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IMPA PEHTTEHOJU®PAKIIMOHHOM HCCJEJOBAHUN
MHUKPOCTPYKTYPHI HAHOIIOPOIIIKOB KAPBHJIA TUTAHA,
MNOJYYEHHBIX IJIABMOXUMUWUYECKHAM CUHTE30M
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st mOoNydYeHHBIX TIa3MOXUMUYECKUM CHHTE30M HAHOIOPOIIKOB KapOHaa THUTaHA IO PEHTTEHOAU]-
PaKLHOHHBIM JTaHHBIM (MHTErPAIbHOM MHMPHUHE BOCBMH AU(PPAKIIMOHHBIX TUKOB) METOJOM <«IBOHHOTO
doiirray onpeseneHbl pa3Mepbl 00JacTeil KOTepEeHTHOTO paccesiHUs U MUKpoaehopmaliiu. Pe3ysbrars
CONOCTABJICHBI C aHAJIOTMYHBIMU XapaKTEPUCTUKAMH, PACCYUTAHHBIMU METOI0oM Buibsimcona — Xosa.
Pa3mepbl oOnmacTell KOTEpEeHTHOTO PAcCesiHHsl HCCIIENOBAHHBIX IOPOIIKOB HAXOMATCS B Ipelenax
12 — 180 HM ¥ OM3KH K pa3MepaM YacTHII, PACCYUTaHHBIM 110 MeTony bpyHayspa — Ommera — Temepa
(BOT). B cnyuae merona «1BoiHOT0 DOMITa) OTMEUEHO JIy4Illee COBIACHHUE /IS IPAHUYHBIX (KaK co
CTOPOHBI MaJIbIX, TaK U CO CTOPOHBI OOJIBLINX) 3HAYEHUIT pa3MepOB YacTHI] KapOusia THTaHa. YIIMPEHUE
PEHTTeHOBCKUX TU(DPAKIMOHHBIX TINKOB 00YCIIOBICHO B OCHOBHOM MaJIbIMH pa3MepaMu 00acTel Kore-
PEHTHOTO paccesiHus. BennanHbl cpeHeKBaipaTHYHbIX MUKpoeopMalvii HE3HAUYNTENbHBI U COCTAB-
msot 0,0001 — 0,0004.

KiroueBble ciioBa: MeTon «1BoiHOT0 OoirTay; peHTreHoAU(PaKIHOHHOE HCCIIEI0BaHNE; HHTETPallb-
Hasl IMApUHA TH(PPAKITHOHHOTO MTHKA; MUKPOCTPYKTYpa; KapOwa THTaHa.

USE OF DOUBLE VOIGT METHOD IN X-RAY DIFFRACTION STUDY
OF THE MICROSTRUCTURE OF THE TITANIUM CARBIDE NANOPOWDERS

PRODUCED BY PLASMA-CHEMICAL SYNTHESIS
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The size of the regions of coherent scattering and microstrain are determined using “double-Voigt” method and XRD
data (integral breadth of 8 diffraction) for titanium carbide nanopowders obtained by plasmachemical synthesis. The
results are compared with similar characteristics calculated by Williamson — Hall method. The coherently scattering
domain size ranges within 12 — 180 nm. The size of coherent scattering domain determined by x-ray diffraction
method for titanium carbide powder is close to the particle size calculated by the BET method. The Double Voigt
method is advantageous for boundary (both for small and large) values of the size of titanium carbide particles. The
broadening of x-ray diffraction peaks is attributed mainly to the small size of coherently scattering domains. The rms
microstrain values are negligible (0.0001 —0.0004).

Keywords: Double-Voigt method; XRD study; microstructure; titanium carbide.

Bricokas Temneparypa IIaBIeHUS U TBEPIOCTh 00yClaB-
JUBAIOT IIMPOKOE MPUMEHEHUE KapOuja THTaHa B TBep-
IBIX CIUTaBaX M MOKPHITHAX. I momydyeHuns kapouaa Tu-
TaHa B BUJE MOPOIIKOB C BBICOKOW JHMCIIEPCHOCTBIO HC-
TMOJIB3YIOT TUIa3MOXUMHUYECKUH cuHTe3 [1].

