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HccenenoBano nomydeHre KOMIO3HIIHOHHOTO IIOPOIIKA TUTAHA, COAEPIKAIIEro TyrolaBkue HanodacTunsl TiN,
C UCIOJIb30BaHHEM DJICKTPOAYrOBOro Mia3MoTpoHa. C MoMOMLIbI0 dIeKTPOHHOro Mukpockona Evo MAL1S (Carl Zeiss)
u audppakromerpa JJPOH-4.0 u3ydeHs! MOp(OIOTHs MOBEPXHOCTH U BHYTPEHHSS CTPYKTYpa YaCTHIl MOPOIIKA,
BBIMIOJIHEH UX PEHTTEHO(A30BBIH aHAIN3, IOCTPOCHA KapTa PAcIpeIeIeHNUs YIEMEHTOB KaK 110 OBEPXHOCTH, TaK U IO
00BbeMy TIOTYYCHHOH KOMIIO3UIUOHHOH JacTuIsl. [Toka3aHo, 9TO HAHOYACTHIIE PABHOMEPHO PACIPE/IETIEHEI IO BCEMY
00bEMy YaCTHI[ THTAHA M TOJHOCTBIO UM IUIAKUPOBaHBIL [loiydeHHBIE TAKUM CIIOCOOOM HAaHOCTPYKTYPUPOBAHHbIE
TIOPOIIKH, HCTIONb3yeMbIC B Ka4eCTBE HAHOMOAM(MHIMPYIOMINX J100aBOK, MOBBIIIAIOT TOMOICHHOCTh PaCIIPe/iCICHUS
TYTOIUIABKHX JJIEMEHTOB IIPH BBOJEC MX B PACIUIaB, 3AIUINAIOT HAHOYACTHUIEI OT HEIIOCPEICTBEHHOTO B3aUMOACHCTBHS
C BHEIIHEH Cpefol, yBeNMHMINBAIOT UX CMaYHBAEMOCTb U CPOKU XPAHCHUS, YTO MOJIOXKUTEIBHO CKa3bIBaeTcs Ha d(dek-
THBHOCTH HAHOMO/IM(PUIIUPOBAHHS METAIIIOB U CILIABOB.

KuroueBble c10Ba: HaHOMOAU(HUIPOBAHKE, KOMIIO3UIMOHHBIN MOPOIIOK, HUTPUJ TUTaHA, CMaYUBAEMOCTb,
CTPYKTypa, IIa3MeHHas 00paboTKa.

