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ABTOpBI CTaThH BBIPAXKAIOT OJIArOJJAPHOCTH M
NPU3HATENIBHOCTh M.H.C AGtyiibMeHoBoi# E.B.
32 [IOMOILb IIPH IPOBEJICHUN MEXaHHYECKOH
o6paboTki mopomika u J.¢.-M.H, npodec-
copy C.H. KynbKoBy 3a KOHCTPYKTHBHOE
00Cy>K/IeHHe TTONYYEHHBIX pe3yinbTaToB. Mc-
CIIe/IOBAHMUS BBITIOJHEHB HA 000PYI0BAHII
LIKIT «CrpykTypa, MexaHudeckue u (pusm-
YECKHE CBOWCTBA MAaTEPHAIIOBY.

Beenenne. B cBsi3u ¢ pacmmpsIonMMcs PaKTHYECKUM 3HAYCHHEM HECTEXHMOMETPUYECKUX KapOUI0B THTaHA
TiC, B pasnu4HbIX 00MACTAX TEXHUKH M B MEIMIMHE BAKHOE 3HAYEHUE HMEIOT MCCIIE/IOBAHHUS KaK CIIOCOOO0B TOJTy-
YEHHs MOPOIIKA KapOKa THTAaHa, TAK U €ro CBOWCTB B IIMPOKOM JHANa30He U3MEHEeHHs cTexuomerpun. OnHuM u3
3(PeKTHBHBIX CIIOCOOOB BO3JEHCTBHS Ha (PU3HKO-MEXaHUUECKHME CBOWCTBA MOPOIIKOBBIX CHCTEM SIBIACTCSA MX Me-
xaHn4eckast oopaborka. I1pu yaapHO-CIBUTOBOM BO3/ICHCTBUH, PEATH3yIOIIEeMCst IpH 00paboTKe B LIAPOBOIT Meb-
HHIIE, TIOPOLIKOBOIT CHCTEME TIepelaeTCsl MEXaHWUEeCKasi SHEPrHs, B PE3y/IbTaTe 4ero NPOUCXOJUT ee U3MEIIbYCHHE,
(hopMHpPOBaHKE LIEHTPOB C MOBBIIICHHOI aKTHBHOCTBIO HAa BHOBb 00PA30BaHHBIX IIOBEPXHOCTSX, BO3BMOXKHA peasn-
3arust (a3oBbIX MPEBPALLCHHH, Ae(opMalisl KPUCTAUIMIECKON PEIIeTKH, aMopdu3anus, oopasoBanue A1e(eKToB i
T. 1. Lleab paboThI: Hcciie10BaHie BIUSHHS HHU3KOIHEPTeTHIECKOW MEXaHUUEeCKOil 00pabOTKM B IIAPOBON Meb-
HHUIIE Ha CTPYKTYPY, (ha30BbIii COCTAB U MapaMeTpbl TOHKOH KPUCTAJINUECKON CTPYKTYpPhl HECTEXHOMETPUUECKOTO
Hopolka Kapouia THTaHa, MOJy4EHHOTO BOCCTAHOBIICHHEM OKCH/Ia TUTaHa yIJIEpPOIOM H KajblueM. Marepuasl
u Metoabl. MccnenoBanu noporrok kapouaa turana TiC, monydeHHbIi KapOuJHO-KaIbLHEBbIM BOCCTAHOBICHHEM
okcuza tutana. [loporok mogsepraim MexaHnueckoi 00paboTke B mapoBoii MenbHuLEe GapadanHoro tuma. CTpyk-
TYpy IMOPOLIKOB JI0 U MOCIIe 00pabOTKH H3y4alu Ha PacTPOBOM MIeKTpoHHOM Mukpockorne Philips SEM 515. ITio-
111a/1b YAEJBHOH noBepxHOCTH onpeessuin MerojioM bOT. da3oBklii cocTas U apaMeTpbl TOHKON KPUCTAIITMYECKOM
CTPYKTYpBI MOPOIIKOBBIX MaTePHAIIOB UCCIIEIOBAIIN METOIOM PEHTIeHO(Aa30BOI0 U PEHTIEHOCTPYKTYPHOTO aHaJIN-
3a. PesynbraTsl 1 06cyxkaenne. B paboTe ycTaHOBICHO, YTO yBETHYCHHE TPOJOJDKUTEIBHOCTH MEXaHUYECKOH 00-
paGoTKH B IAPOBOI MEIbHUIIE HECTEXHOMETPHYECKOTO Hopouika Kapbuaa Tutana TiC,; IPUBONT K YBEIMUCHHIO
IUIOLIAJIM Y/IeJIbHOM noBepxHocTH nopouka ¢ 0,6 xo 3,4 ML a pacCUMTaHHBIA U3 HEe CPeIHUN pa3Mep 4YacTHI]
yMmeHbInaercs ¢ 2 MkM 10 360 HM. [TokasaHo, 4To B nporiecce 00pabOTKHM ITOPOIIKA HECTEXHOMETPHYECKOro Kapouia
tutana TiC; IPOMCXONUT H3MEHEHHE €ro CTPYKTYPHO (ha30BOro coCTOsIHUS. JacTHILbl IOPOLIKA COCTOST U3 ABYX
CTPYKTYPHBIX COCTAaBIISIOIIMX C PA3JIMYHBIM aTOMHBIM OTHOLIEHHUEM YIVIEPOJA K TUTAHY: TiCO’65 u TiC ;. Mexa-
HH4YecKkas 00paboTka Mopoliika KapOuaa THTaHa MPHBOJUT K YMEHBIICHHIO MUKPOHANPSKCHNH KPUCTAILIMYECKOH
pewerku TiC, u pasmepos OKP ¢ 55 1o 30 um s passt TiC 4. [lnst dasei TiC 5 ¢ yBennaeHNEM TPOOIKUTEb-
HOCTH MEXaHHYECKO! 00pabOTKH, TaK jKe KaK U s TiCO’ 45> Pasmep OKP nonmxkaercst, a ypoBeHb MUKPOMCKaIKEHUH
KPUCTAJUTHYECKON PEILIETKH PACTeT. DTO CBUIETEILCTBYET O TOM, YTO B POIIECCE MEXaHUUECKOH 00pabOTKU IpoHc-
XOJJUT HE TOJIBKO M3MEJIbYEHUE YaCTHIL IIOPOIIIKA, HO M YBEIHYEHUE UX AC(EKTHOCTH.

