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IIpencraBiensl pesyabTaThl HCCAETOBAHUI KAYECTBEHHOIO M KOJIMYECTBEHHOTO (hasoBoro cocra-
Ba IOPOLIKOBBIX M TBEPIBIX KEPAMUYECKHX ITOTHKPUCTALIMIECKAX O0pPA3IOB CHCTEMBI
a-WC/W,C. Hcnbrranus mpoBOAWIN HA PEHTTEHOBCKOM mudparromerpe Shimadzu XRD-7000
(CuKa, A = 1,54 A). TToporkoBbie 06pasiibl (HAHOIIOPOIIIKHM) OIYIEHbI METOAOM ILIA3MOXHUMU-
YECKOTO CHHTe3a M3 OKCHA BOIb(paMa ¥ yrieBomoposaa. BHICOKOIIIOTHAS MeIKO3epHHCTAs
CTPYKTypa B Kepamuke cpopMUPOBAHA METOIOM 3JIEKTPOMMILYIHCHOTO IJIA3MEHHOTO CIIEKAHUS
HCXOIHbBIX MPOMBIILIEHHBIX MUKPOKpHCTAIIHIecKrX mopoIkoB a-WC (AlfaAesar). ITpusenenst
ONTUMAJILHBIE PEKUMbI PEHTTEHOBCKOM CHEMKH 00PasllOB KepaMHK HA OCHOBE KapOwia BOJIb-
(pama. B cBsasu ¢ orcyrcrBHeM 3TaN0HOB UCXOAHBIX Kpuctayuimaeckux das (WC u WyC) romu-
YeCTBEHHBIH (ha30BbIN aHAIN3 IIPOBOIIINA HA OCHOBE METOa KOPYHIOBBIX Yrces (BMECTO MEeTO-
I8 KaIuOPOBOUHOM KpuBoii). IIpu aTOM HEOOXOqUMBbIE KOJUUYECTBEHHbIE COOTHOIIEHUS PACCUHU-
THIBAIIK C IIOMOIIBI0 CTPYKTYPHBIX apaMeTpoB kopyHaa a-Al,O5 u das a-WC, WyC. Ha ocroe
Pe3yJIbTAaTOB OIpeneeHrs TOBTOPAEMOCTH 3HAYEHUN WHTEHCHBHOCTEN BBIOHMPAIN ONTHMAIIb-
HbIE BpeMs SKCIIO3UIUH U IIUPUHY [IPHEMHOM IIEJIH JeTeKTopa Iu(pParupoBaHHbIX PEHTTEHOB-
ckux nmydeit. MccmenoBanme BIUAHNA KAa4ecTBA MOATOTOBKH 00PA3Ii0B HA YyBCTBUTEIHHOCTD Ka-
YECTBEHHOTO PEHTIEHOBCKOTO (ha30BOr0 aHAIM3a II0KA3AJI0 11eJIeCO000Pa3sHOCTh IUTH(OBAHU II0-
BEPXHOCTH TBEPJBIX KEPAMIYECKIX 00PasIlOB U IIPEIBAPUTEIHHOIO IOJIUPOBAHNS UX AJIMAa3HOM
macroii (pasmep 3epHa He MeHee 5/3 mrM). IIpoBemeHa OIlEHKA TOYHOCTH KOJIMYECTBEHHOTO
azoBoro amammsa ANA HCCIEAYEMBIX IOPOIIKOBBIX KM CIIEYEHHBIX KEPAMHYECKHX 00pa3IoB.
ITocnoiiubii (hasoBbIi aHATN3 KEPAMUYIECKOM 3arOTOBKY BBIABII B [IOBEPXHOCTHOM CIIO€ HAIIU-
Ype MPEerMyIIeCTBEHHOM OPHEHTAITNH KPUCTA/UINTOB (TEKCTYyphI) M OTCYTCTBHE IIPHMECHOMU
azer WoC. OrieHeHa 4yBCTBUTEIBHOCTh METO/IA PEHTIEHOBCKOT0 (Da30BOTO aHAIN3A K COIEPIKA-
Huio ¢assl a-W,C B HaHOIOPOIITKAaX MOHOKapOuaa Bolbdpama.