BBenenue

B mocnenuue rompl Bce Ooblice MPUMCHEHUE B COBPEMCHHBIX JIMTCHHOM U CBAPOYHOM
MIPOU3BOJICTBAX HAXOIST B KAYECTBA MOJUPHUIMPYIONIHMX TOOABOK MOPOIIKOBEIC KOMIIO3UIIUH,
coJleprKalue TYrolIaBKUEe COCTUHCHUS ¢ pazMepom vactull He O6onee 100 um [1-8]. Creru-
aJBHO IMOJATOTOBJICHHBIC NOOABKU NPHU BBOJC MX B MEPETPETHIH pacIUiaB JOJDKHBI 00JIafaTh
BBICOKOW CMadyMBaeMOCTBIO 1 YCTOMYHMBOCTBIO K pacTBopeHuio [9]. B mporecce HempepbIBHOTO
OXJIQXK/ICHUSI HAHOYACTHI(BI SBJISIOTCS NOMNOJHUTEIBHBIME LIEHTPAMHU KPUCTAILIM3ALUH, CIIO-
cOOCTBYS (POPMHPOBAHUIO MEJKOJIUCIICPCHON TIOOYJISPHOW CTPYKTYpHI ciuiaBa. VcxomHbie
YaCTHIBl TYTOIJIABKHX COCJMHEHHH MMEIOT HU3KYI0 CMAauMBa€MOCTh PACIUIaBOM, BCJIEJCTBHUEC
4ero He MOTYT OBITh d()()EeKTHBHBIMU HEHTPAMH KPHUCTAIUIM3ALNH, TIOATOMY HX HEOOXOIUMO
IUIAKUPOBATh MeTayuiaMu. [[1akupoBaHHe MOXKET OBITh OCYIIECTBICHO Pa3IMYHBIMU CIIOCOOAMHU:
MEXaHUYEeCKUM — B LEHTPOOEKHBIX TUIAHETAPHBIX MEJIbHHUIIAX, IKCTPYAUPOBAHHEM — Yepes3
¢Gubepy B METAJUTHUCCKON 000JI0UKe B BHJE JICHTHI win npyTka [10], mpeccoBaHueM B CIiCIH-
anpHBIX Tpecchopmax [1, 5]. Bo Becex 3THX cnocobax K KepaMHYECKOMY MOPOIIKY JI00aBIsEeTCS
METAJUTMYECKUH MOPOLIOK MM CMECh TOPOIIKOB (HUKEIb, JKEJIe30, XPOM, TUTAH U JIp.), KOTOPbIC
BBIMOJIHSAIOT POJIb MPOTEKTOPOB M YBEJIMYUBAIOT CMauyMBaeMOCTh YacTHil. OHAKO OCHOBHBIM
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HEJIOCTATKOM 3THX CHOCOOOB SIBIIACTCS HEPAaBHOMEPHOCTD PACIIPEAEICHHSI HAHOYACTHI] B 00b-
eMe MEeTallla-CBSI3KH, a TAKXKE HAJIMYUE ra3a, CoJCp KaIlero KUCIOpoa, B KOHEYHOM MPOJYKTE.
Lenbro HacTosAmIeH paboOTHI SABIsIETCS pa3paboTKa W HCCIeI0OBaHHE HOBOTO CHOCO0a IJIaKHpo-
BaHMA YaCTHI] IyTEM MPEABAPUTEIHLHOTO MEXaHUIECKOTO CMEIINBAHHS HAHOYACTHUI] TyTOILIaB-
xoro Matepuana (TiN) ¢ gactumamu cBszyromero Metayuia (Ti) ¢ TOCIeAyIOMHM MOTydYeHHEM
MOPOIIKOBBIX I'PaHyN M JajbHeimed ux oOpaOOTKON B aproH-reJMeBOM IUIa3MEHHOW CTpye
B KOHTPOJIHPYEeMoi aTMocdepe.

MeToauka 3KCIepUMEHTA

B pabore ncnosnbzoBanuck nopomok turtana Mapku [ITOM-2 1 opomIok HUTpUIa TUTaHA.
OmnpenenieHne TUCTOrpaMM OOBEMHOTO M CUETHOTO paclpeleieHUi JacTUll MPOBOJUIOCH Ha
aHanuzarope pasmepoB yactul (0,04-2000 mxm) LS 13 320 (Beckman Coulter). Mopdosorus
U BU3YaJIbHBIH aHAJIM3 MUKPOCTPYKTYPBI YaCTHI[ ONPENEISUINCH C MOMOIIBIO 3JIEKTPOHHOTO
mukpockorna Evo MA15 (Carl Zeiss). Knaccudukanuto gacTuiy mo pasMepaM MpPOBOJWIA HA
BUOPOCTEHE C HCIOJb30BaHWEM HaOOpa aHAIMTHYECKUX CUT. PeHTreHoda3oBbIi aHamM3
00paboTaHHBIX (CHHTE3UPOBAHHBIX) MOPOIIKOB BHIMONHsUICS Ha mudpaktomerpe JIPOH-4.0

C UCTIOJIb30BAHUEM MOHOXPOMATU3UPOBAHHOT'O CuKa-I/I?)J'Iy'-IeHI/IS{.

MaTepl/laHbl H METOAbI

IIpomecc nmomydeHnus rpaHyaIupoBaHHBIX yacTHIl coctaBa Ti—20 macc. % TiN s nx
MOCJIeAYIONIeH MiIa3MeHHOH 00paboTKK BKIIOYAN cieayrolue dtanbl. CHavaa BBLISISIOTCS
YacTHIBl THTaHa Qpakiun MeHee 20 MKM. 3aTeM IOJrOTaBJIMBAETCS MOPOIIKOBOE CHIPHE IS
MOJYYSHHsI TPaHyJl METOJIOM SKCTpY3uH. Jlanmee rpaHynbl KJIacCU(PHULIUPYIOTCS MO pa3Mepam.
Cpenuuii pazmep HaHowacTHll nopomka TiN, MOJy4EeHHOTO IUIa3MOXMMHUYECKHM CHHTE30M,
cocTaBisI 35,8 HM.