Jst muruposanusi: Cabnuna T FO., Cesocmousinosa M. H. HuzkosHepreTuueckast MexaHH4IecKasi 00padoTka IOpOIIKa HECTEXHOMETPUIECKOTO
kapbuna tutaHa // OOpaboTka MeTaisioB (TexHOJOrHs, obopynoBanue, MHCTpyMeHThl). — 2021. — T. 23, Ne 3. — C. 112-123. — DOL:
10.17212/1994-6309-2021-23.3-112-123.

* Ajipec ISl epenucKu
Cabnuna Tamoesana IOpvesHa, K.T.H.

WucrutyT dusuku npounoctu u marepuanoseneHus CO PAH,

p. AkazeMu4ecKkui, 2/4,
634055, . Tomck, Poccust

Teu.: 8 (3822) 286-988, e-mail: sabtat@ispms.ru

112 Tom 23 Ne 32021



MATERIAL SCIENCE

Beenenmne

Marepuasnsl Ha OCHOBE KapOuja TUTaHA CEroj-
HS BBI3BIBAIOT OOJBIION MPAKTHYECKUN U HAYUHBIH
unrepec. Kapoun turana 6marogapsi yHUKaJIbHOMY
COYETaHUIO CBOMCTB, TAKUX KaK BHICOKAsl TBEPIOCTh
B IIMPOKOM HMHTEpBaJie TeMIeparyp, U3HOCOCTOM-
KOCTb, CTOMKOCTb K arpeCCUBHBIM CpellaM, HU3KUUI
k03 PHUIMEeHT TpeHusi, CTOUKOCTh K TEIIOBBIM U
MEXaHMYECKUM Harpyskam, BOCTpeOOBaH MpH Ipo-
U3BOJCTBE TEPMOCTOMKON KEPAMUKU U BBICOKOTEM-
HepaTypHBbIX KepaMHUYECKUX KOMIIO3UTOB, 3alllUT-
HBIX TOKPBITHH, pPEXyIlero HHCTpyMeHTa [1-6],
OMOCOBMECTUMBIX MaTepHalioB B Menuuuue [7, 8],
a nopucteiii TiC sBnsieTcs YHUKAJIbHBIM aJCOp-
OEHTOM /ISl OYMILICHHUS OKPY>KaIOLIeH cpelibl OT 3a-
rpsizHeHuit [9]. Kpome toro, mopomok TiC Takke
UCIIOJIb3YETCSl B KAUE€CTBE MEPCIIEKTUBHOTO MaTepH-
ana Jyis xpaneHus Bogopoza [10]. Ha cerogusiminuit
JIeHb CII0CO0aM MOTYYEHHUS TIOPOIIKOB U U3yUCHHIO
pa3IMYHBIX CBOMCTB KapOWIa TUTaHA MOCBAIICHO
mMHoro pabor [11-22]. Kak mnpaBuiio, OCHOBHBIC
CBOWCTBA KapOHMJIOB HM3YYEHbI JJISI CTEXHOMETPH-
YeCKUX WIH ONM3KUX K CTEXHOMETPHUH KapOuIoB
tutana TiC . [IpuHOMIIMATBHBIM OTIIMYHEM KapOu-
a TUTaHa TiCx SIBIISIETCSL €T0 HMIMPOKasi 00JIacTh TO-
MOTEHHOCTH B MHTEpBaJIe KOHLIEHTPALIUH yIiepoa
x = 0,33...1,0, T. e. kpucrauIMueckas CTPyKTypa
COXpaHseTcs Jaxe NpU KOHIEHTPALUU BaKaHCHM
no ymiepoay no 67 %. B 3aBucumoctu OT cocrta-
Ba, YCJOBUI CHHTE3a U TepMOOOPaOOTKH KapOua
TiC_ MOXeT HaxooUThCS B HEYNOPSIOYEHHOM WU
YHOPSAOYEHHOM cocTosiHuM [23]. B aToM uHTEpBa-
Je KOHLIEHTpauuu BakaHcuil coiictBa TiC moryT
CYILLIECTBEHHO M3MEHAThCA [23—26], 4TO MO3BOJSET
HOJIyyaTh MaTepHajbl ¢ HEOOXOAMMBIMHU SKCILTya-
TAIlMOHHBIMU XapaKTepucTUKamMu. B cBsi3u ¢ pac-
MIMPSAIOUIMMCST MTPAKTUUECKUM 3HAYCHUEM HecTe-
XuoMeTpuuecKux kapounos tutana TiC B TexHuke
U TIPOMBIIUIEHHOCTH, & TAK)Ke B MEIUIIMHE BAXKHOE
3HAYCHHE UMEIOT UCCIIEI0BaHUS KaK CIOCOOOB MOy~
YEHHUSI HECTEXHOMETPUYECKOTo KapOuia Turana TiC ,
TaK ¥ €ro CBOWCTB B IIUPOKOM JIHaNia30He M3MEHEHUS
KOHIIEHTpaIMu BakaHcUi. OnHUM U3 3((PEKTUBHBIX
CIOCOOOB BO3JCHUCTBHA Ha (PH3MKO-MEXaHUUECKHUE
CBOMCTBA MOPOIIKOBBIX CUCTEM SIBISIETCS UX MeXa-
HU4Yeckas oOpabotka [27-29], B wacTHOCTH, 0Opa-
00TKa B IApOBOM MEJIbHUIE. DHEPIHs, OJTydaeMast
MOPOIIIKOM B MPOIIECCE MEXaHUIECKON 00paboTKy, a
COOTBETCTBEHHO M 3()(EKThl AKTUBALIUU 3aBUCHT OT

