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AHHOTayms. MeTosioM NHKOMHJICHTUPOBAHHS M3y4eHa TBEPJOCTb JaMENH IEPEMEHHOH TOJIMHBI, BBIPE3aHHOH W3 MaCCHBHOTO
Menko3epHucToro Teepaoro crmiaaBa WC—6 %Co—0,2 %TaC c pazmepom 3epHa okono 0,5 Mkm. ITnkonHAeHTHpOBaHUE TPOBOIUIOCH
aJIMa3HbIM HHIEHTOpOM bepkoBuya ¢ paguycoM 3akpyrieHnst okoso 50 HM, a 00paboTka SKCIIEPHUMEHTAIBHBIX KPHBBIX BBINOJIHEHA
no mozen Onusepa—®Pappa. [TokazaHo, 4TO 3HAYEHUS TBEPAOCTH, MOTy4aeMble MPH MMKOWHCHTUPOBAHUY JIAMEJIH, CYIECTBEHHO
3aBUCST OT €€ TOIIIMHBL. TBepLOCTh 3EKTPOHHO-IIPO3payHOro yyactka (TonmuHa Mmenee 100 um) namenu cocrasinsier 11,3 + 2,8 I'Tla,
a 2NeKTPOHHO-Henpo3pauHoro (tommuna Gomee 200 um) — 20,8 + 1,2 I'Tla. TloHKEeHHbIE 3HAUYSHUS] TBEPAOCTH B AJIEKTPOHHO-
npo3padyHbIX 00beKTax (TonmmHa ~100 HM) NPENoNoKUTENbHO CBA3aHbl ¢ KOMOMHAIMEH HECKONBKUX (DAKTOPOB: BO3MOXKHBIM
U3THOOM TOHKHX KOOAJIBTOBBIX IPOCIOEK, HAIMYHEM KpaeBoro a(dexra 1 GIU3KO PACIONOKEHHBIX CTOKOB A€()EKTOB CTPYKTYPHI,
B POJIM KOTOPBIX BBICTYIIAET TOBEPXHOCTH JIaMeNu. Boinonnens! in situ [I9M-uccnenoBaHust CTpyKTyPHBIX IPEBPAILCHHHN TP HATpeBe
namenn WC—6 %Co-0,2 %TaC, B Tom uncie B npucyTcTBuu OkcHaHbIX (a3 (WO, ). Okcuinble Bpa3bl Ha MOBEPXHOCTH JIaMEJH
OBLIM MOJIyYEHBI B Pe3yJIbTaTe OKUCIICHUs laMenn 1ipu temreparype 200 °C B Bo3ayHoit armocdepe. ITokazaHo, 4To pH Harpese
10 500 °C cymiecTBEeHHBIX M3MEHEHHUIl CTPYKTYphl He HaOmoaeTcs, a npu Temneparype 600 °C HaunHaeTcst ObICTPOE yTOHEHHE
KOOAJIBTOBBIX MPOCIOEK 32 CYET MHTEHCHUBHOI MOBEPXHOCTHOH anddysun xodansra. OJHOBPEMEHHO ¢ 3THM 3a()MKCHPOBAHO
00pa3oBaHue B CBA3Ke HaHOpasMepHBIX YacTull (asbl Co,W,C aucnepcHoCcThio 0T 5 10 20 HM, KOTOpbIE MOSBIAOTCS MO MPUIHHE
CMeIIeHHUs PaBHOBECHOTO (ha30BOTO COCTaBa TBEPIOTO CIlaBa U3 AByXdasHoii oonactu WC + v B Tpexdasnyro WC +y + Co,W,C
B PE3yJIbTaTe OKUCIICHUS JIAMEIIH.

KnroueBble cnoBa: TBEPABIC CILIaBbI, in situ UCIIbITaHU, TUKOMHACHTHPOBAHUE, TBEPAOCTD, ned)opMauI/m, Kap6nz[ TaHTalla, OKUCJICHUC
TBEPABIX CIIJIAaBOB
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In situ study of mechanical properties
and structural transformations during heating

of WC-TaC-Co cemented carbides
in a transmission electron microscope column
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Abstract. This study investigated the hardness of lamella with varying thickness, obtained from a massive, fine-grained cemented carbide

comprising WC—-6 %Co0-0.2 %TaC, characterized by an average grain size of approximately 5 um. The picoindentation method was
employed for this analysis. Picoindentation was carried out using a Berkovich diamond indenter with a radius of curvature around
50 nm, and the experimental data were analyzed using the Oliver—Pharr model. The results revealed a significant correlation between
hardness and lamella thickness. The hardness of the electron transparent section (thickness less than 100 nm) of the lamella measured
11.3+2.8 GPa, while the electron nontransparent section (thickness more than 200 nm) exhibited a hardness of 20.8+1.2 GPa. The lower
hardness in electron transparent objects (thickness ~100 nm) is likely attributed to a combination of factors, including the potential
bending of thin cobalt layers, the presence of edge effect, and closely spaced structural defect dislocations on the lamella surface. /n situ
TEM studies were conducted to examine structural transformations during the heating of WC—6 %Co0-0.2 %TaC lamella, including in
the presence of oxide phases (WO ). Oxide phases on the lamella’s surface were generated by oxidizing the lamella at 200 °C in an air
atmosphere. The results indicated that heating up to 500 °C did not bring about significant changes in the structure. However, at 600 °C,
there was a notable thinning of cobalt layers due to intense surface diffusion of cobalt. Simultaneously, the formation of nanosized
particles of the Co,W,C phase, ranging in size from 5 to 20 nm, was observed in the binder. These particles resulted from a shift in the
equilibrium phase composition of the carbide, changing from a two phase region (WC + y) to a three phase region (WC + y + Co,W,C)

as a consequence of the lamella’s oxidation.
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Acknowledgements: This research was supported by the Ministry of Science and Higher Education of the Russian Federation (project

No. 0718-2020-0034).

