNBATN YAbTPA3BYKOBBIM JIHCIIEPTATOPOM,
HCIIOJIB3Ys PACTBOPUTEND (IuMeTHIhbopMamMus). 3a-



54 «3aBoackas Jaboparopus. [[naraoctuka marepuaaos». 2018. Tom 84. Ne 6

Puc. 1. Bug ncxonHbIX MATEPHATIOB B PACTPOBOM JJIEKTPOH-
HOM MHKpOCKoIle: @ — HaHomopoIinok Al,Os; 6 — uenrydxu
rpacena

Puc. 2. Pacupenenenne rpaeHOBBIX BKIIOUEHHWH B HAHO-
rommosure Al,O5 + 0,5 % Bec. I’

TeM cMech CyIIUau Ha Bosayxe. Mcrmons3oBamu cme-
CH, B COCTABe KOTOPBIX BAPBUPOBAIM COMEPIKAHUE
rpadpena or 0 g0 2 % Bec.

ITocme ynbTPa3BYKOBOTO IHUCIIEPTUPOBAHUSI B
pacTBopuTee ¥ TOCIEAYIOIIed CyIIKH 006pasIibl
pasMepoMm J15 X 2 MM KOMIIAKTHPOBAJIHU B rpadu-
TOBOM mpecc-popme mpu Temmeparype 1550 °C u
crkopoctu HarpeBa 100 °C/mun B Teuenme 10 muH
npu pasiaenuu 50 MIla B BakyymHOI ycTaHOBEe
IrasMeHHO-ucKkpoBoro  cmekanua — LABOX-625
(SinterLand, Nagaoka city, Japan) [7]. B ycranosxke
HCITONIb3YeTCs COBMECTHOE BO3JIEHCTBHE HA IOPOIII-
KOBBIH MaTepuaj HMILyJIbCHOTO TOKA U MeXaHuJe-
ckoro ngasienwus. [locie cuekanus o0pasIfbl I I10-
CIIEIYIONNX YKCIEPUMEHTOB OBIITH MEXaHHYECKH OT-
MIU(OBAHbI ¥ MOJIUPOBAHBI [JIA TIOJIYUYEHHS IIIEePO-
XOBATOCTH MTOBEPXHOCTH 0K0J0 K, = 0,25 MKM.

O0BbeMHYIO IIJIOTHOCTH 00PA3IIOB U3MEPSINA Me-
TogoM ApxuMena B BoJe, MHKPOTBEPIOCTD M0 Buk-
kepcy (HV) — wma wmurporsepmomepe FM-800
Future-Tech (Kawasaki-City, Japan) Bnoab quamer-
pa mpu Harpyske 20 H, mpumoskenHoit B TeueHre
10 ¢, manorBepzpocts (H) u Mmoxyns yupyroctu (E) —

na manorBepmomepe Model G200 (MTS Company,
USA) mo meroxy Oliver-Pharr [9]. B mocnemmem
cllydae MCIOTH30BAIM aIMa3HBIN uHIeHTOp Bepko-
Brya ¢ paguycoM uribl 20 HM, KOTOPBIH ITO3BOJIHII
BBITIOJIHUTH U3MEPEHU Ha TIyOHHE 0KOJI0 2 MKM.

®parrorpaduyeckre MCCIeT0BaHUSI H3I0OMOB U
CTPYKTYPHBIN aHAINU3 pacupeneneHus rpadeHa Bol-
nostasutk Ha npubopax FESEM, ZEISS ULITRA 55
(Oxford Instrument) m Hitachi SU8000. Omnru-
MHBAIAI0 AHAIUTAYECKUX H3MEPEHUH ITPOBOIUIN
B paMKax OIMCaHHOrOo paHee moxaxoxma [10, 11].
s ananusa CTPYKTYpHOU crabmibHOCTH rpadeHa
WCIIONB30BaIn PaMaH-CIIeKTPOCKOIHI0 TIPU  KOM-
HATHOM TeMmIeparype Ha crmekTpoMerpe Renishaw
C IUIMHOM BOJIHBI j1azepa A = 532 um.