OauMH M3 mapamMeTpoB, KOTOPBIM XapaKTepU3YHOTCs
nopoKooOpa3Hble 00pa3ibl, — pa3Mep ydacTtuil. Yare
BCETO €ro OMPEACISIOT PACUCTHBIM IyTEM [0 3HAYCHHIO

yIeNbHOU MOBEPXHOCTH, U3MepsieMoMy MeTonoM bpyHay-
apa — Dmmera — Temnepa (BOT).

[ns Oonee meTasbHOTO M3YYEHHS MHUKPOCTPYKTYPHI
HaHOPa3MEPHBIX MOPOIIKOB WHOIJA NPUMEHSIOT METOJbI
peHTreHoBcKkoil audpaxuuu. Hanbonee mpocToit n gacto
WCIIONb3yeMbli — MeTon Bunbsimcona — Xomra [2] —
Oosble TOAXOIUT 1Sl TPy0O0il OLIEHKH, MTOCKOIbKY UMEET
Oonpmue morpemHoctd. OgHUM U3 0Ooyiee TOYHBIX SIB-
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nsietcst Metox «aoiHoro doiirra» (Double Voigt), ko-
TOPBIIl OCHOBaH Ha TIPEIIONOKCHUH, YTO TPOQIIH CO-
CTaBIAIOLIEH TU(PPAKLIUOHHOTO IHKA, OOYCIIOBJICHHbIE
pa3MepamMu YaCTHIl 1 MUKPOUCKaKCHUSMH, OTIHCHIBAIOTCS
¢yakmusvu doiirra [3 — 5]. OH MO3BOJNSET ONPEACTHUTD:
ycpeaHeHHbIe 1o 00beMy (Dj,) 1 nmoBepxHocTu (Dg) pas-
MepbI 00JIacTeld KOTEPEHTHOTO PacCesiHUs, CPETHEKBApa-
TUYHYIO BEIHYMHY MHUKpome(pOpMaIMy sl ONpeaeseH-
Horo paccrosuus L ((¢2(L))'/?), B Tom uncie (e2(D,/2))!/2.

Lenbp paboTel — ompeaesieHue MUKPOCTPYKTYPHBIX
XapaKTEPUCTUK HAHOIIOPOIIKOB KapOua THTaHa METOIOM
«mBoitHOro POWTTa» M WX COMOCTaBICHUE C JaHHBIMH,
MOJTYYCHHBIMH JIPYTUMH METOJIAMH.

HccnenoBanu CUHTE3UpOBaHHbIE B IUIA3MEHHOM
peaxTope HaHOMOPOIIKH KapOuia TuTaHa (peBapUTeIb-
HO TPOBEJICHHBIN PEHTreHO()A30BbIA aHAIHM3 TIOKa3al UX
UCKJIIOYUTENIbHOE MPUCYTCTBUE) [6]. DTanoHHBIM 00-
pas3IoM CIyXWJI HOPOIIOK C Pa3MEpOM YacTHIl OKOJIO
0,8 MKM, TOMYYEHHBIH THIPHUIHO-KAJIBIUEBBIM CIIOCO-
60oM. PeHTreHOMM(PaKIMOHHBIE CIEKTPHI UCCICTYyEMBIX
00pasIoB PEerUCTPUPOBAIH IIPH OAHUX H TEX JKE€ yCIOBH-
sx Ha mudpakromerpe Ultima IV (kommanus «Purakyy),
CHaGKEHHOM BBICOKOCKOPOCTHBIM Je€TeKTOpoM D/teX
(manpspxenue Ha TpyOke — 40 kB, Tok TpyOoku — 30 MA,
u3nydeHne CuKo, HUKEIEBBIH (UIBTP, CKOPOCTh JIBIIKE-
HMs JIeTeKTopa — 2 rpai./muH, orcuer — uepes 0,02°).
Bcero uccienoBanu BoceMb 00pa3ioB (BKIFOYAs 3TaJIOH-
HBII), KOTOpble mpou3BosibHO oOo3Haummu TiCl — TiCS.
IIpu peanuzanuu Merona «ABOHHOT0 MONUTrTa» HCIONB30-
BaJI KOMIBIOTEpHBIE IporpaMmsl Breadth (version 4,
2005), Shadow (version 3, 1990) m Shadow’s Little
Helper (2006).