For citation: Zaitsev A.A., Loginov P.A., Levashov E.A. In situ study of mechanical properties and structural transformations during
heating of WC-TaC—Co cemented carbides in a transmission electron microscope column. Powder Metallurgy and Functional
Coatings. 2023;17(4):41-50. https://doi.org/10.17073/1997-308X-2023-4-41-50

BsepeHue

TBepable CIUTaBBI TMPEICTABISIOT COOOH KOMITO3H-
[IMOHHBIA Marepuaj, COCTOSIINN W3 TBEPAOro KapOui-
HOTO CKeJieTa M IJIACTUYHON METaJUTMICCKOM CBSI3KHM Ha
OCHOBE METaJUIOB TPYIIBI XkKele3a. biaromaps cBonM
YHHUKAJIbHBIM ~ OKCIUTyaTAallMOHHBIM  XapaKTepUCTHKAM
TBEPIOCIIAaBHBIH MHCTPYMEHT HIMPOKO HCIOJb3YeTCs
B MeTaui000padarhiBaloOlIell ¥ TOPHOJOOBIBAIOLICH
OTpacysiX MPOMBINIICHHOCTH, a TAKXKE MPU CTPOUTEIh-
HBIX pa0b0Tax U B MAIlIMHOCTPOCHHH.

B MetannooOpabareiBaromieid ¥ TOpHOIOOBIBAOIICH
OTpaciisiX TMPOMBINUICHHOCTH HAUOOJIbIIass 3SKOHOMHS
OOBIYHO JOCTUTACTCS 3a CUET YBEIMYCHHUS CKOPOCTH
pe3aHusi MeTa/uioB W OypeHHsT TOPHBIX MOPOA, YTO
MIPUBOJUT K TOBBIIICHHBIM Harpy3kam Ha MHCTPYMEHT
Y BBICOKHM TEMIIepaTypam, KOTOpbIe MOTYT JIOCTHTaTh Ha
nosepxHocTH uHCTpyMeHTa 1000 °C u 6onee. Bricokue
KOHTaKTHBIE HAIPSDKEHHUsI MOTYT BBI3BATH CYIECTBEH-
HYI0 TUIACTHYECKYIO Je(OopMalMi0 PEXYUINX KPOMOK
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TBEPABIX CIUIABOB, W 3a4acTyl0 MMCHHO IUTACTHYCCKAs
nedopmanus OnpeneNsieT CPoK CIIy>KObl HHCTPYMEHTA.
HccnenoBanue IUIACTUYECKON Ie(pOpMaIMU  TBEPIBIX
CIUTABOB IPH MOBBIIIEHHBIX TeMrieparypax [ 1] mokazaio,
YTO KapOWIHBIN CKEJIET Pa3pyIIaeTCs P BHICOKOTEMIIC-
parypHoii JedopMaliu, 9To BeAET K 00pa30BaHUIO MPO-
cioek cBszyromeit $haszpl mexay 3epuamu WC u olrer-
YaeT MPOIECC 3ePHOTPAHIMIHOTO CKOIBKEHHS.

Ha mpoTsbkeHUU TOCIeIHUX JIeT MpeAnpUHIMATHCH
MIONIBITKA  TIOBBICUTH ~ COIIPOTHBIICHHE IUTACTHYCCKON
neopManuu TBEPABIX CIUIABOB 32 CYET JICTHPOBAHHMS
KapOuJaMH TYTOIUIaBKHX MeTaioB [2-5]. B pa3zmmu-
HBIX paboTax HMcnoib3oBanuch nodasku Mo,C [6-11],
TiC u TaC [12—19]. Bpu10 ycTaHOBIECHO, YTO HEOOJIBIITHE
no6aBku TaC CYIIECTBEHHO YBEIUYHUBAIOT COIPOTHBIIC-
HHUE TUTACTUIECKON NeopMarvy TBEPIBIX CIDIABOB IIPH
MOBBINICHHBIX TEMIIeparypax. BeIIBHHyTa THIOTE3a,
YTO TAHTAJ BIMSCT Ha BEIHMUMHY MEK(pa3sHOH >HEPrun
Ha rpanunax WC/Co u WC/WC, npuBojisl B pe3yJibTare
K YIPOYHEHHIO KapouHoro ckeneta [18]. Bmecte ¢ Tem
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MEXaHU3M BJIHMSIHUS KapOwJla TaHTaJla Ha MEXaHUYECKHE
U BBICOKOTEMIICPATYPHBIC CBOMCTBA TBEPIBIX CILIABOB
HEJIOCTAaTOYHO MU3y4YeH, O YeM CBUJICTEIbCTBYIOT JaHHBIC
pabotsr [20].