KaroueBslie cioBa: kapbun BoIb(paMa; HAHOIIOPOIIIKH; MEeJIKO3epHICTas KepAMUKA; PEeHTTe-
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The results of X-ray diffraction analysis of qualitative and quantitative phase composition of powder and
solid polycrysral samples of the system a-WC/W,C are presented. Powder (nanopowder) samples were ob-
tained by plasmochemical synthesis from tungsten oxide and hydrocarbon. High-density fine-grained
structure of ceramics was formed by electropulse plasma sintering (spark plasma sintering) of initial in-
dustrial a-WC powders (AlfaAesar). Experimental data were obtained on a Shimadzu XRD-7000 X-ray
diffractometer (CuKa, A = 1.54 A). The optimal modes of X-ray shooting of the ceramic samples based on
tungsten carbide are presented. In the absence of reference standards for initial crystalline phases (WC
and W,C), quantitative phase analysis was carried out using the reference intensity ratio (RIR) or corun-
dum number (instead of the method of calibration curve). The required quantitative ratios were calcu-
lated using the structural parameters of corundum a-Al,O5 and phases a-WC, W,C. The results of deter-
mining the repeatability of the intensity values were used to select the optimal exposure time and width of
the receiving slit of the detector of diffracted X-rays. Study of the effect of the quality of sample prepara-
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tion on the sensitivity of qualitative X-ray phase analysis showed the feasibility of grinding of the surface
of solid ceramic samples and their pre-polishing with a diamond paste (grain size not less than 5/3 pm).
The accuracy of quantitative phase analysis of powder and sintered ceramic samples was evaluated. The
layer-by-layer phase analysis of the ceramic preform revealed a preferential crystallite orientation (tex-
ture) in the surface layer and the absence of the impurity phase W,C. The sensitivity of X-ray phase analy-
sis to the content of a-W,C phase in nanopowders of tungsten monocarbide has been estimated.

Keywords: tungsten carbide; nanopowders; fine-grained ceramics; X-ray diffraction analysis; reference
intensity ratio (RIR) (corundum number); spark plasma sintering; preferred orientation of crystallites.

BBenenune

Kap6uy Bonbdpama ygauso coueraer B cebe mo-
BBIIIEHHbIE (DU3WYECKHE W MEXaHWJYECKHUe XapakTe-
pucTUKH (BBICOKHME TeMIlepaTypy IUIABIEHUSI |
TBEPIOCTh, HU3KHH KO3(PPUIIMEHT TepMUIECKOTO
paciIvpeHus), YTO JejaeT 3amady paspaboTKh
CBEPXIIPOYHBIX KOHCTPYKIIMOHHBIX KEepaMHUK HA ero
OCHOBE BecbMa aKTyaJabHOU [1].

s obecrieyeHuss yaydIIeHHBIX (PU3UKO-MexXa-
HUYECKUX CBOMCTB KepaMHKM Ha OCHOBe KapOuma
BoJb(pamMa HeobxoauMo chOpPMHUPOBATH B HEH BHI-
COKOILIOTHYIO MEJKO3ePHHUCTYI0 CTpyKTypy. Omun
u3 Haubosee 3)(PEKTUBHBIX CITOCOOOB €€ IOIyIeHUs
— MeTO]l BEICOKOCKOPOCTHOTO 3JIEKTPOUMILYIECHOTO
wrasmenuoro crekanus (QUIIC) mopomkoBbix Ma-
TepuaaoB. MeToq ocHoBaH Ha OBICTPOM Harpese II0-
POIIIKOBOIO MaTepuaja 3a CYeT IMPOILyCKAHUSA II0CIe-
JOBATENbHBIX MUJIUCEKYHIHBIX WMIIYJIbCOB TOKAa
GOJIBIIION MOIIHOCTH Yepe3 TOKOIPOBOAIINYIO Tpa-
duToByI0 mipecc-opmy [2 — 4].

OrmeruM, 4TO B pAfe CIy4yaeB HCXOJHBIE IIO-
POIIKM — MHOro(asHble MIOJUKPHUCTAILINYECKHE
cucrembl W-C [4 — 6]. IIpucyrcrBre B HUX 4acCTHIL
BTOPOH (hasbl, COCTAB KOTOPHIX OTIUYEH OT MOHO-
kapOuma Boabgpama a-WC, oTpHUIIaTeNbHO CKa3bI-
BaerTci Ha (PU3UKO-MEXaHWYECKHX CBOMCTBAX CIIe-
YEHHOU KePaMUKH (CHUKAIOTCS TPEIUHOCTOMKOCTD,
MPOYHOCTh HA W3rUb, H3HOCOCTOMKOCTH W [p.)
[1, 4,5, 7]. Kpome Toro, moHOKapbum BoJab(ppama
obyaziaeT OYeHb y3KOM 00/1aCThbI0 YCTOMYUBOCTH (T0-
morenHoctu) Ha muarpamme W-C [8], Beaencrsue
4yero (pasoBhIM COCTAB KEPAMHUKH MOMKET MEHAThCS
HenocpezacreenHO B mportecce IUIIC [4, 5].