TpubosornuecKkue uCciaeI0BaHNs MPOBOAUIN HA
npubope Tribometer (CSM Instruments) opu Bpa-
[[EHUH TI0 cxeMe map — Auck mpu Harpyske 20 H u
cxopoctu 10 cMm/c B Teuenne 15 9 corsracHO €BpOIIeH-
ckomy craumapry [12]. B xkauecTBe mHmeHTOpa HC-
MoJIb30BaINM PyOHMHOBBIHN 1map 6 mm. CKopoCTh u3-
Hoca W BBIMHCAANHU 10 O0BEMY MOPOKKH TPEHUS
(MM3), pasMephbl KOTOPOM HM3Mepsaud Ha IPOQHUIIO-
Merpe:

W = ahv,y, (1)
rome @ ¥ h — IIUpHHA U TVIyOWHA IOPOKKH, MM;
Upny — JIMHEHHAdA CKOPOCTh KPYTOBOTO JBUKEHHUA

WHIEHTOpPAa, MM/d.

JKCIepUMEHTAIbHBIE PE3YJIbTATHI

Onrudyeckas merasuiorpadus moBepxHocTH (6e3
TpaBJIeHHH) IIePBBIX CIIEYEHHbIX KOMIIOSHUTOB BBbI-
sABUJIa 0COOEHHOCTH AMCIIEPTUPOBAHUA U arjaoMepa-
nuu rpadgena. Bugno (puc. 2), uro pacmpeneneHue
BUIMMBIX 4acTull rpadeHa mo pasmepy ot 10 mo
25 MKM [OCTATOYHO HEOMHOPOIHO, WX PACITIOJIOKe-
HUe OTHOCHUTEeNIBHO JAPYT Apyra XaoTudHo. Tem He
MeHee O0JIbIAA JOA YACTUI] UMeeT pasMephl MeHee
1 mem. JlaHHBIE OITHYECKOH MUKPOCKOMHH ObLIN
IIOATBEPIKIEHbI U pe3yIbTaTaMU U3MepeHUs MUKPO-
TBEPAOCTH, KOTOpPbIe TOKA3alIl 3aMeTHBIH pasbpoc
3HAYEHUN IIpU IIOIIalaHuK HWHJAEHTOPa B MeCTa,
oborareHHbIe wiu obequeHubIe rpadenom. Ocoben-
HO CHJIBHO 3TO IPOSBUIOCH miisd Kommosura Al,O5 +
2 % Bec. I'. B mocienyiorem monbop pacTBOPHUTEIS
¥ ONTHMH3AIUA PeKUMa [UCIIEPTHPOBAHUA T03BO-
JIUIU 3aMEeTHO OBBICUTH PABHOMEPHOCTH pacipee-
smenwus rpadeHa.

Pe3y.TIbTaTBI HU3MepeHud IIJIOTHOCTH, TBEPAOCTHU
U MOAYJs YIPYTOCTH KOMIIO3UTa IIPU Pa3IuIHOM
comep:kanuu rpadeHa mOpeacraBieHbl B Tabi. 1.
OTHOCHUTENBHASA TFIOTHOCTh KOMIIO3UTA YMEHbIIIAET-
cs C yBeJIWYEHHEM COJep/KaHus rpadeHa Hepas-
HOMEPHO, Hanbojiee 3aMeTHO — IIJIsi TIOBBIIIIEHHOTO
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comepskanus rpagena. IIpoBemennsrii ananus moxa-
3BIBAET, YTO 00II[ee CHUKEHNE TIOTHOCTU KOMITAKTA
CB3aHO C MEHBIINM YAEIbHBIM BeCOM rpadeHa u
BO3MOKHBIM 00pa30BAHMEM MHUKPOIIOpP BCIIEICTBUE
€ro arJioMeparfum.

W3 mammbix Taba. 1 cmemyer, 9yto mobaBKU Tpa-
dena B mpemenax OIIMOKYM M3MEPEHHU He BIUSIOT
Ha MHKpPOTBEpHoCcTh. OIHAKO HAHOTBEPAOCTH M MO-
Iy7b YIPYTOCTH, M3MEPEHHBbIE METOAOM KHUHEeTHJe-
CKOTO HAHOWHIEHTUPOBAHUSA, ITOKA3LIBAIOT 3aMeT-
HOe YIPOYHEHWEe MATPHUI[bI KOMIIO3UTA AaKe C Ma-
JIBIM COZlep:KaHueM rpadeHa Mo CpaBHEHUIO ¢ 00bId-
HBIM KopyHgoM [13].