[TocrenHre HECKOMBKO ECATKOB JIET WHTCHCHBHO
Pa3BUBAIOTCS HOBBIC ITOJXO/BI K HCCIICIOBAHIIO MEXaHU-
YECKUX CBOWCTB M CTPYKTYPHBIX XapaKTEPHCTUK MaTe-
pHAJOB; B YaCTHOCTH, K TAaKUM ITOAXOJAM OTHOCSITCS
MUKpOMEXaHW4eCKne wucnblTanus [21;22], a Ttaxxke
W3yYeHUE CTPYKTYPHBIX TNpEeBpalleHHid MpHu Harpese
ANEKTPOHHO-TIPO3PAYHBIX OOBEKTOB HEIOCPEICTBEHHO
B KOJIOHHE MPOCBEUMBAIONICTO 3JIEKTPOHHOTO MHKPO-
ckoma (IT9M) [23-25]. TTomoOHBIEC UCCICNOBAHUS AAFOT
Oonmpiine MacCUBBl (DyHIAMEHTAIBHOM HH(MOPMAINH,
MO3BOJISIONINE TIyOKe TIOHMMATh MEXaHU3MEI Iedop-
MaIl¥ U pa3pylIeHUs] MACCUBHBIX MaTepHasoB, a TaKkKe
MIPEICKA3bIBaTh UX IKCIUTyaTallHOHHBIC CBOWCTBA.

Ilenpto HacTosmie paboTHl SBISIOCH H3YUYCHHE
MEXaHUYECKHX CBOHCTB IIPH KOMHATHOW TEMIIepaType
Y CTPYKTYPHBIX MTPEBpAIlEHUH MPH TOBBIIIEHHBIX TEMIIE-
parypax TBEpIBIX CILIABOB, cozmepxkammx nooaBku TaC.
HccnenoBanus NpOBOIUINCS in Situ HEIIOCPEINCTBEHHO B
KOJIOHHE TIPOCBEYMBAIOIIETO AJICKTPOHHOTO MHUKPOCKOIIA
MIpY KOMHATHBIX ¥ MOBBIIICHHBIX TEMIIEPaTypax.

MeTtoauka dKCnepnMeHTa

OOBEKTOM HCCIEeIOBaHUS B IaHHOW padoTe SIBIISIICS
Menko3epHUCThIN TBepabIit crtaB WC—6 %Co—-0,2 %TaC,
nonyueHnbli U3 cmecu mopomkoB WC, Co u TaC.
N3 maccuBHOrO 0O0pasma TBEpAOTO CIUIaBa METOIOM
(OKyCHPOBAaHHOTO MOHHOTO Tyuka Ha yctaHoBke «FEI
Quanta 200 3D» (FEI Company, CILIA) mis npoBeneHus
OKCIIEPUMEHTA IO NMHKOMHICHTUPOBAHUIO OBLIa BBIpPE-
3aHa JIaMeJb M HamasHa Ha CIENUalbHBIN JlepiKaTeib,
KakK TMOKa3aHo Ha puc. 1.

[MukounnenTupoBanue [26 | IpOBOIUIIH in1 Sifu B KOIOHHE
[IDM ¢ momomipto nepxarens «Hysitron PI 95 TEM
Picoindenter» (Bruker, CIIIA), npenHa3HaueHHOTO JUIS
MEXaHUYECKHX HCIBITAHUH M OCHALEHHOTO aJMa3HbIM
nHaeHTopoM bepkouua. CbeMKy Ipouecca HUHAEHTU-
pOBaHUs OCYILIECTBISUM in sifu B xosonHe [1OM JEM-
2100 (JEOL Ltd., Snoums). Jlamens umena JUIMHY
okos10 11 MKM M BkIIIOYasa JBa ydacTKa C II€PEMEHHOU
TOJIIIMHOM: OAWH U3 HUX OBUI SIEKTPOHHO-TIPO3PAYHBIH
(T.e. TommuHa nexana B Auamazone ot 70 mo 120 HMm),
a Jpyrol — He NpPO3pauHbIM JJIsl AJIEKTPOHHOIO MyyKa
(Tonmmmnua 6onee 200 HM).

Cornacuo m3BectHoi moxenu Onusepa—Dappa [27],
MPUMEHUMOMN JUIsl 00pabOTKU Pe3ysIbTaToB MHUKOWH]ICH-
THPOBAHUs, TBEPAOCTD ONPENENIETCS 0 YPaBHEHHIO

H=F,_ /A, (1)

TIe Fmax — MakcuManbHas Harpyska, H; 4 — muomanb
KOHTAKTa HHIEHTOpa ¢ 00pa3oM, M2,

[Tnomans KOHTAKTa ¢ y9eTOM paJnyca 3aKpyIICHUS
peanbHOTO MHAEHTOpa bepkoBuya (okono 50 HM) ompe-
JICJISIIACh U3 BBIPAKEHUS

A=24,5hn +1,65-10h,. )

[yOuny KoHTakTa WHAEHTOpa ¢ obpasuom (h,, M)
BBIYHCIISUIH 110 GOpMyIIe

hc = hmax - 0’ 75Fmax (ﬁj ’ (3)
dr )
rae h = — MakcuManbHas [IyOWHAa MPOHMKHOBEHHS
HHJICHTOpA, M.
Harpes namenu ObuT BRITIOJHEH B Aepikarene «Gatan
heating holder 652» (Gatan, CIIIA) nocpencTBoM mpo-

2 MKM
I —

Puc. 1. Buemnmit BU] JIaM€CJIU IE€PE] Ha4YaJIOM HCTIBITAaHUH 110 MMAKOUHACHTUPOBAHUIO

