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[ons anccMnupoBaHHON B MaTepuan B NpoLlecce OA4HOKPATHOrO MHAEHTUPOBaHNS aHep-
rn pacTeT C yBenu4eHneM rmybuHbl oTnevaTka/npuknagbiBaemon Harpy3ku. [lonyveH-
Hble 3KCMepuMeHTalbHble AaHHble MO3BONSIOT CAenaTb BbIBOA O YYBCTBUTENbHOCTU
NMPOYHOCTHBIX CBOMCTB KOMMNO3UTa K NPEABaPUTENBHOMY Harpy>eHuio.

[lns npoBeAeHHbIX 9KCMEPUMEHTOB BO BCEM UHTEepBarie MakCMMarbHbIX NMPUMOXEH-
HbIX Harpy3ok popMMpoBaHNsA TPEeLLVH B BepLUMHAX OTneYyaTkoB He Habnoganoch, YTo
CBUAETENbCTBYET O BbICOKON 3(P(PEKTVBHOCTM CUHTE3MPOBAHHOIO MaTepuana B Nnoaas-
neHnn opMMpPOBaHNA W PacnpoCTpaHeHWst TpelwH. [JaHHoe CBOWCTBO KOMMO3WTa,
noMumo ¢pa3oBOro coctasa, OfnpeAenseTca NPUCYyTCTBMEM M KOHMUrypauven yrnepoa-
HbIX HAHOTPYOOK B KEpaMU4ecKor MaTpuLe.
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ABSTRACT

Results of experimental investigation of mechanical properties of synthesized com-
posite “zirconium oxide — multiwalled carbon nanotubes” are presented in this paper.
Ceramic composite was produced on the basis of hydrothermal synthesis from zirconium
salt solution with dispersed carbon nanotubes followed by critical point drying of hydrogel
and thermal treatment of obtained aerogel. Zirconium oxide/carbon nanotubes aerogel
fragments were then sintered in order to obtain bulk sample in the form of tablet by hot
pressing technique.

Mechanical properties of composite were investigated with microindentation system
NanoTest. Experiments on single loading with different values of maximum applied load
in range 100...500 mN were conducted. Elastic modulus and hardness of the composite
were calculated from experimental indentation curves with standard Oliver-Pharr model.
Energy dissipated into the material during indentation and energy of elastic recovery
during unloading stage were calculated as areas under corresponding parts of indenta-
tion curves.

It was found that composite microhardness is a power law function of indentation
depth, whereas elastic modulus linearly decreases with increasing indent depth. Synthe-
sized composite exhibits huge fraction of energy dissipated into material which increases
with increasing load/indentation depth.

Moreover, for all investigated values of maximum applied loads there were no
cracks in the edges of indentation trace. The obtained results have shown that synthe-
sized composite is highly effective in suppressing the cracks growth. Aforementioned
regularities of mechanical behavior of composite can be linked with its phase composition
as well as with presence and arrangement of carbon nanotubes in ceramic matrix.

© PNRPU

Pa3zpaGoTka MeTOIOB CO3/aHMsI KEPaMUYECKUX KOMIIO3UTOB, MOIU(HUIMPOBAHHBIX YTIJIe-
POIHBIMHM HAaHOTPYOKaMH, SIBJSIETCSI OJHUM U3 MHTEHCHBHO Pa3BUBAEMbIX HaIlpaBJIEHUN COBpe-