OBRABOTKA METALLOV %

BUJA Bo3jaelcTBUA (yAap, UCTUpaHKe, pa3daBliuBa-
HUe, KOMOWHaIUs 3TUX Bo3nercTuil) [29-31]. [Ipu
yIapHO-CIIBUTOBOM BO3JEHCTBUH, PEaNn3yIOLIEMCS
pu 00paboTKe B IAPOBOI MEIbHUIIE, TOPOLTKOBOM
CUCTEeMeE MepeaaeTcs MexaHnueckas YHeprus, B pe-
3yJAbTaTe 4Yero MpOUCXOOUT ee u3MenpueHue, Gop-
MHPOBaHHUE LIEHTPOB C MOBBIIIEHHOW aKTUBHOCTHIO
Ha BHOBH 00Pa30BaHHBIX MOBEPXHOCTSIX, BO3MOXKHA
peanuzanus ¢$azoBbIX MpeBpalleHUi, qedopMarus
KpUCTANIMYECKON pelieTku, amopduzarnus, odpa-
3oBanHue AedektoB u T. n. OnHako cucTeMaThye-
CKHX MCCIIEIOBAaHU, MO3BOJISIOMIUX B HEKOTOPBIX
npenenax yOpaBisTh AUCIEPCHOCTHbIO, MHKPO-
CTPYKTYpOIi, CTeXHOMETpUel MPOAYKTOB 00padoT-
KU, IPAKTHYECKH HE TPOBOUIIOCH.

Ilenpto nmaHHOW paboOThI OBLIO HCCIEAOBAHUE
BIIMSTHUSI HU3KOOHEPreTUYECKOM MeXaHueckoil 00-
paboTKU B IIAPOBOIl MENbHUIIE HA CTPYKTYpY, (da-
30BBIil COCTaB U MapaMeTpbl TOHKOW KpHUCTaJlIN4e-
CKOU CTPYKTYpbl HECTEXHOMETPHUUECKOTO MOPOIIKa
KapOua TUTaHa, MOJTYYECHHOTO BOCCTAHOBICHUEM
OKCH/JIa TUTAHA yTJIEPOAOM H KaJIbLIUEM.