Daz0BbIi COCTAB MEIKO3EPHUCTHIX KEPAMUK HA
OCHOBe Kap0Ouaa Boab(pamMa 00bIYHO UCCAEIYIOT Me-
TOJIOM PEHTTreHOBCKOro pasoBoro anammza (PDA).
TpaguioOHHO TMONYKOJIMYECTBEHHBIN aHAIN3 IIPO-
BOAAT nuO0 IO MeToxy Pursenbma ¢ momeauposa-
HHUEM HKCITEPUMEHTAILHOM Mu(ppPakTOrpaMMbl U HC-
MTOJIb30BAHMEM METO/[a HAUMEHBIINX KBAJAPATOB I
YTOYHEHHUS, T1O0 110 METOIy BHYTPEHHErO CTaHaap-
Ta U ero BCEBO3MOKHBIX MOAM(DUKALINE C IIpUMeHe-
HHUEM W3BECTHBIX JAHHBIX U3 CIIEIMATH3HPOBAHHBIX
6aukoB (mampumep, PDF-2,4) [4,9]. Ilpu stom
MIOTPEIITHOCTD TPY OINPEIeIeHUN KOIUIECTBEHHOTO
dasoBoro cocraBa cocrasisier >1 % macc. (Meron
Pursennna).

Meton PurBenbma B ciyuae HEOTHOPOAHOCTH
pasMepoB KPUCTAILIUTOB MCXOAHBIX IIOPOIIKOB,
MPUBOAAIIEH K YCIOKHEHWIO OMUCAHUS TPOQUII
PEHTTEHOBCKUX ITUKOB, Hed(p(PeKTUBEH, YTO OTpasKa-
ercsl B BBICOKHX 3HAUEHHIX (PAKTOPOB HEIOCTOBEP-
HocTHu. [IpsaMoit MeTox BHyTpEHHETO CTaHAApTa TPe-
Oyer HaMM4YUA KaTHOPOBOYHBIX CTAHJAPTOB, & 3HA-
YUT, ¥ ITAJIOHOB MCXOJHBIX KPUCTAIIHYECKUX (has,
KOTOpBIe He BCerja BO3MOKHO MOIYyYHUTh (Kak, Ha-
npuMep, YucThid opoirok ¢gasel a-W,C). Iloaromy
HCITOJIB30BATN METO]] KOPYHIOBBIX YHUCET, IIPH KOTO-
POM B KauecTBe BHYTPEHHETO CTAHIAPTA BHICTYIIAET
a-Al,O3, a KamTMOPOBOYHBIMU HAPAMETPAMHE CIIY:KAT
CMOJIETUPOBAHHbBIE TU(PPAKTOIPAMMBI UCCIELYEMBIX
KpUCTALTHYECKUX (as.

YyBcTBUTENBHOCTH U TOUHOCTh PDA 3aBucaT oT
KauyeCTBEHHOTO COCTaBa 00paslia W KadecTBa CHEM-
KH, Ha KOTOPOE, B CBOI0 OYepeib, BAUIIOT YCIOBHUSI
cheMKH ©u crocob moxaroroBru obOpasma. Ocolyro
BaXKHOCTB 3T0 mprobperaer mpu PPA HanOmOpOII-
KOBBIX KOMIIO3UIIMH M MEJIKO3EPHUCTBIX KEpPaMUK,
OT/IMYUTENbHAs 0COOEHHOCTb KOTOPBIX — VIIHpe-
HHEe U YMEHbIIIEHNE NHTCHCUBHOCTH PEHTI€HOBCKHUX
muKoB [4, 5, 9].

Iens paborsr — uccaemoBanme (PazoBOro cocTa-
Ba HAHOIIOPOIITKOBBIX KOMIIO3UIIMIA HA OCHOBE Kap-
6uga Bomb()paMa U TOTOBOTO MEITKO3E€PHUCTOTO Ke-
PaMHUYECKOTO H3IEHA, CIEYeHHOTO U3 MUKPOHHBIX
IIOPOIIKOB, MeTooM PDA.