Fig. 1. Appearance of the lamella before picoindentation tests
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MyCKaHMS AIEKTPHUCCKOTO TOKA Yepe3 OMOSCHIBAIONTHN
JaMeNb TAHTAIOBBIM HAarpeBaTelb KOJBICBOH (HOPMEL.
Ckopoctb Harpesa coctaisuia 50 + 5 K/mun; 1u1st usyde-
HUSI CTPYKTYpBI CIUIaBa OBLIM BBIOpPAHBI TEMIICPATypHI
300, 400, 500 u 600 °C. CreMKy CTPYKTypbl IPOBOIUIN
in situ B xomonne [1OM JEM-2100 (JEOL Ltd., Slnonws)
npu (PUKCHPOBAHHBIX TEMIIEpaTypax IOCIE BBIICPKKH
B HECKOJIEKO MUHYT, HCOOXOAUMOH ISl BHIPABHUBAHHUS
MPUBOMSIINX K Apeiidy oOpasiia TeMrepaTypHBIX TPan-
eHTOB. [IpOHOIKUTEIFHOCTh CHEMKH COCTABIsIA OT 15
110 20 MHH, TTOCJIE€ YETO BKJIFOYAJICSl HArpeB.

Pe3ynbTaTbl U X 06cyXxaeHue

Cpennuii pa3mep 3epHa H3y4E€HHOTO TBEP/OTO CTIJIaBa
coctaBa WC-6 %Co0-0,2 %TaC cocrtaBista  OKOJIO
0,5 MkM (puc. 2), TONIIMHBI KOOAJBTOBBIX MPOCIOCK

1 MKM
—

1 MM
—
Puc. 2. Kaptsl pactpe/ieieHust SIEMEHTOB

B JIEKTPOHHO-IIPO3PAYHON YaCTH JIaMeJIi TBEPIOTO CILIaBa
WC-6 %Co-0,2 %TaC
a — m300paxxeHue, norydeHHoe B pexume CTOM;
0—0 — M300paXKeHNU, TIOTyYCHHBIC B XapaKTePHCTUICCKOM
usnydernu W, Ta, Co, C, COOTBETCTBEHHO

Fig. 2. EDS maps of electron-transparent part
of the WC-6 %Co0-0.2 %TaC lamella
a— STEM image; 6-0 — W, Ta, Co and C EDS maps, respectively
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Haxoaunuchk B auana3one ot 100 1o 200 am. Takum oOpa-
30M, COOTHOLIEHHE Pa3MEepOB HHIEHTOPA U CTPYKTYp-
HBIX COCTABJISIOIINX CILIaBa MO3BOISICT YTBEP)KAATh, UTO
[IPY TUKOMHICHTHPOBAHUH OJHOBPEMEHHO IE(POPMHUPO-
BaJICh HECKOJIBKO 3epeH KapOumHo# (a3bl 1 KoOaibTo-
BBIX IIPOCIIOEK, a IMOJIy4YE€HHbIE 3HAYCHUS ITUKOTBEPIOCTH
XapaKTepU3yIOT 3HAUCHHUE TBEPJOCTH BCErO KOMIIO3UTA,
a HE OTAENbHBIX CTPYKTYPHBIX COCTABIISIOIINX.

Ha puc. 3 mpuBeneHsl 1Be XapakTepHBIC KpPUBBHIC,
MOJIlyYeHHbIE IPU NUKOMHAEHTHUPOBAHUU  TBEPAOTO
ciuiaBa. bbuta npoBenieHa cepus uamepeHuii u3 12 ornens-
HBIX YKOJIOB B Pa3JIMYHBIX YacTAX JaMEIH IPU MaKCH-
MasbHOH Harpyske ucnsitanus 900 mxH; Beiaepxkka npu
MaKCUMaJIbHOW Harpyske coctasisuia 5 c. IlomydeHnsle
KpPHUBBIE MOXXHO CTPYNIIMPOBAaTh IO BEIMYMHE MAKCH-
MaJIbHOTO NIPOHUKHOBEHHUs uHaeHTopa (A . ). K nepsoi
TPYIIE OTHOCSTCS YKOJBI C ITyOMHOIN MPOHUKHOBCHHUS
ot 100 mo 115 uMm, ko Bropoit — ot 50 g0 60 HM, TpuUUeM
BCE YKOJIBI MEPBOW TPYHIBI OBUIN CIENAHBI C TOHKOTO
(271eKTPOHHO-IIPO3PAYHOI0) y4yacTKa JIaMelH, a YKOJIbI
BTOPOH I'PyIIIbI — C TOJICTOrO y4acTka jamenu. 13 puc. 3
BHUJHO, YTO IPU MaKCHMaJbHOM Harpyske HaOIOdaeTcs
crnaboe CMEIeHNE NCTIBITATeNIbHOM CHCcTeMBI (apeiid) Ha
BenuuuHbl OT | HM (puc. 3, @) no 2 am (puc. 3, 6), 4ToO
cocTaBiser oT 2 10 4 % MakCHMalbHOH ITyOWHBI TPO-

1000
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100
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1 1 1 1 1 1
0 10 20 30 40 50 60 70
1000
900 o
800 -
700
600
500 -
400
300 -
200 -
100 |

F, mxH

0 20 40 60 80 100 120
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Puc. 3. XapakrepHble KPHBbIE HHICHTHPOBAHUS
B KOOP/IMHATAX «HAIPY3Ka—IEPEMEIICHHE)
@ — JUIs1 2EKTPOHHO-HENPO3PaYHOro yUacTKa JaMelu
6 — U151 DIEKTPOHHO-TIPO3PAYHOTO Y4acTKa JIaMelH