MCHHOI'0O MAaTCpUAJIOBCACHHUA WU MCEXAHHUKU MATCPUAJIOB BCJICACTBUEC HX YHUKAJIBHBIX J3JICKTPO-

MAarHUTHBIX, MEXaHUYECKHUX, TETUIONMPOBOIHBIX U JAPYTHUX CBOMCTB JAaHHBIX KOMIO3WUTOB [1-3].
Panee Obia oOHapykKeHA CIOCOOHOCTh HAHOTPYOOK U3MEHSTh CTPYKTYPY, HHTEHCUBHOCTD MPO-
1IECCOB CTIEKaHUs, a TAaK)K€ YMEHBIIIATh pa3Mep KepaMUUYECKUX KpUCTALIUTOB [4—6]. HanoTpyO-
KH, pacrojiarasch 1o TpaHUIlaM 3epeH, MOTYT OJIOKMPOBATh PaCIpOCTPAHEHUE TPEIIUH U CITy-
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JKUTh TEM CaMbIM JOMOJHUTEIbHBIM KaHAJIOM YyIpouHeHus marepuana [7, 8]. Ilpu sTtom wmc-
M0JIb30BaHUE TPAHC(HOPMALIMOHHO YIPOYHSIEMOW KepaMUKH, B YaCTHOCTU OKCHJA IUPKOHUS,
MOZKCT paCIUPUTb BO3BMOKHOCTHU KOMITIO3WUTA IO JUCCHUITIAINN SHCPIrUn U MMOBBICUTH TCM CaMbIM
€ro MPOYHOCTh B HIMPOKOM JHana3oHe WHTEHCHUBHOCTEH HarpyxeHus. [Ipou3Bo/CcTBO Takoro
KOMITO3UTa HA OCHOBE OKCHAA IIUPKOHHS, MOAU(PUIMPOBAHHOTO YIIEPOIHBIMU HAHOTPYOKaMHU,
U MCCIIEZIOBAHNE €r0 MEXaHUYECKUX CBOMCTB SIBISIETCS LIEIbIO HACTOSIIICH PabOThI.

HccnenoBanne MexaHMYECKHX CBOMCTB KepaMUK C MOMOIUIbIO TEXHUKH MUKPO- WM HAHO-
HHIACHTUPOBAHUA IMO3BOJIACT HC TOJIBKO OLCHUTHL TBCPAOCTH U MOAYJIb IOnra marepuaia, HO
U BBISIBUTH HaJIn4Ke (ha30BbIX MPEBPALICHUH, HHIyIUPOBAHHBIX MOJISIMU HAIMPSLKEHUH, a UCCIIe-
JIOBaHME CJIEJIOB, OCTABJIEHHBIX UHJIECHTOPOM Ha MOBEPXHOCTU 00pa3iia, MO3BOJISET ONPENEIUTh
CTPYKTYpHBIE MeXaHU3MbI AedopmupoBaHus Mareprana. C MOMOIIbIO TaHHOW METOIUKUA ObLIO
YCTAHOBJICHO BJIMSIHUE CTaOWMIM3UPYIONIEH TOOABKM M CTENEHU CTAOMIIM3aIi BBICOKOTEMIIEpa-
TypHOH (ha3bl OKcHa IIMPKOHUSA Ha JeHCTBYOMUE Ae(pOopMaiOHHbIE MEXaHU3MBI U IPOYHOCTb
kepamuku [9-12]. [IpoBeaeHHbie aBTOpamu [9] peaBapUTEIIbHBIE UCCIETOBAHUS TpaHChOopMa-
LIMOHHO HEYNPOYHSIEMON KepaMHKHU (KapOua KpeMHUS, OKCUJ| aJIFOMUHNS) BBISIBUIIM UHTEHCHUB-
HOE OTCJaWBaHHE MaTepuana BOMM3M 00JIACTH WHACHTUPOBAHHUSA, OOYCIOBIEHHOE POCTOM
00JIBIIOro YKciia TPEIIKH, B TO BpeMs KaK B TETPAaroHaJIbHOM OKCHJE IIUPKOHUS, CTAOUIU3UPO-
BaHHOM 3 % WUTTpUs, HAIPOTUB, BO3SHUKHOBEHHE TPEIIMH OBLIO 3aTPYJAHEHO M MPOMCXOIUIIO
TOJIKO IIPU HEKOTOPOM MOPOTOBOM 3HAUECHUH MPUKIIAJBIBAEMOIN HATPY3KH.

B Hacrostieit pabote M3n0KeHbl pe3ysibTaThl IKCIIEPUMEHTOB 110 MUKPOMH/IEHTUPOBAHUIO
KOMIIO3UTa Ha OCHOBE OKCHJIa IUPKOHUS, MOIU(DUIIMPOBAHHOTO YTJIEPOIHBIMH HAHOTPYOKaMH.

