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B ycnoBHsAX KyMyJISTHBHOIO B3pbIBAa Ha TUTAHOBBIX M CTAJTBHBIX MHIICHAX [TOJTYYCHBI TOKPbI-
THS, COIEpIKaIIe BRICOKOTEMIIEpaTypHbIe (Ga3sl 0opunoB Boabppama — W,B u B-WB. Muk-
POTBEPIOCTh B HEKOTOPHIX ydacTkax MutieHu gocturaet >42 ['Tla. [IpoBenen peHtreHogaszo-
BBIIl aHAJIM3 Pa3HBIX YYacCTKOB IOKPBITHIL. 3HAYEHHs IapaMeTPOB 3JIEMEHTAPHBIX SYEeK CBHU-
JETeNbCTBYIOT 00 00pa3oBaHuU (a3 mepeMeHHOro cocTaBa. [IpoBeeHO yTOUHEHHE KpHCTal-
JIMYECKO# CTpyKTYphI B-WB.

KawueBble CJI0BAa: KyMy/JSITUBHBIM CHHTE3, TOKpbITHE, OOpua Boibbpama, W,B,
B-WB, penrtrenoda3oBblii aHaIN3, MUKPOTBEPIOCTb.

Hacrosiast pabora siBIsieTCs IPOI0JIKSHUEM SKCIIEPUMEHTOB TI0 MOJIYUYEHHIO CBEPXTBEPIIX I10-
KPBITUH Ha TUTAHOBBIX TUIACTHHAX C MTOMOIIBIO KyMYJISTHBHOTO B3pbiBa [ 1—5 |. Panee Obu10 mokasa-
HO, 9TO B 00pa30BaHUM CBEPXTBEPILIX (Pa3 W YIPOUHESHUH MOBEPXHOCTH TOJJIOKKH CYIIECTBEHHYIO
POJIb UTPAET YCTPOHCTBO KYMYJIATUBHOTO 3apsijia, & UMEHHO, YTOJI pacTBOpa 0. KOHUYECKO# 00JIHIIOB-
KU KyMYJISITUBHOW BBEICMKH. DTO OKa3bIBACT BIWSHUE Ha CKOPOCTh NBIDKCHUS KyMYJIATHBHOTO TIOTOKA
U, KaK CIIEJICTBUE, HA TEMIEPATyPy U JaBICHHUE B 30HE peakinu. J[pyrumM Ba)KHBIM aCEKTOM SIBISICTCS
npucytcrBue jerkux snemeHToB B, C, N, O, H — yyacTHUKOB peakuuu B3auUMOJEHCTBUS C TUTAHO-
BOH MHIIIEHBIO. MIX MCTOYHUKOM MOYKET CITy’)KUThb MaTepual B3pbIBUaTku (rekcoreH, THT), mubo crre-
[[MAJILHO M3TOTOBJICHHAS OOJIMIIOBKA, HAIOJHCHHAs TpadUTOM, aMMHUAYHON CEIMTPOU, aMOp(HBIM
0opoM miu ux cMmecsimu. B pabote [ 5 | ObLIM UCTIONB30BaHBI OOpCOepkKAIUe OOJUIIOBKH U MOJTyYe-
HbI MIOKPBITHS HA TUTAHE ¢ MUKpOTBepaocThio 10 40 ['Tla.

Lenbro naHHOW PabOTHI SIBJISETCS pEHTIeHOTrpaduuecKoe uccienopanue a3, 00pasyromuxcs mpu
UCIIOJIh30BAaHHKM MHOT'OKOMITIOHEHTHBIX OOJHMIIOBOK, KOTOpPBIE KpoMe aMop(dHOro Oopa copepikar mel-
KOJIMCIIEPCHBIE MTOPOIIKH BOJIb(ppama 1 TUTAHA.

SKCIHEPUMEHTAJIbBHAS YACTb

OcCHOBHBIC XapaKTEPUCTUKH NUCTIOIb30BAHHBIX KyMYJIITUBHBIX YCTPOHCTB M YCIOBUSI IPOBEICHHS
9KCIIEpPUMEHTA aHaJOTMYHBI ONMHUCaHHBIM B [ 2 |. Mcmonb30BaHbl cMECH MEIKOKPUCTAILTMYECKHUX I10-
pomkoB TiB,, B,C, W, Ti u "aeproro” amopduoro 6opa. [Iposenero tpu omeita (A, B, C), 00beMHBIC
COOTHOIICHUSI KOMIIOHEHTOB, MaTeprall MUIICHU M MOJ0KEHHUE MUIIEHH OTHOCHUTEIFHO OCH paclpo-
CTpaHEeHUs] KyMYJISITHBHOU cTpyH (LeHTp wiu nepudepus) ykazansl B Tabuuie. [locie TiarensHOro
HePEeMEIINBAHIS CMECh 3aCHIIAIN B 3a30p MEXKIY IBYMS COOCHBIMH KOHYCaMH, H3TOTOBJICHHBIMHU U3
TOHKOW (pUIBTpOBaNIbHOM OyMaru. Yo pacTBopa KoHyca o0iumoBka (o) coctaBistn 30°. s yBenu-
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Peszynomamor penmeenogazosoco ananuza*®