Fig. 3. Typical indentation curves
in “load—displacement” coordinates
a — electron-nontransparent part of the lamella
b — electron-transparent part of the lamella
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HUKHOBCHHSI HHAEHTOpa. Takum o0pa3oM, cCMeIeHHe
UCHBITATEIILHON CUCTEMBI OKa3bIBAET CllIab0e BIUSIHHUE Ha
dbopMy KpHBOH «mepemenieHrne—Harpy3ka». CKopocTh
npetiha cocrapnsier or 0,2 g0 0,4 HM/C TIpU HArpy3Ke
900 MxH, HO TOCKOJIBKY 3aBHCUMOCTb CKOPOCTH Jipetida
OT Harpy3Kd He M3BECTHA, TO KOPPEKTUPOBKA HKCIIEPH-
MEHTAJIbHBIX JAHHBIX HE TPOBOANIACK.

Ha puc. 4 nokazana Buzeorpamma npoiecca UHAeH-
THUPOBAHUS TOHKOTO y4acTKa JaMenu. Buano, 4to B mpo-
L[ecce UCTIBITaHU MHJEHTOP KOHTAKTUPOBAJI C HECKOJIb-
kM 3epHaMH WC u KOOambTOBBIMU TPOCIOHKAMHU
Mex 1ty HUMU. [Tocnie MHAEHTUPOBAaHUS AIEKTPOHHO-IPO-
3padHON YaCTH JIaMelIH 00pa30oBaHHE TPCIIUH U Je]ek-
TOB He 3a(hUKCUPOBaHO (pHC. 4, 2).

PesynpraTel NMHKOMHACHTHUPOBAaHHUS ObUTH 00pado-
Tanbl 1o Mozaenu Onuepa—®appa [22], paccuuTaHHble
3HA4YCHUS TBEPAOCTH 000OIICHBI B TAOIUIIE.

TBepIOCTb BIEKTPOHHO-IPO3PAYHOrO y4acTKa Jia-
menu coctapisieT 11,3 + 2,8 I'Tla, a snekrpoHHO-HETPO-
3paunoro — 20,8 = 1,2 I'Tla. UnneHTHpoBaHUE DSIEKT-
POHHO-TIPO3PAYHON YACTH JIaMENH COMPOBOXKAACTCS
CYIIECTBCHHO OOJIBITHMU Ae(hOPMALIUSIMH, YTO 3aHIKACT
3HAUCHHUS TBEPAOCTH ¥ MPUBOAUT K OOIBINIEH AucHepcHn
pe3ynbTaroB. BeposiTHas mMpUYMHA TaKOTO CHIKEHHS —
KpaeBbIe 3 HEKTH B OIU30CTh CTOKOB AE(HEKTOB CTPYK-
TypBl, B POJU KOTOPBIX YAaCTO BBICTYNAET MOBEPXHOCTD
obpasna. bau3ocTh CTOKOB OOBSICHSET B TOM YHCIE
OOIBIIYFO TNIACTUYHOCTH 0OBEKTOB HAHOMETPOBOTO JTHa-
[a30Ha IpHU in Situ MUKPOMEXAHUYECKUX HUCIBITAaHUAX.

Pe3yabTaThl 00padOTKH KPUBBIX MMKOUHAEHTHPOBAHMS
no moaenau Onusepa—®appa

Picoindentation curve results analized
using the Oliver—Pharr model

e Mecto H,TTa | H,TTa
U3MEpEeHHs | HMHICHTUPOBAHUS é

1 13,2
2 6,7
3 DNeKTPOHHO- 8.9

MIpo3payvHas 4acTh . 11,3+2,8
i JTaMeITi 133
5 12,4
6 13,0
7 19,6
8 22,1
9 OJeKTpOHHO- 19.3

HEmnpo3payHas 4acTh 20,8+ 1,2
10 JTaMeITi 21,3
11 20,8
12 21,9

Hpyroil BO3BMOKHOW MPUYMHOM, MCKaXKAIOMIEH pe3yiib-
TaThl TUKOMHICHTUPOBAHUS, MOXKET ObITh U3rH0 KOOaIb-
TOBBIX MIPOCIOEK. BeposTHO, NPH MUKOUHIEHTUPOBAHUH
MIPOUCXO/IUT MEPEXO] OT YUCTO CKUMAIOIIUX K CMEIIaH-
HBIM M3rH0aroIIe-CKMMAIOLIIM Harpy3KaMm.

3HaueHus] TBEPJOCTH C AIIEKTPOHHO-HEMPO3PAUYHOTO
y4acTKa XOPOIIO KOPPEIUPYIOT C JIUTEPaTyPHBIMU JIaH-

Puc. 4. Buneorpamma mnporecca MIKOMHICHTHPOBAHUS DIICKTPOHHO-TIPO3PAYHON YACTH JIAMEITH
F, MxH: 0 (a, no Hayana ungaentupoBanus); 450 (0); 900 (); 0 (2, mociie MHACHTUPOBAHUS, HHACHTOP OTBEICH)

Fig. 4. Videogram of the picoindentation of electron-transparent section of the lamella
F, uN: 0 (a, before indentation); 450 (6); 900 (6); 0 (2 after indentation, the indenter is pulled back)
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HBIMH, COITIACHO KOTOPBIM JUII MAacCHBHBIX 00pasIoB
cyOMUKpOHHBIX cruaBoB WC—6 %Co TBepIOCTh BapbH-
pyercs ot 18 mo 20 I'Tla [28].