[Tomo6mHoe pasnuyme B TBEPIOCTH, U3MEPEHHOM
PasHBIME METOJAMHU, CKOPee BCero, 06yCIOBIEHO Me-
TOAUYECKUMH OCOOEHHOCTSIMH — Pa3IUYHON JI0-
KaJbHOCTBHI0O MECT HWHIEHTUPOBAHUSI W CKOPOCTHIO
neopMaruy, KOTOpble OTIMYAIOTCA HA HECKOJIBKO
mopsaakoB [14]. OTMeTHM, YTO TOYHOCTH U3MEPEHUH
HAHOMEXaHWIECKHUM METOJOM ITOBBIIIAETCA C YBEJIH-
YeHueMm I‘JIy6I/IHbI HaHOUHJAEHTHUPOBAHU.

ITO CBUIETEIBCTBYET O CHJIBHOM BIHUSHHUHU IIO-
BEPXHOCTHBIX CHJI HATSKEHWS, PE3KO YMEHbIIAI0-
IIUXCA IIPpU yJaJI€eHHHW OT IIOBEPXHOCTH. TO‘-IHOCTB
M3MepeHul 3aBUCUT U OT pasMmepa ormedaria. Ilpu
M3MEPEeHUN MHUKPOTBEPAOCTH PasMepbl OTIIEYaATHKA
COCTABIIAIOT JECATKH MHKPOH, YTO COOTBETCTBYET
HECKOJILKMM 3epHaM KOpPYH/ia ¥ TOBOPHUT O BO3MOK-
HOM IIOIIagaHUU II0J4 UHIACHTOP arjioOMepPHUuPOBAaHHBIX
YYacCTKOB «MATKOTO» rpadena. Hamporus, mpu Ha-
HOUMHIEHTHUPOBAHUU IIOA HMHACHTOPOM Ha ILIOIIaau
pasMepoM B JECATKM HAHOMETPOB ITPAKTHUYECKH
Bcerma pacrosaraerca MarpuuHaa ¢asa. Taxum
00pasoM, pasHble METOAbI OTPAKAIOT CBOMCTBA pas-
HoMaciiTabHbIx 00bexToB. Habmoogaemoe ympod-
HEHMe MaTPUYHBIX 3epeH KOPYH/a MOXKeT ObITH CBi-
3aHO C BOSHUKAKIIINMHU BHYTPEHHUMU HAIIPAKECHU -
MM OT XHMHYECKOTO HJIH MEXaHHYEeCKOTO B3aHUMO-
neticreus yacturl rpagena ¢ Al,O5, omHaKo 310 Tpe-
OyeT MOTOJHUTEIBHOTO ucciaemnoBanusa. llpu sTom
BaKHO IPECTABIATD, Tl PACIIONaralTcsd YaCTUIIbI
rpadgeHa — BHYTPH MaTPUYHBIX 3epPeH WA Ha HUX
rpaHuIax.

B 9710it cBsi3u ObLIM TIPOBENEHBI CTPYKTYPHBIE
rccienoBanus Merogamu mpocsednsaoriei (II9M)

Puc. 3. Pacnpenenennie rpadena Ha mosepxHoctu (a, 6) u
rpaHunax (8, 2 — TEMHOE I0Jie) 3ePeH CyOMUKPOKPUCTAIIIIN-
geckoro xommnosura Al,Og + 0,5 % Bec. I': @, 6 — POM; 6, 2 —
TIoM

u pactpoBoit (POM) 571eKTpOHHOH MHUKPOCKOIINH,
pe3yabTaThl KOTOPBIX IIOKA3aHbl Ha puc. 3. Bumwo,
YTO dYelrydKu rpadpeHa MOTYT pacroiaraThCsi He
TOJILKO BHYTPH 3epeH (Ha IIOBEPXHOCTH paspy-
mieHust) KopyHzma (pwuc. 3, a, 6), HO W HA TPAHHIAX
KOPYH/IOBBIX 3epeH (puc. 3,8, 2) [15]. Ilpu cnexa-
HUM BCJIECTBHE PEKPHUCTAIIU3AINA W MUTPAIAU
rpaHuI] OOJbIIAd Y4acTh rpadeHa ocraerca BHYTpPHU
GONBIINX MATPHUYHBIX 3€PEH U JIHUIIb Majasd ero
YacTh COXPAHSETCS B TPAHMIIAX HUCXOIHBIX HAHO3E-
peH. OTu JaHHbIe CBUAETEIbCTBYIOT, YTO TpadeH
PaBHOMEPHO pacrIpeeseH B KOMIIO3HUTE W (PU3HUe-
CKM CBSI3aH C MaTPHUIIEH, SJIeKTPOHHAA AU(PAKIIHAI
OT KOTOPOH cooTBeTcTByeT KOpyHIY Al,Os.