CuHTe3 KOMNO31Ta U NOArOTOBKa 06pa3uoB ANnsi MUKPOUHAEHTUPOBaHUS

Meroanka NmoJy4eHus] KOMIIO3UTa, MOAPOOHO onucaHHas B [13], cocTosuia U3 Claeayrommux
9TAINoB: MMAPOTEPMANIbHBIA CUHTE3 IJIOTHOI'O TMAPOresis U3 CYCHEeH3HH COJIM LIUPKOHUS C yriie-
POIHBIMU HAaHOTPYOKaMH, 3aKPUTHUYECKOE YAAJICHHUE KUAKOCTH U3 c(hOPMUPOBAHHOTO T'HpOTe-
751, TepMUdeckass oopaboTka gparmMeHToB asporens. [IpuMeHeHne rupoTepManbHOrO CUHTE3a
Y 3aKPUTHUYECKOM CYLIKM T'MIpPOres MO3BOJIMIM MOJIYYUTh Pa3Mep KepaMUYECKHX KpHCTaJlIu-
ToB ~13-20 HM (puc. 1, a). CuHTE3UpOBAHHBII TaKMM 00pa30M KOMIO3UT CIIEKAJId METOJOM
ropsiuero mpeccoBaHuss B rpaduroBoit mpecc-popme (temmepatypa 1500 °C, naBnenue
53,3 MIla, Beinepxka 15 mun). CrieueHHble 00pa3ilbl MPEACTABISIN COOON TaOJIETKUA THAMET-
poM 15 MM ¥ TonumHO# 1,5 MM, peHTreHOBCKast ToMorpadus OJHOT0 U3 TaKUX 00pas3IoB Mpe-
CTaBJieHa Ha puc. 1, 6.

PeHTreHoCneKTpalibHbI aHAIU3 CIEYEHHBIX O00pPa3llOB-TA0JETOK KOCBEHHO MOATBEPIMI
COXpaHEHME YJIBTPAMEIIKO3EPHUCTON CTPYKTYpbl KEpPaMHUYECKOH MaTpHLbl IOCIEe TOpsSYero
npeccoBaHus: ObLTO MOKA3aHO, YTO OKCHJ IUPKOHUS HAXOIUTCS B MaTepHaje MCKIIOUUTEIEHO
B KyOuueckoit ¢aze (puc. 1, 6), ymupeHus MUKOB U aMOp(U3alui CTPYKTYpPhl HE TPOUCXOIUT
BCJIEJICTBHE BIIMSAHMS HAHOTPYOOK Ha (ha30BBIN COCTAB U CTPYKTYpPY KEPAMUYECKUX KPHCTaJLIU-
ToB [14]. IloaroroBka KOMNo3uTa Il MEXaHUUYECKUX MCHBITAHUM 3aKJIH0YaIach B MOJUPOBKE
QJIMa3HBIMU CYCIICH3USMH Pa3InYHOM rpajjalliy Ha TKAaHEBBIX TUCKaX.
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Puc. 1. CTpyKTypa CIIe4eHHOTr0 a3poreist OKCHJ LIUPKOHUSI — MHOTOCTCHHBIC YTJICPOIHBIC
HAHOTPYOKH (a); peHTIeHOrpaMMa 00pa3ia-TaleTKy MoCyIe ropsIero mpeccoBanust (0);
pe3yJbTaT KOMIBIOTEPHOH ToMorpadun odpasua auameTpom 15 mm (8)