Kak yxe ObUIO OTMEYEHO, IPH IKCIUTyaTalliH TBEP-
JIBIX CIUIABOB M JUISI PE3aHUSI METAIJIOB, W JUIS JOOBIYH
MIOJIE3HBIX MCKOMAeMbIX HaOIONAETCs JIOKAIbHOE TOBbI-
menue Temneparypsl go 1000 °C u 6onee. Takoe BO3-
pacraHue TeMInepaTypbl KOHTAaKTUPYIOIIUX C BO3IYXOM
MTOBEPXHOCTHBIX CIIOEB MHCTPYMEHTA MPUBOJUT K 0Opa-
30BaHUIO OKCHJOB 3a CYET B3aUMOJEHMCTBUS C aTMOC-
(epHBIM KHUCIIOPOJOM, YTO J100ABIIECT K aOpa3MBHOMY
(W TUAPOAOPA3ZHMBHOMY) KOPPO3HOHHO-aOpa3sHUBHOE
n3HammBaHue. [1o3ToMy M3yudeHHe CTPYKTYPHBIX MPEB-
pallleHuil MOBEPXHOCTHBIX CJIOEB TBEPAOTO CIUIaBa MPH
HarpeBe B OKUCIHUTENBbHOWH aTMocdepe SBISCTCS Baxk-
HBIM C TOUKH 3pEHMsI TIOHUMaHUs IMHAMHUKH IIPOLIECCOB,
MPOUCXOAAIINX TIPH SKCIUIyaTaIllid TBEPAOCIIIABHOTO
HWHCTPYMEHTA.

Jis m3ydeHus: 0COOCHHOCTEH CTPYKTYPHBIX IIPEB-
palleHuil 1aMesneil npu HarpeBe B KOJOHHE MPOCBEYH-
BAIOIETO 3JIEKTPOHHOTO MHKPOCKONA B TPHCYTCTBHU
OKCUAHBIX (a3 ObLIa HM3TOTOBIICHA JIAMEIh U3 MEJKO-
3epHucToro Teepaoro crmaBa WC-6 %Co—-0,2 %TaC.
B xomonne I[1OM mommepkuBaeTcss TIIyOOKHIH BakyyMm
(menee 107 Ila), ¥ co3naHKMe OKUCIHMTENLHOM aTMOC-
(epsl, MycTh JaXe CHIBHO Pa3peKCHHOMU, HE TPEICTaB-
JsieTcsi BOSMOXKHBIM. [loaToMy mamens Obla moOaBEpr-
HyTa okucienuto npu ¢ =200 °C B TeueHue 4 4 B BO3-
nyurHoi atMocdepe. Takue MATKHE YCIIOBHS OKHCIICHHS
MO3BOJIMIIM CO3JaTh Ha MOBEPXHOCTH JIaMENId OKHUCIIEH-
HBIH CJI0M, KOTOPBIH NPYU JaJbHENIIEM IIOBBIILIEHUH TEM-
MepaTypbl T0JKEH CIIY>KUTh HCTOYHUKOM KHCIIOPOJa.

[I3M-n300pakeHus CTPYKTYPhI JTJAMEITH ITOCTIe OKHC-
JeHust TpuBeneHbl Ha puc. 5. OOpaszer; umen Tpaau-
UOHHYIO CTPYKTYpYy TBEpAOTO CIIaBa C OrPaHECHHBIMU
3epsamu WC pasmepom ot 0,2 1o 0,6 MKM, OKpyKeH-
HBIMH MaTpuIei y-dasbl (TBepablid pacTBOpP Ha OCHOBE
KoOaJpTa), ¢ TOMIIMHOM mpocioek ot 50 1o 250 uM. Kak
BHUJTHO U3 pHC. 5, O, B CBA3YOIIEH Y-(haze MpUCyTCTBYIOT
WIVIOBUHbBIE YaCTULBI IUAMETPOM OKOJIO 5 HM, COCTaB
KOTOPBIX MPEANOIIOKHUTEIFHO MOKHO ONMHUCATh (OpMy-
J0i WXTayCOZCu. [osepxHocTh 3epen WC paBHOMEPHO
IIOKpbITa HaHOYacTHLAMU pasMepoM oT 5 no 30 Hwm,
KOTOpbIE, MO JaHHBIM MHUKPOPEHTI€HOCHEKTPAIbHOTO
anammsa (MPCA), seisrotes okcnamu Bonbppama WO
C IEpEMEHHOI cTeXHOMETpHEN.

OTMeTHM, YTO HajauuWe meau, 1mo jgaHHeiM MPCA
(puc. 5, 0), siBnsieTcs aprehakToM B OOBSICHSACTCS Hamak-
KOM jamenu Ha MeIHBIN feprkaresb. OKCHIHBIX YacTHI
B KOOAIBTOBOH (pa3ze HE OOHAPYKEHO, YTO MOATBEPIK-
JaeT OorbIee CPOICTBO K KHCIOPOLY Bodb(pama, yem
KoOabTa.