MaTepl/Ia.Hbl U METOAbI UCCJICAOBAHUSA

Jlns uccnenoBaHusi ObLT BBIOpAaH TMOPOIIOK
TiC cocraBom: Ti — 15 ob6bemH. % C, momyueH-
HBIH  KapOWJHO-KaJIBLUEBBIM BOCCTAHOBJIEHUEM
okcuga tutaHa. [lopomox TiC moxseprancs me-
xaHnueckoir 0bpabotke (MO) B cyXxoM pexume B
1apoBOi MenbpHUIE OapabaHHOTO THUIIA C KOPYH-
JIOBBIMH MEJIOIKMU TeslaMu. CKOpOCTh BpalleHHs
6apabana cocrasisiia 40 06/mMuH. Bpems MexaHu-
yeckoil 00paboTku u3meHsm ot 5 10 100 gacos.
HccnenoBanue CTPYKTYphl MOPOIIKOB 10 M TOCTE
MEXaHHUYECKOH OOpabOTKH MPOBOIMIA C IOMO-
IIBIO PACTPOBOTO IEKTPOHHOro MHUKpockona Phil-
ips SEM 515. Ilnomans yaeabHOH MOBEPXHOCTH
(SSA) onpenensinu Ha mpudope SORBI 4.1 (pupma
META, . HoBocuOHpCK) 4eThIPEXTOUYEUHBIM METO-
noM bBOT ¢ ucnonb3oBaHneM HU3KOTEMIIEPATyPHOI
azcopbuuu azorta. HachlmHylO MJIOTHOCTH HCXOA-
HOTO TIOPOIIKA ONPENEeNssIA METOAOM BOPOHKH CO-
IIaCHO MeXAyHapoaHomy cra”zapty [SO 3923-1:
2018. da3oBbIil cOCTaB U NapaMeTPbl TOHKON KpHU-
CTAJUIMYECKON CTPYKTYpPbl IMOPOIIKOBBIX MAaTepH-
aJIOB MCCIIEOBAIM METOJIOM PEHTTeHO(}a30BOrO U
PEHTICHOCTPYKTYPHOTO aHAIN3a Ha PEHTTEHOBCKOM
mudpakromerpe tumna JIPOH (Poccus) ¢ ¢punsrpo-
BaHHbIM Cu Ka-n3nyyeHuem B pexxuMe CKaHUPOBa-

Vol. 23 No.32021 113



Cm

Hus 2 0 ot 30 10 145 rpaa. DKCMO3UIMS HA KAKTYIO
TOYKYy oOecrneunBajga CTaTUCTHYECKYIO TOYHOCTh
He mesblue 0,5 %. Judpakunonnsie npoduin am-
npokcuMupoBainuchk ¢yHknueit Jlopenua. Pasmep
obnacreit korepeHTHoro paccestuust (OKP) paccun-
ThIBaNM 10 ypaBHeHnuto llleppepa [32] mo mepBoit
JUHUM PEHTreHOBCKUX npoduieit (111), a Bemuun-
HY MHUKPOAMCTOPCUN KPUCTAJUIMYECKOW PpEelIeTKH
paccuntbiBanu 1o Gopmyne Crokca—Yuscona [33]
10 TIOCJIEAHEN Pa3IMYUMON JIMHUN PEHTI€HOBCKUX
npoduneit (511).

OBPABOTKA METAJIJIOB

Pesyabrarsl U 00CyKACHUE

Ha puc. 1, a npencrasneno POM-uzobpaxkenue
ucxonnoro mnopomka TiC. BugHo, 4TO HMCXOMHBIN
nopomok TiC cnabo armoMepupoBaH U COCTOUT B
OCHOBHOM W3 YacTHUIl HeNpaBuiIbHOU Gopmbl. Hapsi-
Ny C 4acTULIAMU OCKOJIOYHOW M TyOuaToil (opmbl,
XapaKTEPHBIX ISl MOPOLIKOB, MOJYyYEHHBIX METO-
JIOM BOCCTAHOBJICHHSI, MPHUCYTCTBYIOT M YaCTHIIbI
noporiika ¢ opmoii, 61u3kol k cepuueckoi. [1o-
POILIKA HMMEIOT HIMPOKOE YHHMMOJAIBHOE pacipe-
JICJICHHE YacTHIl 110 pa3Mepam: Hapsiay ¢ MEIKUMU
(o 2 MKM) YacTULIaMU TIOPOLLIOK COACPKHUT KpyT-
HbI€, arIOMEPUPOBAHHBIE YACTUIBI Pa3MEPOM
10 25 MM, puc. 1, 6.

Cpennuii pa3Mep 4YacTHUI] MOPOIIKA, BKIIOYAs
arJoMeparbl, pacCUMTaHHbId MeTogoMm [34], co-
CTaBsIeT 6 MKM, a CpeIHUN pa3Mep KpUCTaJIu-

@

" 30.0kV x1010 10pm ——

a

MATEPUAJIOBEJIEHUE

TOB, OTIPEIEIICHHBIN 110 YIIUPEHUIO PEHTTEHOBCKUX
pednexcoB, — 55 HM. YnenbHas MOBEPXHOCTh HC-
XO/THOTO mopotika coctaBuia 0,6 MZ/F, a HaChIITHAS
IJIOTHOCTD O,lpTeop.

3aBUCUMOCTh IUIONIAIA  YACIHHOM TOBEPX-
HOCTHU TIOpOIIIKa KapOuja TUTaHa OT BPEMEHU Me-
XaHUYECKOM 00paboTKM TMpejcTaBieHa Ha pHC. 2.
BuaHo, 94TO MCXOAHBIN TOPOLIOK UMEIT HEBBICOKYIO
VIEIbHYI0 TOBEPXHOCTh, & HU3KOIHEPreTHUeCKas
00paboTka MPUBOAMIA K 3aMETHBIM H3MEHEHHSIM
IJIOUIaAu yaenbHON noBepxHocTU. C yBEIUYEHU-
€M TIPOAOHKUTEIIBHOCTH TaKOTO BO3JCUCTBUS TIPO-
HUCXOJWJI 3HAYUTEIBbHBIA POCT IUIOIIAAN YAEIbHOMU
noBepxHocTH. Haunbosiee MHTEHCHBHOE YyBeIuue-
HUE TUIOIIA/IU yAEJIbHOM MOBEPXHOCTH OoJiee YeM B
5 paz, mpoucxoamio 10 50 4acoB MeXaHUUECKOH 00-
paboTKH, U C ATbHEUIIIUM YBEJIMUEHUEM BPEMEHU
MO 3aBUCUMOCTH BBIXOJMJIA B HACKIIICHHUE. YICIb-
Has noBepxHOcTh K 100 yacam mMexaHudyeckoi 00-
pabotku coctaBuna 3,4 ML