AKCNepuMeHT

brouin MPOBEACHBI SKCIICPUMCHTBI IO OJJHOKPATHOMY MHUKPOWHACHTHUPOBAHUIO CUHTE3UPO-
BAHHOT'O KOMIIO3UTA C PA3IUYHON BETUYMHOM MaKCUMaJIbHOW MPUKIIAIbIBAEMO K 00pa3ily Ha-
rpy3ku, Bappupyemoit ot 100 no 500 mH. [ ka)knol BeIMYMHBI MAaKCUMaIbHON ITPHUKIIAIbI-
BaeMoi Harpy3ku ObU10 npoBenieHo 40 UHACHTUPOBaHMIA 111 Ha0opa CTaTUCTUYECKU 3HAYUMOTO
pe3ynbrara. B xauecTBe MHAEHTOpA MCHOIB30Bajlach nupamuaa bepkosuya, yroja npu ocHOBa-
HuUU 65°. CKOpOCTh HarpyxeHus coctaBisuia 2 MH/c, BpeMs BBIIEPKKH 00pasia 1oJi MaKCH-
MasbHOU Harpy3koi 60 c. CpaBHeHUE KpUBBIX MHJEHTHpoBaHUs ¢ COM-u300pakeHUsMHU ciie-
JIOB UHJIEHTOB (pHC. 2) MO3BOJIWIO UCKJIIOUUTh HEJJOCTOBEPHBIC SKCIIEPUMEHTHI (IIONaJaHne UH-
JICHTOpa B 00J1aCTh MEX/y KPUCTANIUTAMU HJIM B MUKPOHECIUIOIIHOCTh B MaTepUae).
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WD 8.0mm

Puc. 2. COM — u300pakeHne cIea0B WHICHTUPOBAHUS
KOMIIO3UTa

Pe3ynbTaTbl U 06CcyXxaeHue

TunuyHbli BUJ KPUBBIX UHJIEHTUPOBAHUS KOMIIO3UTA B CIIy4ae OJIHOKPATHOTO HArpyKeHUs
MPEJICTaBICH Ha pUC. 3, a. M3 3KCIepUMEHTANILHBIX JaHHBIX «BEIMYMHA HATpy3KH — TIIyOWHA
WHJICHTUPOBAHUS» Ha OCHOBE cTaHAapTHOM Moaenu OnuBepa—Dappa onpenensui ynpyruii Mo-
IyJIb MaTepralia 1 TBEPJOCTb; YIHEPIHI0, JUCCUIIMPOBAHHYIO B MaTepUal MPU UHACHTUPOBAHUU
Y SHEPIUI0 YIPYroro BOCCTAHOBJIEHUS MaTepHallia Ha CTaJMM PA3rPy3Kd ONpPENeIsiiv IO IJI0-
1811 10J] COOTBETCTBYIOIIMMH YYaCTKAMH KPUBOM MHAEHTHpOBaHus [15].

16
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Puc. 3. Tunuynble KpYBbIe HHACHTUPOBAHUS KOMIIO3UTA 110 TIEPBOIl CXeMe HarpykeHus (a);
3aBHCHUMOCTb 3HAUECHHI HAHOTBEPIOCTH H OT riyOMHBI OTHEeYaTKa Apl U1 pa3mTuuHbIX
3HAYeHU MaKCUMaJIbHBIX MPHIOKEHHBIX YCHIIHH (0)

['nybuna naeHTHpOBAHUSA, HM

DKcreprMeHTaIbHBIE JaHHBIE 3HAYEHUH TBEPAOCTH B 3aBHCUMOCTH OT TIIyOMHBI OTIEYaTKa
NP OJHOKPATHOM WHACHTUPOBAHHH XOPOIIO OIHCHIBAIOTCS CTEIIEHHBIM 3aKOHOM (pwc. 3, 0),
B TO BpeMsl Kak s MOZAYJS YIPYroctu E Takas 3aBUCMMOCTb MMeEET JUHEHHBINH XapakTep
(puc. 4, a). Crenennoit xapaktep 3aBucuMoct H(hpl) MoxeT ObITh CBSI3aH C pa3MEpHBIMU (-
dexTamu B MmaTepuane npu uHAeHTUpoBaHuM [16]. HaOmronaromieecs yBenndenue pasdpoca
9KCMEPUMEHTATIBHBIX TOYEK C POCTOM 3HAYCHHS MAKCHUMAJbHOW MPUKIIAIbIBAEMON CHIIBI IS
CHUHTE3MPOBAHHOTO KOMIIO3HUTa OOBSCHICTCS CTPYKTYPHOH HEOTHOPOAHOCTHIO MaTepHaia, Io-
JTy4arolerocst Mpyu ropsifueM MpeccoBaHUM HEOJMHAKOBO M3MEIbUEHHBIX (PPArMEHTOB a3pOressl.
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['paduk 3aBUCUMOCTH SHEPTUH, AUCCUIIUPOBAHHON B MaTepual B MPOIECCE OJHOKPATHOTO
WH/ICHTUPOBAHUS, OTHECEHHOM K SHEPTHH YIPYroro BOCCTAHOBIIEHHUS MaTepuaia, OT INIyOWHBI
oTreyarka npejcTaBjieH Ha puc. 4, 6. Ha gone Bo3pacTaroiero pazopoca 3KCrepuMeHTaTbHBIX
TAHHBIX C POCTOM TITyOHMHBI OTIIEYaTKa BHIHA TCHACHINS K TMHEHHOMY YBEITHUYCHHIO TOJH JTUC-
CUITMPOBAHHOW B MaTepHas SHEPTHH.