MarepuaJsi, 060pyIOoBaHHEe W METOTUKH

HccnemoBann HAHOIOPOINKY KapOuaa Boabgpa-
Ma pPasauIHOTO (PA30BOTO COCTABA, IIOJyYEeHHBIE
METOZIOM ILTa3MOXUMUYIECKOTO CHUHTEe3a W3 OKCHUIA
BOJb()paMa ¥ YIJIEBOAOPOIA B CTPye BOCCTAHOBH-
TEJILHOTO Ta3a ¥ MOCIeAYIoIero Hu3KoTeMIIeparyp-
HOTO II€YHOTO CHHTEe3a (BOCCTAHOBUTEIBHOTO OTIKH-
ra B Bogopoze) [5, 6, 9]. Peumbl cuaTesa BuIGHUpAa-
JIW TAKUM 06pasoM, YT00BbI 00eCIIeUnTh IPUCYTCTBHE
B obpasmax ¢aser mouo- (a-WC) m momxyrapbmma
(a-W,C) Bombdpama.

Hccnenyembie kKepamudueckue 00pasiibl aua-
MeTpoM 20 M TOJMIMHON 5 MM MOIydYaad METOIOM
JUIIC B Baryyme mpu temieparype 1625 °C (cko-
pocts HarpeBa V = 50 °C/MuH, BenwuwHA IIPHUJIO-
skeHHoro gaBimenusa P = 60 MIla) u3 MuUKpOHHBIX
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mopoikoB. Cpequuii pasmep 3epHa B KepaMHKe CO-
craBiaan 1 MEM (Kak W CpemHHI pasMep YacCTHIL
Kapbuga Boib(paMa B HMCXOMLHOM IIOPOIIKE), ILJIOT-
HocTh — 15,608 r/em® (98,97 % or TeopeTmuecKoi
ILUIOTHOCTH MOHOKapOuaa Boibppama).

P®A mpoBoxunu Ha audparromerpe Shimadzu
XRD-700 (Irmomus) (CuKa, A = 1,5406 A, reomer-
pus Bparra — BpsHrano ¢ HemoaBMKHBIM 00pas-
IIOM, OPHEHTAIA TOHHOMETPa — BEepPTHUKAILHAS),
IUIIC xepamur — na ycranoBke Dr. Sinter model
SPS-625 (Amouwus).

IIpu xommuecTrBeHHOM (PAa30BOM aHAIU3E WC-
MOJIB30BAJIM METOJ KOPYHIOBBIX yucen [10] ¢ mpu-
MEHEHHEM HWHTErpajJbHbIX WHTEHCUBHOCTEH [IU-
dparumonabix MakcuMymoB. OTiIudme OT KiIaccu-
YEeCKOTO MEeTOAa KOPYHIOBBIX YHCEN 3aKIIYaAIOCh
B TOM, YTO «KOPYHIOBBIE YMCIa» Aid (pa3 pPaccyu-
TBIBATA II0 K30pPAHHBIM AHATUTUIECKAM IIHKAM.
I'naBublii KpuTepuii mpu BhIOOPE AHATUTUIECKUX
MIUKOB — UX YEAUHEHHOCTh OT IIMKOB JAPYTUX (has.

«KopyHmoBbIE YHCIa» PACCUUTHIBAINA AHAIUTH-
YeCKH, MOJIEUPYS MOPOIIKOBbIE AU(PPAKTOTPAMMBI
uccienyembix paz (a-WC u a-W,C) um ropyHma
(a-Al,03) WO CTPYKTYpHBIM HapaMeTpaM KpPHUCTAJ-
anyeckux (as (MaccoBoMy KO3(p(HUIIMEHTY MOIJIO-
meHns, KoaduimentaMm IS anIpOKCHMAI[AN
aromHOro pakropa [11], mapamerpam siemeHTap-
HOU d4YelKU, IJIOTHOCTH BeIllecTBa, KOOpAMHATAM
aToMoB u Jip.). Heo6xogumbie TeopeTHUIecKue 3HaUE-
HUSA «KOPYHOBBIX YKCE» MOIyJaln KaK COOTHOIIIe-
HHS UHTEHCHUBHOCTEH AHAIMTUIECKUX TUKOB HCCIIe-
nyeMmoii (pasbl ¥ KOPyHa IIPH WX MACCOBOM COOTHO-
mennn 1:1.

s i-i pasbl HHTEHCUBHOCTD MUKA C WHIEKCA-
mu hkl BeIpakaercs cliemyonmM 06pasom:

IO Vthkllz 1+ COS2(29)

I(hkD), =k— )
Tt V2  sin?(0) cos(0) Phi

i

rae I, — WHTEHCHBHOCTH MEPBUYHOTO IIy4YKa; | —
JUHEHHBIH K09 (DUIHEHT TOTIOIIEHUs; V — 00beM-
Has possa; F'— crpykrypuas ammiuryaa; V, — 00b-
€M DJIEMEeHTAPHOU TYeWKH; 0 — OGPOSITOBCKUH yIoJ;
Pnr — akrop moBTopsemoctH; £ — K03 UITUEHT,
He 3aBUCAIIUN 0T 00pasiia U UHIEKCOB ITHKA.