Pacuer pa3smepa yacTull OpOIIKa U3 3HAUEHUMN
VICTBHOM TOBEPXHOCTU B TMPEANONIOKEHUH cde-
PUYHOCTH YacTHI] TTOKa3all (puc. 2), 4To UX pa3Mep
C YBEJIIMYEHHEM BPEMEHU MEXaHW4YecKol oOpadoT-
KM yMEHbILaeTcs ¢ 2 MKM 710 360 HM.

Ha usmenenne pasmepa vactun nopomka TiC
Py MEXaHU4YeCcKoil 00paboTKe MOTYT OKa3bIBaTh
BJIMSTHUE KaK MapaMeTphbl TOMOJIA, TaK U U3MEHEHUE
B crexuoMmerpuu. B wactHoctu, B padote [25] mo-
Ka3aHO, YTO YBEJIIMYEHHUE MPOJOIKUTEIHLHOCTH TI0-

14 -
<D> = 6.0 MKkMm
12 4 ] G =5.7 MKM
10 =
= *1 B
Z 6
4
X I
0 T T T T T T T \I_II
0 2 4 6 810121416 1820222426
D, MM
9]

Puc. 1. POM-uzobpaxxenue (a) 1 pactpesielieHue YaCTHII OPOIITKa 110 pa3Mepam (6) UCXOTHOTO
nopomika TiC

Fig. 1. SEM image (@) and particle size distribution (6) of the initial TiC powder
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Puc. 2. VI3menenue yaenbHON TOBEPXHOCTH M PacCcyu-
TaHHOTO M3 3THUX 3HAYCHUH pa3Mepa YacTHUI[ MOPOIIKa
TiC B 3aBHCUMOCTH OT NMPOAOIDKUTEILHOCTH MEXaHHue-
CKO#1 00paboTKH
Fig. 2. Change in the specific surface area (SSA) and the
TiC powder particle size calculated from these values vs.
the mechanical treatment time

mona nopoka TiC  nmpuBOAMT K yMEHBIIEHHIO Pas3-
Mepa YacTHIL, a IPU OAMHAKOBBIX YCIOBHUSAX IOMOJIA
pasMep 4acTuIl U3MEJIbUEHHOIO MOPOLIKA 3aBUCUT
OT OTHOCHUTEJIBHOTO COJepKAHUS HEMETAJlIA X, T. €.
or crexuomerpur Kapouna TiC [23]. O6 usmene-
HUM CTEXHMOMETpUM KapOuaa THTaHa B Ipolecce
MEXaHMYECKOH 00pabOTKU MOXKHO CYJUTh HA OCHO-
BaHMM aHAJIM3a PEHTTCHOBCKUX JU(PPAKTOrpaMm 10
U mociie 00paboTKH.

Ha puc. 3 npuBeeHbl peHTI€HOBCKHE TUPPAKTO-
rpaMMbl UCXO/THOTO ¥ MEXaHMYECKH 00pabOTaHHOTO
IpU Pa3IMYHBIX BpeMeHax nopoiuka. Juppakiuon-
HbIE MAaKCUMYyMbI Ha BCEX AU(PAKTOrpaMmax COOT-
BeTCTBYIOT KyOnueckoi pemerke TiC tuma NaCl.

[TukoB, npuHaane)amux IpyruM ¢dazam win
OPOAYKTaM HaMmoja OT KOPYHIOBBIX MEJIOIIUX
TEJI Ha PEHTICHOBCKUX TU(paKTorpaMmax, He 00-
HapyxeHo. [lapameTp KpHCTalIM4ecKoil peleTku
MOPOIIKa B HCXOAHOM COCTOSIHUM COOTBETCTBYET
COCTaBy TiCOJ. VYBeIu4eHUEe BPEMEHM MeEXaHU4e-
ckoii 00paborku nopouika TiC He NpUBOIUT K U3-
MEHEHHUI0 (a3oBoro cocraBa. OnHAKO MOIPOOHBIH
aHanu3 JuQpakTorpaMM MOKasaj, 4yTo B Ipolecce
MEXaHMYEeCKOH 00pabOTKMU MOPOIIKOB UX JU(ppaK-
IIMOHHBIE KAPTUHBI MEHSIOTCA, TU(PPAKIUOHHBIC
pedeKcsl pa30MBarOTCs Ha JIBE COCTABIISIOLIHE.
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Puc. 3. Iudpaxrorpammsl mopomka TiC B 3aBUCHMO-
X
CTH OT BPEMEHH MEXaHU4eCKOH 00paboTKu

Fig. 3. X-ray diffraction patterns of TiC_ powder vs.
mechanical treatment time

Ha puc. 4 mokasanbl ¢parmMeHTHl TU(PaAKTO-
rpamM miockoctei (111) u (511) moporika B ucxon-
HOM COCTOSIHMH U TTOCJIE MEXaHUYECKOH 00paboTKu.