500 " 100 mH p
400 | Ax)=-033x+412,98 » g%%e%ﬂ : 100 vH
E R*=10,85 > ‘ A 400 mH 5 200 mH > R
=300 W4 > & > 500 mH .. 300 MH s
= Loy > 200 wH “ A 400 mH o 2L
200 <. ‘K’ﬁ 22, 300 MH S, »s00uH wr wdhts &8
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Puc. 4. 3aBucumocTh 3Ha4€HUI MOYJIS YIPYTOCTH E (a) U DHEpPTUH, TMCCUITMPOBAHHOM B MaTepual
B IIPOLIECCE UHJEHTHPOBAHUS, OTHECEHHON K SHEPIHU YIIPYTOr0 BOCCTAHOBIEHHUS, Eyory/Eynp,
OT TIyOUHBI OTIIeYaTKa /pl Ui pa3indHbIX 3HAYCHUI MAaKCUMAJIbHBIX TIPUIOKESHHBIX ycuiuii (0)

[Tpu sToM U1 00OMX THIOB PKCIIEPUMEHTOB BO BCEM HHTEPBAJe MAKCHMAaJIbHBIX IPHIIO-
KEHHBIX HArpy3ok (OpMHpPOBAaHHUS TPEIIUMH B BEPIIMHAX OTIEYATKOB HE HAONIOJAIOCH, YTO
CBHJICTEIBCTBYET O BBICOKOH 3()(heKTHBHOCTM CHHTE3MPOBAHHOTO MaTepHana B IOAABICHUH
(dbopMHUpOBaHUS M PACIPOCTpaHEHHs TpelMH. J[aHHOe CBOMCTBO KOMIIO3MTA, MO-BHIUMOMY,
HOMHMO ()a30BOr0 COCTaBa, ONMPEACISIETCS MPUCYTCTBHEM M KOH(HUIypauue yriepoaHbIX Ha-
HOTPYOOK B KepaMH4eCKON MaTpulle: TaK, MPU MHISHTHUPOBAHUU OJHOW M3 Hanbojee Tpelu-
HOCTOMKHMX KE€pPaMHK Ha OCHOBE OKCHJAa IMPKOHHSA, a MMEHHO YaCTHYHO CTaOMIN3UPOBAHHOTO
3% oxcuma UTTpUS, MPOUCXOAUT (HOPMHUPOBAHHE W PACIPOCTPAHEHHE IPHIIOBEPXHOCTHBIX
U paMabHBIX TPEUIMH, XOTS OHU PACHPOCTPAHSIIOTCS TOpa3/lo MeUICHHEE, YeM B OKCHAE IHp-
KOHHSI APYTuX (pa30BBIX COCTABOB M C MHBIMU CTaOMIM3UpYIomuMu n1odaBkamu [9]. ComocTas-
JICHUE TIOJTyYCHHBIX YKCIIEPUMEHTAIBHBIX JaHHBIX O Je(OpMaOHHOM MTOBEJCHUU CHHTE3UPO-
BAaHHOTO KOMITO3UTA TIPU OJHOKPATHOM W MHOTOKPATHOM WHJIEHTHPOBAHWU C JAHHBIMU CTPYK-
TYPHBIX UCClIeI0BaHUH ((a30BbIil cOCTaB KOMIIO3UTA BOJIM3M OTHEYATKa MO3BOJUT YCTAHOBUTH
CTPYKTYpPHBIE MEXaHU3MBI JUCCUTIAIINN YHEPTUU B MaTepUae).