CrpykTypHbIe (haiiiibl 3aMMCTBOBATH U3 OaHKa
Heopranmyeckux crpykryp ICSD: o-WC (ICSD
Ne 5212), a-W,C (ICSD Ne 619097), a-Al,O; (ICSD
Ne 31547). OrHocHuTeNbHOE KOPYHIOBOE YHCIO CO-
crasisio I, (W,C)/I,,,(WC) = 1,407.

[TorpemHocTy KOJIHMYIECTBEHHOTO (PA30BOTO aHAa-
Ju3a PACCYUTHIBAIM II0 CTAHJAPTHBIM (HOPMyJIam
MaTeMaTHYECKOM CTATUCTUKU KAK /I KOCBEHHBIX
M3MEepPEeHHUH, BBITIOJIHEHHBIX Ha OCHOBAHUHU TIOTPEIII-
HOCTEH OIpeJielIeH!sI OTHOCUTENHHBIX HHTErpasb-
HBIX WMHTEHCHBHOCTE€H pPEHTITEeHOBCKHUX IIHKOB.
Cry4yaiiHyi0 ITOTPEIIHOCTD OIpeaeNeHus OTHOCH-

I, otH. en.

WC (101)
40000 1

WC (100)
35000 1 ‘

30000 1

25000 1 WC (001) W,C (101)

20000 1

15000 1
10000 1

5000 1

Puc. 1. JludparrorpaMmbl IIOPOIIIKOBOro obpasiia Kapbumga
BOJIb)paMa, MOJ[yYeHHbIe IPU «PeKUMe IIIUPOKOH memnu» (1)
u meinax 0,15 (2) u 0,3 mum (3) (Bpems sKCmo3unuu — 3 ¢, mar
ckanupoBauusg — 0,02°)

Fig. 1. X-ray diffraction patterns of tungsten carbide pow-
der sample obtained for different width of receiving slits (ex-
posure time — 3 sec, scanning step — 0.02°.): I — “a wide
slit mode,” 2 — 0.15 mm slit, 3 — 0.3 mm slit

TEJIbHBbIX HWHTETPaJIbHBIX HWHTEHCUBHOCTEH peHTre-
HOBCKHUX IIMKOB TaKKe OIEHUBAIN TPATUITTOHHBIMU
MeTOaM¥ HA OCHOBAHHU JAHHBIX HECKOJIHKHX DKC-
IIepPUMEHTOB (He MeHee TPeX).

PesyabTaThl U X 06CYy:KIeHHE

Pexumbl ucnbITaHWN BHIOMpANW HA OCHOBE
oIpejie/ieHusa ONTUMAIBHOTO AWAINIA30HA CKAHHPO-
BaHUs YIJI0B, BPEMEHH SKCITOSUIIMH W CHUCTEMBI IIle-
Je#. YUUTBHIBATU TaKKe OCOOEHHOCTH ITOATOTOBKU
00pasiioB W WX BIUAHWE HA pe3yabraTbl PDA,
BKJIIOUAsT aHAIH3 AUMPPAKTOTPAMM IIOPOIUIKOB IIpU
WX 3arpyske B KIOBETy 0e3 JOIMOJIHUTEIHHOTO IIpec-
COBaHUsA W MPENABAPUTEIBHO CKOMIIAKTHPOBAHHBIX
meromom IUIIC (remmeparypa 900 °C, maBienue
60 MIIa).

C momoIIbI0 TEOPeTHYECKUX MUPPaKTOrpaMm
das a-WC u a-W,C ompenensnu HeoOXOMUMBIH qra-
ma3on yriaoB cbhemirum (20 = 30 —80°), KOTOpBIH
prarouan nuku (001), (100), (101) u (100), (002),
(101) momo- (a-WC) u monykapbumga (a-WyC) Bobgd-
paMa COOTBETCTBEHHO.