Ha puc. 1 mpezncraBiieH THIHYHBIH peHTreHOAUDPaK-
[IUOHHBIA creKTp ofgHoro u3 obOpasuoB (TiC4). Buawo,
gyT10 AudpakimonHeid muk (400) ©MeeT HAMMEHBITYIO WH-
TEHCHUBHOCTB, TIO3TOMY €TI0 UCKIIIOYAIIU MIPU JaTbHEHIINX
pacderax.

[Ipexne Bcero Ansl 3TAJIOHHOTO oOpasla MOCTPOU-
U KamuOpoBOUHBIC Tpapuku. B mporpaMMHOM IakeTe
Shadow mpodunu nudpakIMOHHBIX MUKOB 3TAJOHA all-
MPOKCUMHPOBAIN pa3iBocHHON (yHkuumei Ilupcona VII,
KOTOPYIO 3aTeM HWCIONB30Bal TIPH  aNIPOKCHMAIIH
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Puc. 1. Pentrenoqudpakiuonnsiii criektp obopasna TiC4 (B cko0-
Kax yKaszaHbl HHAEKCh Muiiepa)

npodmiell THUKOB Apyrux o0pasuoB ¢yHkuueit Doiirra.
Jis kaxaoro mupakiMOHHOTO MHKA PAaCCYMTHIBAIU OT-
HOCHUTETIFHYIO OMMOKY (cocTaBisiia He Oonee 6,5 %) u
Pa3HOCTHBIN CHEKTP (CM. BCTaBKy Ha puc. ).

B tab6n. 1 nmpuBeneHsl IpoQHILHBIE XapaKTEPUCTUKU
I paKIMOHHBIX THKOB i 00pasua TiC4, monydeHHbIe
¢ wucnonbp3oBaHueMm mnporpamMmbl Shadow. BuaHo, dTo
OCHOBHOH BKJIAJl B MHTETPATBHYIO MIMPUHY BHOCHT CO-
CTaBJsrOIIast, onuchiBacMas GpyHkimedt Komu (B), a 3Ha-
yeHust napamerpa @oiirra 6muszku k 0,62 (mopor, HUxKe
KOTOPOTO TPOQWIIL TIOJIOCThIO OIMUCHIBACTCS (PYHKITHCH
Komm [7]).

Taknum 06pazoMm, T OLICHKH MUKPOCTPYKTYPHBIX Ta-
paMeTpoB HCCIEAYeMBIX 00pa3loB JOIYCTUMO HCIIOJb-
30BaTh rpaduk Bunbsmcona — Xoiia, KOTOPhIA HATJISITHO
JEMOHCTPUPYET TEHJEHIIMY U3MEHEHUN MUKPOCTPYKTYp-
HBIX XapaKTCPUCTUK.

Hns obpasma TiC4 rpadpuk Bmesmcona — Xomma
IpUBeNeH Ha puc. 2. BumHO, 4TO SKCHEepHMEHTAIbHEIC
JIAHHBIC MAaJI0 OTKJIOHSIOTCS OT HPSMOJMHEHHOW 3aBHCHU-
Moctu (myHkTup). OTcloma ciemayeT, 4To o0JacTH Kore-
PEHTHOTO paccesiHusl UIMEIOT U30TPOIHYI0 hopmy. Masbiit

Taéanua 1. IpoduibHble XapaKTePUCTUKH AUPPAKIIMOHHBIX MTHKOB Juist oopasia TiC4

CocraBsiioniasi HHTErpajIbHON MHUPUHBI P, Tpaj.