I'mcrorpaMMBl CHeTHOTO M OOBEMHOTO PACHpPEICTICHHS BBIIEICHHBIX YaCTUIl TOPOIIKa
TUTaHA 110 pa3MepaM IpeacTaBiIeHbl Ha puc. la, 1b. CpenHuit ux pa3mep cocTaBmi ~ 18 MKM.
CyeTHBIE THCTOTPAMMEI PacTIpeIeNICHNs] YaCTHII TI0 Pa3MepaM MOKA3bIBAIOT HAJIHYHE B ITOPOIIKE
Y4acTHUI] pa3MepaMH MeHee | MKM, 94TO MOATBEpXAAloT (oTtorpaduu oOIIEero BHAA MOPOIIKOB
CO CKaHUPYIOILETo 3JIEKTPOHHOTO MHUKpockona (puc. 1c¢). OTaenbHble YaCTUIBI MTOPOIIKA TH-
TaHa UMEIOT TaHTEeIe00pasHyto Ghopmy.

[lepemennBaHue MOPOIIKOB OCYIIECTBISIIOCH B TEUEHHE 8 4YAcCOB C HCIHOJIB30BAHUEM
BuOpocteHna. Jlanee B MOPOIMIKOBYIO cMech 00aBisuiock 30 % 00BbEMHBIX JI0JIel KIIeeBOTO
CBsI3yIOUIero (MOJMATHIICHITIMKOIS) U EPEMEIINBAIIOCH 10 00pa30BaHUs OJJHOPOTHOM MaccChl.
DTy cMech MPOJABIMBAIN YEPE3 CUTO M3 HEPKABEIOIIEH CTalu ¢ siuelikaMu pazmepoM 200 MKM.
[MosyueHHbIe TpaHyJIbl CYIIMINCh B BaKyyMHOM Iukady npu temneparype 120 °C B TeyeHue
8 gacoB. [locie BBICYIIMBAaHUS WX pacCeMBAN Ha BHOPOCTEHJE C WCIIONB30BaHHEM Habopa
aHATMTHYECKUX CUT. B mporecce pacceBa rpaHyIIbl MOABEPTAINCEH JOMOIHUTEIBHOMY yIAPHO-
CIABUTOBOMY pa3pyIICHHUIO, B PE3YyJIbTATEe YEro IMONYYaUCh TPaHYIHPOBAHHBIC YaCTHUIBI Pa3-
JUYHOTO (PPaKIHOHHOTO COCTaBa. M3 TaHHOTO MOPOIIKOBOTO MPOIYKTA BBLACIAIACH (DPAKIIHS
pasmepom 80—125 mkm. HeoOX0auMO OTMETUTH, YTO IMOCIE OKOHYATEIBHOTO IPOCCHBAHHUS
B COCTaB IMOPOIITKA BXOJUT 3HAYUTEIFHOE KOJHMYSCTBO OoJice MEIKUX YacTHIl. | paHyTupoBaH-
HBIC YaCTHUIIBI, CPOPMHUPOBAHHBIC U3 YIBTPATUCIICPCHBIX YaCTHUI] UCXOJHON MOPOITKOBOH KOM-
MTO3UIINY, IMCIOT HETPaBIIIbHYIO Gopmy. ClleyeT OTMETUTH BBICOKYIO IIOPUCTOCTh ariioMepa-
TOB, KOTOpasi 00yCJIOBJIEHA HE TOJIbKO HEIUIOTHOW YIaKOBKOW MOPOIIKOBBIX YaCTHYEK, HO U
IIOABJICHUEM OOIIOJITHUTECIIBHBIX I'a30BBIX BKJIFOUEHHH B IIPpOHECCE CYIIKU KOMITaKTa.