Jis m3ydeHns MOBENCHHS OKHCICHHOTO TBEPAOTO
CIUIaBa IOCJIE Harpesa jlaMesb OblIa HarpeTa B KOJIOHHE
[IOM no temmeparyp 400, 500 u 600 °C — uzobpaxe-
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HUS CTPYKTYpHI CIUIaBa TOCJIe HATPEBOB MPHUBEICHBI Ha
puc. 6, 7 1 8 COOTBETCTBEHHO.

o temmneparypst 500 °C cymiecTBEHHbIX H3MEHEHHUH
B CTPYKTYype JaMenu He HaOmomaercs. 3apHKCHPOBAaHO
HEKOTOPOE YTOHEHHE KOOAJIBTOBBIX MPOCIOCK, UTO YCH-
JMUBAaET KOHTpAcT (a3bl WXTayCOZCu. IIpu =600 °C
Ha4YMHACeTCs OBICTpOe YTOHEHHE KOOAJIBTOBBIX IIPO-
CJIOCK, Beiyllee K 00pa3oBaHUIO IBIPOK (pHC. 8, 6).
[epepacnpenenenne kob6aabTa MO MOBEPXHOCTH 00pasma
(BKJIIOYAsT IMOBEPXHOCTh 3€peH KapOuma BoIb(ppama)
MIPOUCXOINT, TIO-BHINMOMY, TI0 MEXaHU3MY ITOBEPXHOCT-
HOM muddy3un. Jlanubrit ekt ObUT yCTAHOBICH MPH
HarpeBe JJaMeJIH U3 TBEPJOro CIUIaBa, He OABEPTHYTOTO
OKHUCIJICHHIO, B pabore [29]. B ciyuae 3epeH, MOKPBITHIX
nanoyactuaMu WO , KalelbHbIE CKOIUIEHHS KoOaib-
TOBOH (ha3bl HE 00pPA3YIOTCS, YTO OOBSCHICTCS HHU3KOM
CMaYMBaEMOCThIO KOOAJIBTOM OKCHAHBIX YaCTHII.

g
5 /] CHeKTp 4 Dnement | mac. % (MPCA, o61. 4)
e R gt W 83
29 0 15
= s
SEL| C 2
E = Cu MckioueHo
==
é Cu Y I SO
0 5 10 15

Oueprus, k3B

Puc. 5. [IDM-n300paskeHus JTaMeln U3 MEIKO3EPHUCTOTO
tBepuoro cruiaa WC—6 %Co—-0,2 %TaC nocine okucnenus
a — o0INii BUA JIaMeNH; 6 — CTPYKTypa y-(a3sl ¢ HAHOYACTHIAMH,
cocrosinmu u3 W Ta Co C ; 6, 2 — y4aCTKH JIaMeNu € XOPOLIO
BUIMMBIMH HaHOYACTHIIAMH OKCHIHOW (pa3bl Ha MoBepXHOCTH 3epeH WC;
0 — cuiexktp DJIC ¢ obnacTu, MoKa3aHHOM Ha puc. 5, ¢

Fig. 5. TEM images of the fine-grained WC—6 %Co0-0.2 %TaC
lamella after oxidation
a — general view of the lamella; 6 — y-phase structure
with of W Ta Co_C, nanoparticles; 6, 2 — lamella areas with clearly
visible nanoparticles of the oxide phase on the surface of WC grains;
0 — EDS spectrum from the region depicted in Fig. 5, ¢
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Puc. 6. TIDM-n3o06pakenus aamenu u3 teepaoro cruiaa WC—6 %Co—-0,2 %TaC nocne narpesa go 400 °C

Fig. 6. TEM images of the WC-6 %Co-0.2 %TaC lamella after heating to 400 °C

Puc. 7. IIDM-u3o06paxenus nmamenu u3 tBepaoro cmwiasa WC—6 %Co—0,2 %TaC nociue narpesa 1o 500 °C

Fig. 7. TEM images of the WC—6 %Co0—-0.2 %TaC lamella after heating to 500 °C

JlpyruM sIBIEHHEM, TPOUCXOIIIUM B Yy-(aze mpu
t =600 °C, siBnsiercst GopMHpPOBaHKE PABHOOCHBIX HAHO-
YyacTHIl ¢ pazMepaMu OT 5 10 20 HM, KOTOpBIE XOPOLIO
BUAHBI Ha puc. 8, 2. [lo pesyapraram pacmdpoBku
MUKpoar(pakiuu (cM. BCTABKY pHUC. 8, 8) OT 3TOH (a3sl

OBUTH HaWJICHBI CIIEIYIOIINE MEXKITTIOCKOCTHBIE PACCTOSI-
Hus, aM: 0,239, 0,205 u 0,1846, 4TO COOTBETCTBYET
OTPAKEHUSIM OT IJIOCKOCTEH ¢ KpUCTAIIOTpahUIeCKUMH
unnexcamu (422), (440) u (620) ¢paser Co,W,C (Tad-
JIMYHBIE MEXIUIOCKOCTHBIE paccrosiHust 0,2269, 0,1965
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Puc. 8. TIDM-n3006paxenus aamenu u3 teepaoro cruaa WC—6 %Co—0,2 %TaC nocne Harpesa 10 600 °C