Pacnonoxenne yemyek rpadgeHa Ha rpaHHIAX
3epeH Omaromapsi XHUMHUYECKOMY H (DH3HIECKOMY
B3aMMOJIEHCTBHIO aTOMOB YIJIepoJia ¢ aTOMaMH B pe-
[IeTKe OKCHAA ANIOMHHHS [JO/KHO YBEIMYUBATH
IIOBEPXHOCTHEIE CBOMCTBA KOMIIO3HUTA, YTO IIOATBEP-
IWIN TPUOOJOTUIECKHE HCIBITAHUA, PE3yIbTaThl
KOTOPBIX IIpeficTaBieHbl B Tabmu. 2. OHu cBHUIETEND-
CTBYIOT, YTO IIPHX HESHAYUTE/IbHOM YMEHBIIIEHUHN KO-

Ta6auna 1. 3HaveHus TBEPOCTH, MOLYJ/IS YIIPYTOCTH ¥ ILIOTHOCTH KOMIIO3UTA B 3aBHCUMOCTH OT COJEPIKAHUA B HeM rpadeHa

Conep:xanue rpadena, % Bec.

ITapamerps! 0 05 1.0 2.0
OTrHOocuTenbHaA INIOTHOCTD, % 99,1 99,0 98,0 96,0
Mugxporsepmocts, ['Ila 224 + 0,5 23,1 = 0,1 22,7+ 0,2 22,7+ 0,7
Hawnorsepnocts, I'Tla 24 + 2 5% 274 + 2 5% — —
Mopgyns yupyrocry, I'Tla 380 = 30* 456 + 40* — —

* TlorpemHocTs U3MEPEHUI yKa3aHa I IIIyOuHbI oTedarka 6omee 500 Hu.
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Puc. 4. Bun noposkex Tpenus aius o6pasmos 6e3 rpadena (a, 6), a rakxe ¢ 1 % Bec. (8, 2) u 2 % Bec. (0, e)

2D

OrHocurenbHas
HHTEHCUBHOCTH

1000 1200 1400 1600 1800 2000 2200 2400 2600 2800
PamanoBckwmii casur, ML

Puc. 5. PamanoBckuii cnexkrp HaHokommosuta Al,O; +
0,5 % Bec. I

adpdurrienTa TPEeHUA CKOPOCTh M3HOCA AJsT 00pas-
II0B C TpadeHoOM YMEHbBIIAeTCs Ha [IBa IOPSIKa
10 CpaBHEHHIO ¢ oOpasiamu 6e3 rpadena. Ppaxro-
rpaduuecKoe WCCIeoBaHNe CIel0B TPEHHUs B pac-
TPOBOM 3JIEKTPOHHOM MHKPOCKOIIE C PA3HBIM YBEJIH-
YEeHHWEM ITOKA3aJI0, YTO C MTOBBIIIIEHUEM COMEPIKAHUS
rpadena 10 2 % Bec. 3aMETHO U3MEHSIOTCS T€OMET-
pUyecKre pasMephbl W XapakTep paspylIeHHs Io-
po:xru (puc. 4). Tak, rayOouHa/imupuHa TOPOKKH
yMmeHnbInamTes ¢ 5,5/5650 mkm B obpasite 6e3 rpade-
Ha (puc.4,a) mo 0,4/100 Mmem B obpasmax ¢ 1 u
2 % Bec. I (puc. 4, 6 — e). B mporiecce Tpenus xapaxk-
Tep paspylleHus MeHSeTCSI OT MHOTOYHCIEHHBIX
MAaKpPOBBIPHIBOB B MECTAX HECIUIOIITHOCTH B Ge3rpa-
(heroBBIX 06pasmax (puc. 4, 6) 10 TUHUIHBIX MUK-