CunTe3 chepruecKiux MOANMUITMPOBAHHBIX IMOPOIIKOB TUTaHA MPOBOAMIICS C ITOMOIIIBIO
IJIa3MOTPOHA ¢ MEXKAJIEKTPOIHOHN BcTaBkoi (MDOB) momHocThIO 10 50 KBT, ycTaHOBIEHHOM
Ha BOJOOXJIAXTAEMOM pPEaKTOpe, KOTOPBHIH IO3BOJIAI NMPOBOAWUTH OOPabOTKY IMOPOIIKOBBIX
MaTepualioB B KOHTpospyeMoi armocdepe. [Ipn 3ToM HermocpeacTBEHHO Iepe]] BBIXOAHBIM
CEYEeHHEM COIUIA [UIa3MOTPOHA HCIIOIh30BaJIach OJTHOCTOPOHHSSI HHKEKLUS 00padaThiBaeMOTo
TIOPOIIIKa C TIOMOIIBIO TPAHCIOPTUPYIOLIEro rasza. PeakTop mpenBapuTesIbHO PO IyBaliCs aprOHOM
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Puc. 1. Xapakrepuctuku mis yactun Ti mapku [ITOM2 pazmepom < 20 MKM.

a — rICTOrpaMMa 00bEMHOTO PacIpe/IeNICHHs YaCcTHIL 110 pa3mepa,
b — ructorpaMma CYETHOTO PacHpesieIeHNs YaCTHIL IO pa3Mepam,
¢ — Qororpadus oduIero BHaa YaCTUIl CO CKAHUPYIOIIETO JIEKTPOHHOIO MHKPOCKOIIA.
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Puc. 2. DnemenTHblii ananu3 006pabOTaHHOM YaCTHUIIBL,
MOJIyYEHHBIN C TOMOIBIO CKAHUPYIOLIEH 3IEKTPOHHON MUKPOCKOIINHY.

a — a”HaJM3upyeMas JacTula, b, ¢ — pacnpeaecaeHUe 110 IMMOBEPXHOCTU YaCTULBI
Cl)aBI;I TATaHA U (ba31,1 a30Ta COOTBECTCTBCHHO.

B TEYCHHUE IIATH MHUHYT, a 3aTeM 4epe3 15 ceKyH] mociie BKIIIOUEHHMS IIa3MOTPOHA I101aBaJICs
00pabaTbIBaeMbIii IOPOILOK. AProH-TeJHeBasl CMECh HCIOJIb30Bajlach B KAYECTBE OCHOBHOTO
a3Moo0pasyonero rasa. B kadecTBe TpaHCIOPTHPYIOIIEro rasa Juisi BBOJA IOPOLIKA
B IUTA3MEHHYIO CTPYIO M3 J103aTopa HpuMeHsics aproH. O6paboTka rpaHyIHpPOBAHHOTO IIO-
pOIIKa OCYIIECTBIIIIACE TIPH CIEAYIONINX 3HAYCHHUAX PEKIMHBIX ITapaMeTpOB: Pacxo]] OCHOB-
HBIX pabounx razos cocTaBisin G, = 0,4 r/c u Gy, = 0,2 r/c, pacxoa BCIOMOraTeabHOTO rasa
(apron), mogaBaeMoro Ha 3auury aHoga, — G, = 0,14 1/c, Tox gyru — [ = 250 A, Hanpsxe-
Hue — U = 168 B, quameTtp BeIXoaHOTO comna — D= 11 mm.

B pesynpraTe mazMeHHOH 00paboTKH OBUTH MOJTydeHB! ChepHISCKIE YaCTHIBI, MOP(O-
JIOTHS ¥ SIIEMEHTHBIHN aHaJII3 KOTOPBIX MpeacTaBieHbl Ha puc. 2. [1Imind gacTHIsl 1 371eMeHTHBIH
cocTaB WwuTIocTpupyeT puc. 3. CiaemyeT OTMETHTh HAJTMYNE KaK IIIOTHBIX YacTHUI, TaK ¥ YaCTHIL
C HaNW9YMeM BHYTpeHHHX Top. [Ipomecc 0OpaboTKH TrpaHyIHPOBaHHBIX YACTHI] BKIIIOYACT CIie-
JTYTOIITUE STAIIbL:

— HArpeBaHUE TPAHyN O MOMCHTA, KOTJa WX MOBEPXHOCTh HAYMHACT IUIABUTHCS; OJHOBPE-
MEHHO B pe3yJIbTaTe TEIJIOBOTO PACIINPEHUS Ta3 BHICBOOOKASTCS U3 TIOPUCTOT0 00BheMa Jac-
THUIIBI U BBIXOJUT B OKpY’Karolllee NpOCTPaHCTBO;

— IUTaBJICHWE W KOAJICCLEHIINS KOMIIOHEHTOB YJIBTPAANUCIEPCHBIX YACTHI[ M MX BOBJICUCHHE
B PACTYIIHIA CJIOH paciiiaBa Oyaroaapsi CMaudBaHUIO;

— 3aBepIICHHE IUIABJICHHUS TPAHYJIBl MW 00pa3oBaHHE IUIOTHOH cepruecKkoi dJacThIl, 0o
YaCTHILBI C PACHPE/ICIICHHBIMU ra30BBIMU 00BEMaMH.