0 B-WB W,B TiB,
TbIT, Hcxonnas cmech, o o o
MaTepHan MULIECHN oGbeMmuble cootHoweHuns | & b,c, A a ¢ A a ¢ A
Cmcm 14/mem | P6/mmm
A TiB,:B,C:W:Ti:B 3,190(6) | 5,561(9) | 3,036(6)
Ti (BT1-0) 1:1:2:1:1/2:1/2 8,40(2) | 4,756(8) | 3,232(6)
3,072(6)
B W:B 3,175 5,553 —
Ti (BT1-0)** 1:1 8,42 4,723
3,055
C1 TiB,:B,C:W 3,184 5,564 3,035
Ti (BT1-0) 1:2:2 8,409 4,743 3,219
30JIOTHCTBII 3,077
C1 » 3,187 5,550 3,031
nocye nuinoBaHUs 8,408 4,741 3,221
3,073
C1 » 3,18(1) | 5,55(3) | 3,03(1)
YacTHIIA CEPOro LBETa 8,44(4) | 4,74(2) | 3,23(1)
3,04(1)
C2 TiB,:B,C:W 3,161 5,553 3,033
Cranp G-20%** 1:2:2 8,400 4,724 3,195
3,071

* Bo Bcex o0pasiax MpUCyTCTBYET METAJUTMYCCKHIA BONb(GpaM (cM. puc. 2, 3, 4).
** Xumuaeckuii coctaB BT1-0, mac.%: Ti 98,61—99,70; Fe mo 0,18; C o 0,07; Si g0 0,1; N mo 0,04; O no
0,12; H no 0,01; mpoune — 0,3.
*** Xumuueckuit coctaB G-20, mac.%: Fe 98,94—99,43; C 0,17—0,24; Si 0,05—0,17; Mn 0,35—0,65.

YEeHHUs! TOJIIMHBI TOKPBITHA Iaiiobl (nnamerp 20 MM, TOJMIIMHA 5 MM) MOJBEPrajHcCh BO3ACHCTBHUIO
KYMYJISITUBHOT'O TIOTOKa ABaX/bl. LIBET MOKPBHITHH B OCHOBHOM CEpbIH, B OTAEIBHBIX YYaCTKaX MOYTH
yepHbIi. Vckmouenne cocranister obpazerr C1 ¢ 3010THCTON OKPACKOM, HO 1MOJT MUKPOCKOIIOM BHIHBI
OTZENbHBIC BKpaIUIeHNs1 ceporo 1eera. CHUMOK MOBepXHOCTH o0pasua B, caenanHbIil Ha 91€KTPOHHOM
mukpockorie JEOL JSM-6700F, nemoHCcTpupyeT XapakTepHy0 MUKPOCTPYKTYPY HOKpbITH (puc. 1).
OO0pa3np! OblIM U3yueHbl Ha peHTreHoBckux anmnaparax JIPOH-3M u JIPOH-YM1 (CuK,-u3iy-
yenue, Ni-QuibTp) B ooactu yrios 20 ot 20 no 130° npu komHaTHO# TeMmieparype. JJomonHuTenbHO
K 3TOMY OTZeJIbHBIe MUKpoy4acTku oopasna C1 Obum uccienosansl B reomerpun [ebas—Illeppepa
Ha MOHOKpucTambHOM nudpakromerpe Bruker X8APEX mo meromuke, anamorudnoit [ 6 ]. Pentre-
HO(a30BBIH aHANIM3 (PdDA) ObUT TpoBeaeH ¢ ucnonb3oBaHueM kaptoteku PDF [ 7] u mporpaMmbl
- O e Powder Cell [8]. AudpaxrorpaMmmel o0pa3nos A,
B u C mpusenensr Ha puc. 2—4. J{nsg omucaHus
npodpuneil OTpakeHHH HCHONb30BAIN  (YHKLIHUIO
Jlopenua. KoopauHatel aTOMOB M TeIUoBble (hak-
TOPBI OBUIN 3aJJaHbl B COOTBETCTBUM C U3BECTHBIMU
B jutepatype naHusiMu [ 9 ]. Ilpu pacuerax ytou-
HSUIM crienyromue (hakTopbl: KOJMYECTBEHHbBIE CO-
OTHOLICHUS (a3, mapamMeTpbl IEMEHTAPHBIX STUCEK
u npoduibHble mapamerpsl (u, v, w). Kpucramio-
rpaduuecKie XapakTepUCTUKNA 0OHApYKEHHBIX (a3
MIPUBECHBI B TaOIHUIIE.