Tab6mana 2. Kosddunuent tpenus (K, u ckopocTs usHOCa
(W) manoxoMmosuTa

Conepsxanne rpadena, % W, mm3/a K,
0 54-10+* 0,77
1 <3-10 0,45
2 <2-10°6 0,63

popaspyllleHwi, COOTBETCTBYIOIIUX AarjIoMepHUpo-
BaHHBIM obyiactsaM 06pasios ¢ 1 % sec. I (puc. 4, 2).
B obpasmax ¢ 2 % Bec. I' mukpopaspyliiesus gopo-
JKEeK TPEHMS OTCYTCTBYIOT, BMECTO HHX IOSBJISIOTCS
ILUIACTU(PUIIUPOBAHHBIE CJIOH BOJIHOOOpPa3HOU (hop-
MBI, UPOHT KOTOPBIX MEPIEHAWKYIIPeH HampaBie-
HUIO TOPOKKH TpeHud (puc. 4, ). MoxHo mpezmoo-
JKUTh, YTO MEXAHU3M TPEHHS C yBEJIUUEHHEM COMlep-
JKAHUS rpadeHa MeHIeTCs OT XPYITKOTO OTPBIBOM 10
IJIACTUYECKOTO CIBUTOM.

Ba:xxupiM TpeboBaHHEM K MPOIlECCY IOIYIEHU
rommo3utoB Al,O; + I' aBasgerca coxpaneHue
CTPYKTYPHOM CTAaOMIBHOCTH TpadpeHa IPH BHICOKOU
Temreparype croexkanus. OTCyTCTBHE Aerpajanuu
rpadeHa TIpu CrieKaHuu ObLIA MOJTBEPIKIeHA METO-
mom PamanoBckoi crekrpockomnuu. U3 puc. 5 Bup-
HO, 9TO rpadeH MpeJCTaBIeH TPeMsA BAKHBIMH ITH-
kamu: D (npu ~1351 em™!) cooTBeTCTBYEeT pasphiBY
TPAHCIAIIMOHHON CHUMMETPUH TEKCATOHAJIBLHOU pe-
IIeTKH W Xapakrepusyer JedexrHocts; G (mpu
~1580 cm!) cBsizaH ¢ TaHTeHIMAILHOM BUOPAIIHOH-
HOM Momoit atomoB C-C B uemryiike rpadena; 2D
(mpu ~2700 cm') [16]. B cimyuae kepammueckoro
KOMIIO3UTA yBEJIWYEeHWEe OTHOIIEHUA WHTEHCHBHO-
creit ukoB Ip/l; cBUmETENBCTBYET O IOBBIIIEHUU
CTEeIIeH! PasynopAf0YeHNs U YMEeHbIIeHUH pasMepa
KPHUCTAIIOB; 2D-TINK, COCTOAINH U3 JBYX ITHKOB —
D, u Dy, uncineHHo OlleHeH IBYMs JUHUAMHU JIopeH-
114, COOTBETCTBYIOIUMHU TpadeHy C YHUCIOM CJIOEB
MeHee maTu [17, 18].

Bbiimie 65170 yIIOMSHYTO 0 BO3MO:KHOM aryiome-
pamuu rpadeHa u He0OXOJUMOCTH er0 TUCIEPTHPO-
BaHusa. B 5T0i cBsisu BBINOJAHEH (pparrorpadiae-
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Im 6

Puc. 6. POM-usobpakenns u3I0MOB 00pasiioB C COepsKa-
uueMm rpacdena 0,5 % sec. (a) u 2 % Bec. (6)

CKUl aHaIM3 MOBEpPXHOCTH M310MOB B POM, koto-
Pl BBIABWJI OTINYUA 00pA3IOB C PA3THIHBIM CO-
nep:xanuem rpagena (puc. 6).