BbiBoabl

[IpoBeneHbl HKCIEPUMEHTHI 110 OJHOKPATHOMY MHUKPOWHICHTHUPOBAHHIO KOMIIO3UTA OKCH/T
LUUPKOHUS/MHOTOCTEHHBIE YTJIEPOJHbIE HAHOTPYOKHU JJISl pa3IMyYHBIX 3HAUYEHUH MaKCHMallbHOM
MPUJIOKEHHOM HAarpy3ku. Y CTaHOBJIEHO, YTO 3aBUCHMOCTb TBEPJOCTH KOMIIO3UTA OT TTyOUHBI
OTIIeYaTKa HOCUT CTEMEHHOW XapakTep, TOrJa Kak MOJYJb YNPYrocTH JIHHEWHBIM 00pa3oM
yMmeHnbaercs. [loka3zaHo, 4TO A0 JUCCUIIMPOBAHHOM B MaTepual B IIPOLIECCE OJHOKPATHOT-
HOTO WHACHTHUPOBAHUS SHEPTUU PACTET C yBEIUYEHUEM IIIyOWHBI OTIIEYaTKa 0e3 00pa3oBaHMs
TPEIIMH B €r0 BEPIIUHAX.

Bo BceM wuHTepBajge MaKCUMAaIbHBIX HPHIOKEHHBIX HArpy30k (OpPMUpPOBaHHS TPELIUH
B BEpILMHAX OTIEYAaTKOB HE HAOII0/IAIOCh, YTO MOKET CBUJIETEILCTBOBATH O BBICOKON 3(h(eKTHB-
HOCTH CHHTE3MPOBAHHOTO MaTepuaja B MoJaBJIeHIN (POPMHUPOBAHUS U PACTIPOCTPAHEHHUS TPEIIUH.
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ComnocTaBneHue MOJyuYeHHBIX SKCIIEPUMEHTAIbHBIX JaHHBIX O Je(pOpPMallMOHHOM IOBE/Ie-
HUM CHUHTE3MPOBAHHOIO KOMIIO3MTA MPU OJHOKPATHOM M MHOIOKPAaTHOM WHAEHTUPOBAHUU
C TaHHBIMH CTPYKTYPHBIX MCCIIeOBaHMI ((pa30BbIil COCTaB KOMITO3UTA BOJIM3H OTIIEYATKa) I10-
3BOJIUT YCTAHOBUTH CTPYKTYPHBIE MEXaHU3MBbI IUCCUIIALIUHI SHEPTUH B MaTepHale.

I'uaporepManbHbIi CUHTE3 U 3aKpUTHUYECKAs CyLIKa THAPOress MPOBOAWINCE B Y HUBEPCHU-
tete r. JlyncBuis, CILIA, ropsuee npeccoBanre o0pa31oB-TadlIeTOK OCYIIECTBIIOCH B IHCTH-
tyre (usuku npouHoctd M Marepuanosenenus CO PAH. HMccnenoBanue MexXaHHUECKUX
CBOICTB CMHTE3UPOBAHHOIO MaTepuasa, CKaHUPYIOUas JIEKTPOHHAsE MUKPOCKOIUS U PEHTre-
HOBCKas ToMorpagus CIeYeHHbIX TabJETOK MPOBOAMWINCE B [IepMCKOM rocy1apcTBEHHOM Ha-
IMOHAJILHOM HCCII€ZIOBATEIbCKOM YHUBEPCHUTETE.

PaGora BeimonHeHa npu (uHaHCOBOM mojuepkke Poccuiickoro nayyHoro ¢ouga (rpant
Ne 14-19-01173).
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