Bce nudpakimonneie mpoduiM MOpOIIKa B
UCXOIHOM COCTOSIHUM C BBICOKOM CTaTUCTHYe-
CKOM TOYHOCTBIO OINMCBHIBAIOTCS OAHOM (PyHKIMEH
(puc. 4, a, 6), a 1JI1 TOPOLIKOB TOCIE MEXaHUYe-
CKOH 00paboTKH AudpaKOHHbIE TPOPHIN pas/e-
JISII0TCS HA ABE cocTapistomue (puc. 4, 6, 2). Takoe
pazzneneHne AUQPaKIUOHHBIX PeIIEKCOB MOXKET
yKa3bIBaTh Ha pPa3IMYHOE COJEp)KaHUE yIiiepoja
(x) B mopomkax TiC_ [35-37], compoBoxnarorie-
€Csl TIOSIBIICHUEM TOYEYHBIX JE(PEKTOB, TaKMX KakK
CTPYKTYpHBIC BAaKaHCHM, WU C MPOUCXOIAIIIMHU
IpoIleccCaMy yTOPSAJOUYECHUST U Pa3yNopsI0ueHusl.
Brnusinue nedekTHoCcTH CTPYKTyphl Ha CBOMCTBa
HECTEeXHMOMETPUYECKUX COEJMHEHUH BechMa 3Ha-
yutenbHO [37]. Cunraercs [37-39], uto mMpoKyro
00J1acTh TOMOT€HHOCTH OT TiC0> 45 10 Tic1,oo UMeeT
MCKITFOUMTENBHO Heynopsgodennbiii TiC , u B Hem
MIPU  OTMpPEAENEHHBIX YCIOBUSX MOTYT 0Opa3oBBI-
BaTbCst ynopsiodennbie dasel tuna M,C, M,C, un
MC, ¢ KyOn4ecKoH, TPUKIMHHON WK pomOnye-
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Puc. 4. ®parmentsl qudpakrorpamm miockocteit (111) (a, 6) u (511) (6, ) moponika B HICXOHOM COCTOSTHUN
(a, 6) u mociie MexaHNUECKoi 00paboTKH (8, 2)
Fig. 4. Fragments of X-ray diffraction patterns of planes (111) (a, ) and (511) (6, 2) of the powder in the initial
state (a, 0) and after mechanical treatment (s, )

CKOM pemieTkoil. B Hamem ciydae audpaxiuoH-
HbIe peduekcel cooTBeTcTBYOT cocraBam TiC 5 u
TiC, ;s YBennueHne NpONOIKATEIBHOCTH MEXaHH!-
ueckoit 06padoTku nopormka TiC_ ¢ 5 1o 100 gacos
HE MPHUBOIUT K M3MEHEHHIO aTOMHOTO COOTHOIIIE-
HUS yIiieposa K TuTaHy B obeux (aszax. Ha puc. 5
npeacTasieHbl 3aBucumoctu pasmepa OKP (a) u
MUKPOMCKa)KEHUN KPUCTAIIIMYECKON peteTku (6)
OT BPEMEHH MEXaHMUECKOH 00pabOTKH I CTPYK-
TypHBIX cocTaisiormx nopouka TiC s u TiC 4.

N3 puc. 5, a BUIHO, 4TO C YBEJIMYEHUEM Bpe-
MEHU MeXaHU4eckoi oOpabdotku g0 50 yacoB pas-
mep OKP st TiCO’65 MOYTH HE MEHSAETCS, a 3aTeM
¢ najpHermmM yBenndaenrem Bpemenu MO no 100
4acoB yMeHblaercs. s TiC0,48 C yBEIMYECHUEM
BpemeHn MO 1o 20 yacoB cHayasia HaOIrOgaeTCs
pe3koe cHikenue pasmepa OKP ¢ 55 no 35 M, a

¢ najpHermM yBenndenrem Bpemenu MO no 100
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yacoB pasmep OKP cHmkaercs HE3HAYUTENBHO.
C yBenuueHHEM BPEMEHH MEXaHUYeCKoN 00padoT-
KA TIPOUCXOAMT CONMKEHHE 3HAYEHUH pa3MepoB
OKP 1151 CTpyKTYpHBIX COCTaBISIOUIMX IMOPOIIKA
TiC o5 1 TiC 45, ¥ PH OKCTPATIONISILIMH 3aBHCHMO-
cteil pazmepoB OKP nomydeno, uto nocie odpa-
6otku B Teuenue 115 gyacos pazmep OKP mist TiCO’65
u TiC,, cpaBHseTCs M COCTaBHT OKOnO 30 HM.
WNHo#l Xox KpuBBIX HaOmomaercs Ui 3aBUCHUMO-
CTEH MUKPOMCKAKEHUN KPUCTAININYECKOMN PEILIETKH
JUIsL CTPYKTYPHBIX cocTasisifoux nopouika TiC
n TiC ,, OT BpEeMEHH MEXaHHYECKOil 00pabOTKH,
puc. 5, 6. Bunno, uro 1o 50 yacoB BO3ACHCTBUSA
BEJIMUYMHBl MUKPOMCKa)KEHUH KPUCTAILIIMYECKON
pemerkn TiCy s u TiC ,, GMU3KK 10 3HAYCHHSM
U IPAaKTUYECKH HE 3aBUCAT OT MPOAOJIKUTEIBHO-
CTH BO3JCHCTBHUS NPU MEXaHUUECKOH 00padoTKe.