Heo0xoauMo OTMETUTH paBHOMEpPHOE paclpeieiIeHHE 3JIEMEHTOB, COOTBETCTBYIOIINX
(azam THTaHa W a30Ta, KaK 110 MOBEPXHOCTH YACTHIBL, TaK M MO WX 00BeMy (cM. puc. 2, 3).
Ha puic. 4 mpezncraBiieHbI THCTOTPaMMBI paclpeesieHnss MOANGHUIIMPOBAHHBIX YaCTHIl TUTaHA
mo pasMepaM. PentreHo¢a3oBwlii aHanmn3 oOpaOOTAHHBIX YACTHI] TOKA3aJl HaJU4He MUKOB
(cM. puc. 5), COOTBETCTBYIOUIUX TOJIHKO THTAHY U HUTPUIY THTAHA.

Puc. 3. Mukpodotorpadus nnmmda u d3IeMEHTHBIA COCTaB 00pad0TaHHON YacTHIIEL.

a— H.[J'II/I(b JaCTHULBI, b, C — pacnpeaeneHue 1no 061>eMy YaCTULIBI (baSLI THTaHa U (1)3.3]:1 a30oTa COOTBETCTBCHHO.
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Puc. 4. I'panynomerpudueckuii cocTaB 00pab0oTaHHOTO MOPOIIIKA:

THCTOrpaMMa 00beMHOTO (a) U cueTHOro (b) pacHpeeneHus YaCTHII II0 pa3MepaM.

HMHTEHCHBHOCTS. 0. €.

VYron, 20°

Puc. 5. PentresorpamMma rnosry4eHHbIX 4aCTHLI.
1—Ti, 2—TiN.
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BroiBoabl

HccnenoBan mporiece MOTyYeHUS KOMIO3HIIMOHHOTO TIOPOIIKA, COCTOSIIETo U3 chepu-
YECKHX YACTHIl AUCHEPCHOCTHIO OT 1,0 10 40 MKM, B KOTOPBIX TYrOILIABKUE HAHOYACTHUIIBI
HUTPH/Ia THTaHA PaBHOMEPHO pacIIpe/eNeHBl 0 BCEMY O0BEMY MeTallla-CBS3KH (THTAaHA) U
MTOJTHOCTHIO MM IUTAKUPOBAHBL. VI3ydena MopQoJorus MOBEPXHOCTH, BHYTPEHHSS CTPYKTypa
YacTHIl, MPEJCTABICHBI PE3yIbTaThl PEHTIeHO()A30BOr0 aHAIN3a, IOCTPOCHA KapTa pachpee-
JICHHUS 3JIEMEHTOB KaK II0 MTOBEPXHOCTH, TAK ¥ TI0 00BEMY MOTyICHHOW KOMITO3HIIMOHHO Jac-
Tuipl. J{aHHBI cnoco0 moydeHns MOANGUITMPOBAHHBIX YaCTHII, B TIEPBYIO OYepenb, MOBbI-
I1aeT TOMOTEHHOCTh PACHPE/ICIICHHS TYTOIUIABKUX JJIEMCHTOB IPH BBOJIE B PAcCIlIaB MOTU(U-
[UPOBAHHON YaCTHIIBI, 3allMI[AeT HAHOYACTUIBI OT HEMOCPEICTBCHHOTO B3aWMOJICHCTBUS
C BHEITHEH Cpelol, a TakKe YBEIWIMBACT MX CMAadMBAEMOCTh, YTO TOJOKHUTEIFHO BIHIET Ha
3¢ EKTUBHOCTh MOIUGDUIIMPOBAHUS 1 CBOMCTBA MaTCPHAIIOB.
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