Ha pwuc. 1 mpeacrasienbr pesyabratbl POA.
Bungno, uro B ciayuae yskoM mienu HaOI0gAeTCS
GOJIBIIIMHI YPOBEHB IIIyMa U PA3MBITHE HAVMEHee WH-
TeHcuBHBbIX THUKOB (pasel W,C. Ilpu Gomee mupokoit
menu (MM ee OTCyTCTBHH) YIIUPEeHUe Tudpakiiu-
OHHBIX MUKOB HE3HAYUTEIHHO W OHO He MPUBOIUT K
HAJIOKEHUIO (MePEeKPBITHIO) 3HAYMMBIX TU(PAKITH-
OHHBIX IUKOB (He 3aTPyIHAET pacyeT UX HHTErPalb-
HBIX MHTE€HCHUBHOCTEH).
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Puc. 2. TudparxrorpaMMbl KepaMHUKH Ha OCHOBe Kapbuaa
Bostb(ppama mocse nuirgosanus Ha ~250 MEM (IITpExOBas
KpHUBasi) U MOJUPOBAHUA AJIMA3HOM ITACTOM C pa3MepoM 3epHa
5/3 MEM (cIuronHas KpuBas)

Fig. 2. X-ray diffraction patterns of ceramics based on a
tungsten carbide. Dashed line — after grinding the sample
at ~250 pm, solid line — after polishing the sample with di-
amond paste with a grain size 5/3 pm

Takum 06pasoM, TPUMEHSIN CIAELYIOIIHEe YCIIO-
BHUA CHEMKHU: «PEKUM IITUPOKOH IIeTN», IIar CKaHu-
poBauua — 0,02°, BpemMd SKCIO3UITUN — 3 C.

Maccosas gonsa aser WoC B mceiaemyemMom mo-
POIIKOBOM 06pasiie Ipu TAKUX YCIOBHUIX COCTABIISI-
1a 26,0 = 1,2 % macc.

YcraHoBWIM, YTO KOMIIAKTHPOBAHHE ITOPOIIKO-
BOTO MaTepuaja B IJIOTHBIE 00pasiibl 00ecreInBaeT
YAOBJIIETBOPUTEIBHYI0 TMOBTOPAEMOCTh TU(PPAKITH-
OHHOM KapTUHBI (pa3bpoc 3HAYEHWH OTHOCHUTEIh-
HBIX uHTeHCHBHOCTeH I\ /T %28 0 TPeM DKCIepH-
menTam cocraBuwin ~3 %). Bmecre ¢ Tem ormerum,
YTO TPHU UCCIEJOBAHUM KOMIIAKTHBIX 00pasIioB
«qyBCTBUTENIHHOCTh» MeToja PPA K mpHUCYyTCTBUIO
daser W,C mounmsmIace 1o cpaBHEHHUIO ¢ 00pasiaMmu
0e3 TIpeaBapPUTEIBHOrO IpeccoBaHus. Tak, COOTHO-
mienne curuHaj — Qo mid nuka moxyrapouma W,C,
cooTBeTcTByIoIero orpaxenuto (101), ymeHBIH-
sock 6osee wem B 20 pas. Boamo:xmo, 570 06ycioBie-
HO MEHbINIEH YIEeIbHOM ILIOIAbI0 TOBEPXHOCTH
CKOMITAaKTHPOBAHHOTO 00pasIia.

IIpu SUIIC repamumueckux o6pasioB ux ¢aso-
BBII COCTaB MOKET MEHATHCA 3@ CUET PacIasa MOHO-
rkapo6uaa Boabdgpama a-WC Ha noaykapbun a-WeC u
CBODOOHBIN yIIepo], H30BITOK KOTOPOTO MOKET IIPH-
BOaUTh K obOpasoBanuio rpadgura [5-9]. Cremyer
Tak:xe yuutbiBaTh, uTo JMIIC xapakrepusyercs cy-
I[ECTBEHHBIM TPAfNEHTOM TeMIIepaTyp B IPOAOIb-
HOM H ToriepedHoM cedenusx obpasia [12]. Iloaro-
My KOHTPOJIb OJHOPOIHOCTH CIIEUEHHOH KepaMUuKu
HE00XO0 M.

Ilonyuenusnie pesyabrarsl POA cBumerenscTsy-
IOT, YTO IPHUIIOBEPXHOCTHBIM CIIOM CIIEYeHHOTO 006-
pasma xapakTepusyercs IIPeHMYIeCTBeHHOHU OpH-

eHTaIuel KpUCTAIIUTOB (TeKcTypoii). Tak, mpu mo-
BOpoTe HemrIn()OBAHHOTO 00pasiia B COOCTBEHHOMH
IJIOCKOCTH WHTErPabHbIE UHTEHCUBHOCTU Pedek-
coB ¢ uHIeKcamu oTpakenusn suaa (001) mensaucs B
npenenax 15 %.