JlanbHeliee yBeIWYCHHE BPEMEHH 00paOOTKH JI0



MATERIAL SCIENCE
80
0-TiCogs
70 - o- TiCous

2 0 L 1 L 1 L 1 L 1

0 20 40 60 80 100 120
Bpems mexo0paboTku, yac

a

OBRABOTKA METALLOV %

o- TiCoss
o- TiCoas

<82>l/2*103
s wn ™
B T T
- =
—e—g—
I S
R
S5—
[
b——
\
N
.
\
.
A
A Y
A Y
~
N

3 L L L L L 1 ' 1 ' ]
0 20 40 60 80 100

Bpewms mexoOpaboTku, yac

o
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Fig. 5. CDD size (a) and crystal lattice microdistortions (6) vs. mechanical treatment time for two
structural states TiC . and TiC  ,o

100 yacoB MPUBOIUT K POCTY MHUKPOUCKAKEHHH
KPUCTAJIINYECKON PELIETKU TiCo,as U yMEHbIIIE-
HUIO MUKPOUCKA)KEHUH KPUCTAJUIMIECKON PEIIeTKH
TiC -

3aBUCUMOCTh Il BEJIMYMHBI MHKPOMCKaXe-
HUI KPUCTAJTINYECKON PELIETKH TiCO’65 OT IPOAOII-
KHUTEITHHOCTH MEXaHHMYeCKOW OO0pabOTKH XOpOIIO
KOppEIHUPYET ¢ 3aBUCUMOCTBIO 151 pazmMepoB OKP,
r.e. ymenpmenne OKP TiCj ¢ mocie 50 qacos me-
XaHUYECKOM 00pabOTKH COMPOBOXKIATIOCH POCTOM
MUKPOUCKA)KEHUM  KPUCTAJNIMYECKOM  PELIETKH.
BeposiTHo, B mporiecce MexaHU4ECKo 00padOTKu
IIPOMCXOJWIIa aKTUBAlLlMsl YacTULl KapOuJa TUTaHa
3a CYET HAKOIJICHUS! MUKPOIIOBPEKICHHI.

3aBUCUMOCTH OTHOIICHHS NMHUKOBBIX MHTEHCHB-
HOCTEH CTPYKTYPHBIX COCTABIISIOIIMX IOPOIIKA
TiC o5 n TiC, 4, OT BpeMEHH MEXaHIYECKOH aKTHBA-
1K, paccuntanabie i pediexcon (111) u (511),
MoKa3aHbl Ha puc. 6.

BuaHO, 4TO OTHOIIEHWE THKOBBIX HHTEHCHB-
HocTell ana pednexca (111) He m3mensiercs 10
50 yacoB MexaHU4ecKoill oOpabOTKH, a 3aTeM Ha-
omomgaeTcs 3 exT BAUSHUS MEXaHUIECKOi o0Opa-
OOTKHM, OTHOIIIEHUE MUKOBBIX MHTEHCUBHOCTEH /IS
pednekca (111) pe3ko Bo3pacTaeT ¢ yBeIudeHUEM
BpeMEHU MexaHnueckoil oopadotku 10 100 yacos.
Pacuer OTHOILIEHUS TNHUKOBBIX WHTEHCUBHOCTEU
nst peduiexca (511) mokasad, 4yTo MpU yBEITMUSHUU
BPEMEHH MEXaHUYECKOW 00pabOTKM COOTHOLICHHE

24
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Puc. 6. OTHOIICHWE THKOBBIX HHTCHCHBHOCTCH
TiCO’65 u TiCO’48 B 3aBUCHUMOCTH OT BPEMEHU Mexa-
HUYeCcKoi 06paboTku st mukoB (111) m (511)
Fig. 6. Ratio of peak intensities of TiC,, . and TiC ,,
depending on the time of mechanical treatment for
peaks (111) and (511)

MMUKOB He u3MeHsieTcs. [lomydeHHble pe3ynbTrarhl
XOpOIIO COINIacyloTCsl C pe3yiabTaraMu padoThl
[25], tme mpeacTaBieHbl MOJOOHBIE 3aBUCUMOCTH
m3menenus: B OKP u Mmukpoauctopcuu KpucTauiu-
YECKOW PElIeTKH, HO MPU BBICOKODHEPIeTUYECKON
o0pabotke. OO6paboTka B TEUEHHE JIUTEIHHOTO
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BpCMCHH IMPUBOJANTIA HC TOJIBKO K HU3MCJIBUCHHUIO
MOPOIIKA, HO ¥ K CHIbHOMY MCKaKEHHUIO KPUCTAJI-
JIN4eCcKOU PCIICTKU W YBCIWYCHUIO KOJHUYCCTBA
nedexTos.