Ilpy MuHMMATBHOM comep:KaHuu rpadeHa —
0,5 % Bec. I' armomeparsl IPaKTUIECKU OTCYTCTBY-
o1 (puc. 6, a), yBenwmdenue ero 10 2 % Bec. IMPHUBO-
IAT K 00pPa3s0BaHUIO CYOMHKPOKPHUCTAIINYECKHUX ar-
smomeparoB rpadena (puc. 6, 6). st 06enx KOHIEH-
Tparuii rpadeHa 0TMeYaeTCs 3HAYNTEIbHOE YBEJIH-
YeHHe pasMepa MaTPUYHBIX 3ePeH II0 CPABHEHUIO C
pasMepoM HMCXOAHBIX YacTUIl IOpomEka (cM.
puc. 1, a), cBsi3aHHOE C UX POCTOM IIPH CIIEKAHUH, U
BO3HUKHOBEHHE HEOJHOPOTHOCTH B pPaCIIpeeIeHun
rpadpena.

MeTonoM 9HEPTOAMCIEPCHOHHOTO aHATU3a [I0-
Ka3aHO, YTO B 30HE AarJoMepaTroB HWHTEHCUBHOCTD
JWHUH KHUCIOPOAA W ATIOMHHHS IagaeT MOYTH [0
HyJs W HaA [Ba TOPSAJKA TOBBIIIAETCAd WHTEHCHB-
HOCTBH JMHUH yriaepoga (puc. 7). B obmem ciyuae
HaJIUYHe arioMepaToB rpadeHa B CIIEYeHHOM KOM-
MTO3UTE MOYKHO OOBSCHUTH OCTATKAMHU HepaspyIleH-
HBIX IIPH YIBTPA3BYKOBOU [UCIIEPTAI[iU HCXOITHBIX
araoMepaToB rpadeHa B IOPOIIIKe WK UX (pOpMUPO-
BaHWEM B IpOIlECCe CIIEKAHHS IIO][ BO3JEHCTBUEM
MMIIYJIbCHBIX MATHUTHBIX ITOJIEH.

pn

Puc. 7. Pparrorpadus HOBEpXHOCTH H3JI0MAa C ATJIOMepaTa-
mu rpadena (a) u pacrpejeieHre WHTEHCUBHOCTEH JIMHUMA
ruciopoaa (6), anomunud (8) u yraepoza (2)

Tarkum obpasom, kommosutsl Al,O; + 2 % Bec.
I', monyuennbre meromom SPS, oTimyaiores ot dric-
TOTO KOPYH/a ¥ KOMIIO3UTOB C MEHBIIIUM COJIEpIKA-
HueM rpadeHa. B HHX IPHUCYTCTBYIOT arioMeparsl
rpadeHa, HepaspyIlleHHbIE MPHU YIHTPA3BYKOBOM
IHCIIEPTHPOBAHUH CMECH ITOPOIIKOB HIIH ChOPMHUPO-
BaHHBIE B IIPOIECCE CIIEKAHUSA IIOJ BO3IEHCTBUEM
MMIIyJbCHBIX MATHUTHBIX mojeit. Kpome Toro, mpu
TPEeHWHU Ha JOPOKKe U3HOCA 00pasyeTcs Bi3Kas Ccy0-
CTAHIIWS, UMEIOIAs XOPOIIYI0 aJre3ui0 K MOIOMKKE
(uHaue oHa ObI BHITECHSIACH WHIEHTOPOM HAa Kpas
JIOPOIKKN M3HOCA).

g BRIOPAHHBIX PEKUMOB JAUCIEPTHPOBAHUA U
KOMIIAKTHPOBAHUS Tpad)eH B CTPYKTYpPe KOMIIO3UTA
B OCHOBHOM COCPEI0TOYEH B 00'beMe KOPYH/IOBbIX 3e-
per. Hawubosiee 4yBCTBUTEIBLHBIMH K COAEP:KAHUIO
rpadeHa SIBJISIOTCS TAKHWE IMOBEPXHOCTHBIE CBOMCT-
Ba, Kak KO3()(UIMEHT TPEHHs, MUKPOTBEPHOCTD,
HM3HOCOCTOMKOCTD, MOCTAEIHUE JBA W3 KOTOPBIX IIO-
BoimaoTcea 10 30 % u Ha 2 — 3 mopAAKa COOTBETCT-
BeHHO. Bosiee BhICOKMI moTeHIMAN TpadeHa MOKeT
OBITh PEATM30BaH 34 CUET €ro OPHEeHTAIMH U TIpe-
HMMYIIIECTBEHHOTO PACITONIO/KEHNS HA TPAHUIAX MaT-
PHYHBIX 3€PeH.
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