Ianee uccnenoBany 0JHOPOJHOCTD TBEPABIX 00-
pasIOB TOC/Ie yAaJeHWs ITOCPEICTBOM MeXaHude-
CKOM muTM(OBKU MPUIOBEPXHOCTHOTO ciios. Ilo-
CKOJIBKY pacueTHas INIyOuHA MPOHUKHOBEHUS H3ILY-
yenusa CuKa maa gucToro kKapbuaa Boibdpama co-
cTaBiasfeT ~7 MKM, TO yIOAIEHHE CJIOA TOJIAHOH
50 MKM OCTATOYHO JIJIT KOPPEKTHOTO aHAIM3A.

BrigBrin, 4TO OTHOCHTEIHHBIE WHTEHCHBHOCTH
(NIMKOBBIE, HWHTErpalIbHbIE) MU(PPAKIIMOHHBIX IIH-
KOB [JIT HU3JEKAIINX WCCIeLyeMbIX IUIH(OBaH-
HBIX CJIOEB COBIIQIAIOT C BBHICOKOM TOYHOCTHIO (pas-
O0poc 3HAYEHUH OTHOCHUTEIbHBIX HHTEHCHUBHOCTEH
IgoD / I %28 o TpeMm sKcrepuMenTaMm — 1,4 %). ATo
II03BOJISIET CAETATH BHIBOJ 00 OZHOPOIHOCTH HCCTIe-
Jyemoro obpasiia 1o riryoure (Haumuas ¢ 50 MEM).

lllnucpopannbiit 06paser] mocier0BaTEIbHO 006-
pabarbiBasi (IIOJIMPOBAIM) AJIMA3HBIMU I1ACTAMU
(pasmepsnl 3epen anmasos: 28/20, 14/10, 5/3, 3/2 u
1/0 mxm). IloaupoBky mpoBomman Ha HIITHQOBATID-
Ho-mosTupoBasibHOM crauke Buehler Eco Met 250.

Ha pwuc. 2 npexacraBiensl audpakTorpaMmbl,
TIOJIyYeHHbIE TIPHU ChEeMEKe 00pasiia KepaMHuKH, C II0-
BEPXHOCTH KOTOPOTO IyTeM HLTU()OBAHUSI MEXaHH-
YeCKH YHAIWIHA CJIOH TOMIuHON ~250 MEM. 3arem
obpasel] MoJIHPOBAIN AIMA3HOM IIACTOW JUCIIEPCHO-
CTBIO 5/3 MKM.

Bugmo, uTo yMmeHbIlleHHe IIIePOXOBATOCTH IIO-
BEPXHOCTH TPUBOAUT K YBEIHYEHHIO MTHUKOBOM WH-
TEHCUBHOCTH AU(PPAKIIMOHHBIX THKOB. B0o3aMOKHO,
9TO CBA3aHO C TEM, YTO IIIEPOXOBATOCTh W HAKJIEI
MMOBEPXHOCTH TTPUBOIAT K «Pa3MbBITHIO» 00JIACTH JTH-
(bpakiuyu pPEHTTeHOBCKUX JIydel, VIIUPEHHUIO IH-
(bpaKIIMOHHBIX TUKOB U, CIEJIOBATEIBHO, CHUKEHUIO
YYBCTBHUTEIBHOCTH MeTofAa. I[0JMpOBKa MOBBIIIAET
YYBCTBUTEIBHOCTh HCIIOAb3YyeMON METOIUKH U II0-
3BOJISIET OIEHHUTDH MaccoByio moiio daser W,C. Mac-
coBas mona nonykapbuma W,C B criedeHHOH mOTIH-
poBaHHOU KepaMmuKe coctaBuia 5,25 + 0,11 % macc.

JlanbHelilee TOTUPOBAHKE 10 YPOBHS IIIEPOXO-
Baroctu MeHee 1 MM (anmasuaa macra 1/0 Mm) 3a-
METHO HEe YJIYYIIWUIO MOBTOPIEMOCTb MOIYyYEHHBIX
9KCIIEPUMEHTATBHBIX JTAHHBIX.

Ilocnoiabiit POA mokasan, 4To HIperMyIecT-
BeHHAs OPWEHTAIlWs KPHCTAJUIUTOB XapaKTepHA
TOJIBKO /IS TPUIIOBEPXHOCTHOTO CJIOS CIIEY€HHOTO
obpasmna. B msmenmun u3 06paboTaHHON KepaMWKH
OHa He IPOCIIEKUBAETCH.