WnrerpanbHas

TTonnas mupuHa

11(1/[1-1)161(%1 mypuHa audppak-  AUGPaKIUOHHOTO MUKa ga%?i[eg OTHOCUTENbHAS
n}J:;;lepa OHHCfIBaeTC’I OHHCVI’IBaeTC“ LOHHOTO ITHKa Ha TI0JIOBHHE BEICOTHI onrra ommoka R, %
¢dynxnuei Komm (Be) ¢bynknueii aycea (Bg) B, rpat. nnka FWHM, rpan. (FWHM/B)
(111) 0,116 0,053 0,144 0,100 0,693 5,20
(200) 0,096 0,063 0,135 0,098 0,727 3,48
(220) 0,121 0,044 0,141 0,096 0,677 4,91
(311) 0,137 0,036 0,149 0,098 0,659 5,59
(222) 0,155 0,000 0,155 0,098 0,637 6,11
(331) 0,146 0,097 0,208 0,152 0,729 5,43
(420) 0,132 0,117 0,215 0,164 0,762 5,02
(422) 0,138 0,182 0,280 0,225 0,804 4,09
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Puc. 2. I'padux Bunbsimcona — Xoiuta st oopasma TiC4

YTOJ HAKJIOHA TTYHKTUPHOW JIMHUHU CBHIIETENLCTBYET O He-
3HAUYUTEIBHON MUKpOAe(OopMaIIn.

ITony4yennsle MmeTogoM BunbesiMcona — Xoua 3Haude-
HUSI MUKPOCTPYKTYPHBIX XapaKTEPHCTUK TPHUBEICHBI B
Tabm. 2 (00pa3iubl pacmoaokKeHbl IO BO3PACTAHUIO pa3Me-
POB YacTHll, ¢ — MaKCHUMallbHOE 3HaYeHHE MUKpoaedop-
MaluM, B CKOOKax YyKa3aHbl CTaHAAPTHbIE OTKJIOHEHHS).
Tam ke mpeacTaBlieHbl Pe3yabTaThl pacueTa 1Mo METOLY
«1BoitHOoro @o#rTa» ¢ MCIOJIB30BAaHUEM MPOrPaMMBI
Breadth (ucxomHble maHHBIC: MOJIOKEHHE MAKCUMYyMa JTH-
(pakuuonHoro MHKa, e U Bg). BumHo, uro onpeneneH-
HbIC PEHTTCHOMU(PPAKIIMOHHBIMH METOJaMH yCPEITHEH-
HbIE 110 00BEMY BEIMYMHBI 00JIaCTeH KOTepeHTHOro pac-
cessus (OKP) nmns mccneioBaHHBIX MOPOIIKOB KapOuaa
TUTaHA ONM3KH K pa3MepaM YacTHII, ITOTyYCHHBIM METO-
nom BOT. Jlnsa metona «aBoitHoro doiirray HaOmOmaeTCS
Jyylllee COBMAJAEHHUE ISl TPAaHUYHBIX (KaK CO CTOPOHBI
MaJIbIX, TaK U CO CTOPOHBI OOJIBIINX) 3HAYCHUN Pa3MepPOB
YaCTHILL.

st metona Bunbsimcona — Xosia B HEKOTOPBIX CITy-
qasx MONYyYCHBI HE MMEIOIIUE (PH3HYECKOTO CMBICNIA OT-
pHLIATENbHBIC 3HAUCHHS MUKpoaedopmarun (cM. Tadm. 2).
OTMeTHM, 9T0 T 000X MeTonoB (Brbsimcona — Xora
U «aBoitHoro doiirra») HabmonaeMoe ymupeHHe peHTre-
HOBCKUX AU()PAKIUOHHBIX MHKOB OOYCIOBJICHO B OCHOB-
HoM MainbiMu pasMepamu OKP. Bmecre ¢ Tem panee nipu
PCHTTCHONU(PPAKIIMOHHOM ~ UCCJICIOBAaHHU  ITOPOIIKOB
BOJIb(h)paMa OTMEYallu, YTO MPH MIa3MEHHOM CHHTE3¢ Ha-
HOITOPOIIKOB MUKPOAe(POpPMAIIUK HE3HAYUTEIIbHBI [8, 9].