Fig. 8. TEM images of the WC—6 %Co0-0.2 %TaC lamella after heating to 600 °C

u 0,1758 HM COOTBETCTBEHHO). 3aMETHOE PACXOXKICHHE
IKCTICPUMEHTAIIbHBIX M TAOJUYHBIX 3HAUEHUH MEKILIO-
CKOCTHBIX PaCCTOSHUI MOXET OBITh OOBSICHCHO TEeMIIC-
parypHbIM PACHIMPEHHEM KPHUCTAJUIMYSCKOM PEIIeTKH.
[IpeneOperass aHW30TpOMHUCH JHHEHHOTO  KOAPPH-
uuenTa pacumpenus ¢aszsr Co,W,C (oxono 9-1076 K™)
npu 600 °C, Tabau4HBIC MEPHOIABl PEUICTKU YBEIH-
garcst o 0,23212, 0,20172 u 0,18102 HM, 9TO TOpa3a0
Jy4llle COBMAAAeT C JKCIEPUMEHTAIbHBIMU JIaHHBIMU.
®opmuposanne pazer Co,W,C sBiseTcs ciencTsueMm
cMeleHus OanaHca yriaepoja u3-3a OKUCICHUS JaMel,
MPUBOSIIETO K CMEIICHHIO PAaBHOBECHOTO (ha30BOTO
cocTaBa TBEpIOro cIulaBa W3 JByx(das3Hoi obnacTu
WC +vy B tpexdasnyro WC +vy+ Co,W,C. Ilomumo
MOBEPXHOCTHOH nuddy3un kodansTa u GOPMHUPOBAHHUS
daspr Co,W,C 3apukcuposano nossnenune gyactun WO

0,12
0,10
0,08
0,06
0,04
0,02

HTEHCUBHOCTD,
umi./c/»B

Ha Kpasgx jamenu. HekoTopble M3 3THUX YacTUL UMEJIH
(hopMy HaHOBOJIOKOH C JUaMETPOM OKojio 30 HM H JiTH-
Ho#t mopsiaka 0,8 MkM. CocTaB 3THUX YacTHI] ObLT H3YUYCH
MPCA 1, kak I0Ka3aHO Ha pUC. 9, COOTBETCTBYET OKCULY
BoJb(pama co crexuomerpuei, onuskoit WO, .

3akjoyeHue

MeTo0M MUKOWHCHTHPOBAHUS TPOBEICHBI HCCIIe-
JIOBaHUSI TBEPJOCTH JIAMEIH TIEPEMEHHOM TOIIIMHEI,
n3roropiieHHoli wm3 cmiaBa WC-6 %Co-0,2 %TaC.
[TokazaHo, 4TO 3HAUEHUs TBEPAOCTH, MOIydaeMble MPH
MMUKOWH/ICHTUPOBAHUN JIAMEJIH, CYIIECTBEHHO 3aBHCST
OT €€ TOJNIIWHBL. TBEPIOCTh BIEKTPOHHO-TPO3PAYHOTO
yuactka jamenu cocrasmser 11,3 +2 8 'Tla, a amnexr-
ponHo-Henpo3paunoro — 20,8 = 1,2 I'Tla. [Tonmxennsie

CHeKTp 5 Onement |mac. % (MPCA, o61. 5)
w 835+25

w (0] 16,5+2,5

Crexnomerpus okeuna: <WO,

Oneprus, k3B

Puc. 9. Pesynbrarsl MPCA OKCH/IHBIX YacTHll, C(HOPMHUPOBABILHXCS Ha KPAsX JTaMeln
u3 tBepuoro cruara WC—6 %Co—-0,2 %TaC nocne narpesa g0 600 °C

Fig. 9. EPMA results of oxide particles formed at the edge of the WC—6 %Co0-0.2 %TaC lamella after heating to 600 °C
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3HAUCHHUS TBEPIOCTH B AJICKTPOHHO-TIPO3PAUHBIX 0OBEK-
Ttax (tommmHa ~100 HM) TIPEIIONIOKUTENHHO CBSI3aHbI
¢ KOMOHMHaIMell HECKOJIbKHX (DAKTOPOB: BO3MOKHBIM
U3rHOOM TOHKHX KOOAJBTOBBIX IPOCIOCK, HATHIHEM
KpaeBoro s¢d¢dexra um ONU3KO PACIOTOKEHHBIX CTO-
KOB JIC(PEKTOB CTPYKTYpHI, B POJH KOTOPHIX BBICTYIIACT
MTOBEPXHOCTDH JTAMEIIH.

Boimonsensl in situ II9M-uccinenoBanust CTpyKTyp-
HBIX IpeBpaieHuil npu Harpese ciuiaBa WC—Co-TaC,
B TOM YHCIIC B PUCYTCTBHU OKCHAHBIX (pa3. [lokasaHo,
yto npu Harpese 10 500 °C cymiecTBEeHHBIX U3MEHEHHUN
CTPYKTYpbI He HaOmonaercs, a npu temneparype 600 °C
HayMHaeTcs OBICTpOE YTOHEHHWE KOOATBTOBBIX IIPO-
CIIOCK 33 CYEeT WHTCHCHBHOW IOBEPXHOCTHOU mMuddy-
3un KoOanbra. OJHOBPEMEHHO € 3TUM 3a(UKCHPOBAHO
o0pa3oBaHUE B CBS3KEe HAHOPA3MEPHBIX YacTHIl (ha3bl
C03W3C JIMCIIEPCHOCTHIO OT 5 110 20 HM, KOTOpPBIE TOSIB-
JSIOTCS 110 MPUYHHE CMEIICHHS (Pa30BOTO COCTOSHHS
TBEPOTO CIIIaBa U3 AByX(a3HoH B Tpex(asHyIo 001acTh
B PE3yJIbTaTe OKUCICHUS JIAMEITH.
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