OBPABOTKA METAJIJIOB

BreiBOALI

YCTaHOBJIEHO, YTO C YBEIMUYEHUEM IMPOJOKU-
TEIbHOCTH MEXaHWYECKOW 0OpabOTKM B IIAPOBOM
MEJbHHIIE HECTEXHOMETPUYECKOIO IOpOIIKa Kap-
ouna tutana TiC niomaab yieabHONW MOBEPXHOCTH
noporika yenuuuBaetrcs ¢ 0,6 go 3,4 ML, a pac-
CUMTAHHBIA U3 HEE CPEIHUIN pa3Mep YaCTHUL] YMEHb-
maetcs ¢ 2 10 0,36 MKM.

[ToxazaHo, YTO B NICXOJTHOM COCTOSIHUH TIOPOILIOK
coorBerctByet coctaBy TiC ., a mocie MexaHude-
CKOMl 00pabOTKH YaCTHUIIbI HECTEXHOMETPHUUECKOTO
KapOuJia TUTaHa COCTOAT U3 JIBYX CTPYKTYPHBIX CO-
CTaBJISIFOIIMX C PA3JIMYHBIM ATOMHBIM OTHOILIEHUEM
yIIepo/ia K TUTaHy: TiCO’65 u TiCO, e

Mexannueckasi o0paboTka mopoIika kapOuaa
TUTaHa MPUBOJAUT K YMEHBIICHUIO MUKPOHAIIPSIKE-
Huit kpucrammueckoi pemerku TiC u pasmepos
OKP ¢ 55 no 30 am mist assr TiCO, 450 A U1 (basw
TiCy 45 ¢ yBenMYCHHEM MPOIOIIKUTETBHOCTH Me-
XaHUYECKOM 00pabOTKH, TakK Ke Kak U st TiCO, 180
pazmep OKP nonHmxkaercs, a ypoBeHb MUKPOUCKA-
KEHUN KPUCTALTUYECKON PEIIETKH pacTeT. ITO
CBUJIETENILCTBYET O TOM, YTO B IIPOLIECCE MEXaHUYe-
CKOI 00pabOTKH MPOUCXOIUT HE TOJIBKO M3MEIIbue-
HUE YaCTHI] TIOPOIIKA, HO U YBEIMUYEHUE UX JePeKT-
HOCTH.
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Introduction. The practical significance of non-stoichiometric titanium carbides TiC_ in various fields of
technology and in medicine is expanding. In this regard, it is important to investigate both methods of obtaining
titanium carbide powder and its properties in a wide range of stoichiometry. One of the effective ways to influence
the physical and mechanical properties of powder systems is its mechanical treatment. Under shock-shear action,
which is realized during processing in a ball mill, mechanical energy is transferred to the powder system, as a result
of which it is ground, centers with increased activity on newly formed surfaces are formed; phase transformations,
crystal lattice deformation, amorphization, formation of defects, etc. are possible. The aim of this work is to study
the effect of low-energy mechanical treatment in a ball mill on the structure, phase composition and parameters of
the fine crystal structure of non-stoichiometric titanium carbide powder obtained by reduction of titanium oxide with
carbon and calcium. Materials and methods. Powder of titanium carbide TiC, obtained by calcium carbonization
of titanium oxide was investigated. The powder was treated in a drum type ball mill. The structure of the powders
before and after treatment was studied using the Philips SEM 515 scanning electron microscope. The specific surface
area was determined by the BET method. The phase composition and parameters of the fine crystal structure of
powder materials were investigated by X-ray analyzes. Results and discussion. It was established that an increase
of the time of mechanical treatment in a ball mill of a non-stoichiometric titanium carbide powder TiC , leads to
an increase in the specific surface area of the powder from 0.6 to 3.4 m’/ g, and the average particle size calculated
from it decreases from 2 um to 360 nm. It is shown that in the process of treatment of the non-stoichiometric titanium
carbide TiC , powder, its structural phase state changes. Powder particles consist of two structural components with
different atomic ratio of carbon to titanium: TiC . and TiC . Mechanical treatment of titanium carbide powder
leads to a decrease in the microstresses of the TiC_ crystal lattice and the size of coherently diffracting domains
(CDD) from 55 to 30 nm for the TiC , phase. For the TiC, s phase, with an increase in the duration of mechanical
treatment, as well as for TiC ,, the size of CDD decreases, and the level of microdistortions of the crystal lattice
increases. This indicates that in the process of mechanical treatment, not only the grinding of powder particles
occurs, but also an increase in its defects.

For citation: Sablina T.Yu., Sevostyanova I.N. Low energy mechanical treatment of non-stoichiometric titanium carbide powder. Obrabotka
metallov (tekhnologiya, oborudovanie, instrumenty) = Metal Working and Material Science, 2021, vol. 23, no. 3, pp. 112-123. DOLI:
10.17212/1994-6309-2021-23.3-112-123. (In Russian).
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