KapOun TutaHa umeer CTPYKTypy NOBapeHHOU CONn
U XapaKTepHU3yeTcs OONBII0I 001aCTEI0 TOMOTEHHOCTH OT
TiCy 45 mo TiC, oy, IpU 5TOM 3HAYECHMS TAPAMETPOB KyOu-
YeCKOW 3JIeMEeHTapHOH siueliku MenstoTcst ot 4,296 no
4328 A [10]. B Tom ciydae, korjga MOpOLIKH MPEICTaBIs-
0T c000if cMech KapOHIOB THTaHa pPa3HOTO COCTaBa, pas-

JUYMS B IapaMeTpax 3JEeMEHTAPHBIX SYEeK JIOJKHBI TPH-
BOJIUTH K YIIUPCHUIO PEHTTCHOBCKUX ITHKOB aHAJIOTHYHO
TOMY, KaK 3TO HMEET MECTO NpU MHKpoaehOpMaInu.
Ecmu sToro He HabOIrOMACTCS, TO MOYXHO MPEIIIONIOKHUTH,
YTO CMECH OJJHOPOJHBI 10 COCTaBY (COIEPIKAHHIO YIIIepo-
na). OHaKo Takoe TPEANOJIOKEHHE TpeOyeT IOTOJIHH-
TEJIBHOTO SKCIIEPUMEHTAIILHOTO TIOATBEPKACHUS.

Takum 00pa3om, M0 peHTreHOAN(PAKIIHOHHBIM JaH-
HBIM METOJIOM <«JIBOMHOTO MDOWTTa» IS IMONyYCHHBIX
TUIa3MOXUMHUYECKUM CHHTE30M HAHOTIOPOIIKOB KapOuaa
TUTaHa OIPEJEICHbI MUKPOCTPYKTYPHBIC XapaKTEPUCTH-
ku. Pa3mepsl obnacTeil KOTepeHTHOTO pacCessHusl ucclie-
JIOBAaHHBIX TIOPOIIIKOB HAXOMATCS B Tipenenax 12 — 180 um
1 OJIM3KHU K pazMepaM 4acTHIl, OTPEICTICHHBIM 110 METOLY
BOT. BenuuuHbl cpeqHEKBaJApaTHYHBIX MHUKpoaedopMma-
nuii He3HaunTenabHbl U cocTasisior 0,0001 — 0,0004.
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Ta6muna 2. MUKpOCTPYKTYpHBIE XapaKTepHCTUKH 00pa31l0B HAHOIIOPOIIKOB KapOK/1a THTaHa, ITOTyYEeHHBIX IIa3MOXHMHYECKHM CHHTE30M

Merton uccnenoBaHus

O6pasen BOT «IBoiinoi MokrT» Bunbsamcona — Xoina
Pasmep uactum, A Pasmep OKP Dy, A Pasmep OKP D/, A (€X(Dy/2))1/2 Pasmep OKP D, A e

TiC2 282 124(2) 249(8) 0,0004(1) 381 0,0005
TiC3 327 217(6) 434(12) 0,00015(3) 303 -0,007
TiC6 337 243(8) 485(15) 0,00021(1) 380 -0,0002
TiC5 351 280(4) 560(8) 0,00013(1) 529 -0,0001
TiC8 367 231(10) 415(23) 0,00022(9) 402 —-0,0001
TiC4 582 413(22) 662(27) 0,0002(1) 735 0,00001
TiC7 1030 889(29) 1777(59) 0,00033(5) 3370 0,0002
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10. Gusev A. L. Disorder and long-range order in non-stoichiometric inter-
stitial compounds. Transition metal carbides, nitrides, and oxides / Phy-
sika Status Solidi (b). 1991. Vol. 163. P. 17 — 54.
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