Takum obpasoMm, aHamu3 06PA3IOB KepaMUKH
Ha OCHOBe KapOmaa BoJb(pamMa BBISBHJI OIHOPO-
HOCTb WX (PA30BOTO COCTABA IO TJIyOWHE U OTCYT-
CTBHE MIPEUMYIIECTBEHHOM OPUEeHTAINH KPHUCTAILIH-
TOB (B IIpefesnax 4yBCTBUTEIbHOCTH 060PYIOBAHUS).
BMmecre ¢ TeM cyliecTBeHHOe BIMSHFE HA YYBCTBH-
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Puc. 3. Tudparrorpammbl cMecei IOPOILIKOBOTO 06pasia kapbujaa BoabgpaMa ¢ COmep:KaHueM BOJIb(PaMOBOr0 aHTHUAPHUIA

WO, 80 (1) m 90 % (2)

Fig. 3. X-ray diffraction patterns of the mixtures of tungsten carbide powder sample with tungsten anhydride WO,.: 1 — 80 %

WO,; 2 — 90 % WO,

TEBHOCTD (PA30BOTO AHAMN3A OKA3HIBAET MOATOTOB-
Ka ITOBEPXHOCTH KEePaMUKH.

Ina TpOBEpKHM UYBCTBUTEIBHOCTH HCIIONb-
3yeMoOI MeTOIuKH K comep:xanuio ¢gasel WyC B mC-
ceIyeMbli HAHOIIOPOIIOK H00aBJAIN BOJIbPaMO-
BoIi auruapus WO;. Y cTaHOBIUIN, 9YTO B UCXOJHOM
obpasue coxmepsxkanue ¢paser W,C cocrasmiser
~2 9% wmacc. Iluxk asser W,C (puc. 3), cooTBeTCTBYyIO-
mmii orpakenuio (101), mpucyTcTByeT naike mpu
90 %-uom comepskanun WO; B cMecH, 4TO COOTBET-
creyet ~0,22 * 0,04 % macc. passr W,C mpu pacue-
Te 110 METOAY KOPYH/IOBBIX UHCEI.

3akaroueHue

IIpoBenennbie HcclieOBaHUSA IIOKA3alIH, YTO
0o0pasibl KepaMHUK Ha OCHOBe Kapbuma BoJbgpama
WC xapakTepusyoTcs HeOTHOPOIHOCTHI0 (ha3oBOTO
cocraBa Mo INIyOHHEe W MPEUMYI[eCTBEHHOU OPHEH-
Tanued KPUCTALIUTOB TOJBKO BOIM3U MPHUIIOBEPX-
HOCTHOTO ciios. IIpu 5TOM 1IEPOXOBATOCTH MTOBEPX-
HOCTH 00pA3I[0B CYI[ECTBEHHO BJIMSIET HA YyBCTBH-
TEJIBLHOCTh HWCIIOIB3YEeMOTO0 MEeTOJa HCCIIeJOBaHUI.
ITosToMy mpPOGOTIOATOTOBKA KepaMHYecKux o6pas-
0B Ha ocHoBe cucreMbl W-C [M0/KHA BKIOUYATH
HITHU(OBKY IPHUIOBEPXHOCTHOTO c1od. Heobxommmo

TaKKe MpeIBaApUTENbHOE IOJHPOBAHUE ATMA3HOU
IacToi ¢ pasmepoM 3epHa He menee 5/3 mxm. Ilpen-
BapurenbHoe KommnaktupoBanune (QUIIC mpu T =
=900°C) wuCXOTHOTO IIOPOIIKOBOTO MaTepuaia
obecrieunBaeT MOBbIIIEHNEe TOBTOPSIEMOCTH AU PaK-
[IMOHHOUW KapTHUHBI, HO IIPU STOM CHH:KAETCH UyB-
CcTBUTENBHOCTH MeToga PDPA k npumecHoii dase mo-
aykapbuga oabppama W,C. Ilapamerpsr cheMiwn
pU PEHTTeHOAU(PPAKIIMOHHBIX HCIBITAHUIX II0-
POIIIKOBBIX ¥ KEPAMHYECKUX 00pPa3IOB CIIEIYIOIIHe:
JUAa30H YIJIOB CheMKH audpaxrorpamMm — 20 =
= 30 - 80°, Bpems sxcmosuruu — 3 ¢, mar — 0,02°,
«PEKUM IITUPOKOH I1enu». UyBCTBUTEIHLHOCTD TIPeI-
JIOXKEHHON MeTOIUKH K cojep:xanuio dgassr W,C —
~0,2 % macc.

duHaHCUpPOBAHUE

Pa6ora BrinonHeHa npu (DUHAHCOBOM ITOIIEPIK-
ke PH® (rpanT Ne 18-73-10177).
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