Puc. 1. Mukpodororpadus oopasia Bl
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MukpoTBepaocTs o0pasioB mo Bukkepcy (Hy) m3mepena Ha [IMT-3 (marpy3ka 50—100 r, BbI-

JIep’KKa 5 ¢) METOJJOM BOCCTAHOBJIEHHOT'O OTIEYaTKa YEThIPEXIPaHHON MUpaMHUIbI ¢ KBaJpaTHBIM OC-
HoBaaneM [ 10, 11]. OOpa3mpl mepex W3MEpEeHHEM IOJMPOBalM Ha KOPYHIOBOH IIIACTHHE [0
R,=0,025 u R,= 0,1 mxMm. Bo Bcex cimygasx 6p110 crenano 6onee 40 oTIeuaTKoOB, THAroHa b KaKIo0-
ro U3 HUX U3MEpsUIM He MeHee TpexX pa3. PesynbraTsl n3mepenus oopasuoB A, B u C1 npexncraBieHbl
Ha puc. 5.

OBCYKJIEHUE PE3YJIbTATOB U BbIBO/IbI

OCHOBHBIM pe3yJIbTaTOM MPOBEACHHBIX YKCIEPUMEHTOB sIBIIsieTCsl oOpazoBanue W,B [ 7, Ne 73-
17671 u B-WB [ 7, Ne 6-541 ]. Cornacuo nansbsM [ 12 ], W,B o0pa3syercs B TeMnepaTypHOM Anamnaso-
He 1200—1600 °C, a f-WB — 1850—1960 °C. Ilpu o6paboTke nudpakrorpaMm Ijsi ONHUCAHHS PO-
¢wmeit orpaxenuit ¢azel W,B MBI ncCmonb3oBasiiM  ClEAYIOIIME CTPYKTYPHBIC XapaKTCPUCTHKU:

I, vmm/c
3500
9 ;'"""'; I,I/IMI'[./C
3000 1 ! ! 14004
2500 ! : 12001
2000 1 : : 1000+
| 1 — p OM——TT7T—TT T T T T |
' . 34 36 38 40 42 44
1500 . . 800 -
1 1
10004 E 600
5004 | 400
0 LR R R R N R R R RN LR 200 LI B B B BN B B N B NN N B B B N N B BN N BN NN B B B |
25 30 35 40 45 50 55 60 65 70 75 80 85 90 25 30 35 40 45 50
20, rpan. 20, rpan.

Puc. 3. Iudpakrorpamma obpasua B1.
Ha Bepxueli kpuBO# BCTaBKM NOKAa3aHO OTHECEHUE OCHOBHBIX
IU(PaKIHMOHHBIX JHHUH 00OHApYKEHHBIM (a3zaM, Ha HIOKHEH —
n3MeHeHue (a3oBOro cocrasa Io riyOouHe oOpasma (T.e. mocie
noBKH 00pasia)

Puc. 4. ludpakrorpamma oopasua C1
¢ pacmmpoBKoii pasoBoro cocraBa
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Puc. 5. Pe3ynbTaThl U3MEpEeHUs MUK-
poTtBeprocTH 1o Bukkepcy oOpasioB
A (a), B (6) u C1 (s).

Ilo BepTHKaIBbHON OCHM J1aHO YMCIIO H3Me-
penuii. [l obpasma C1 mokasaHo m3Me-
HEHHE Pe3yJIbTaTOB IIPH IOCIEI0BaTEINb-
HoMm numdosanuu (I, 11, 1II) Ha ry6Guny
~5 MKM

a=15,561,c=4,756 &, p. rp. 14/mem, W (0,1692; 0,6692; 0), B (0; 0; 0,25) [ 8, Ne 45258 ]. CtpykTy-
pa B-WB B nuteparype He ommcaHa, COrjiacHO JaHHBIM [ 6, Ne 6-541 | ee kpucTtamuiorpaduieckue xa-
pakrepuctuku: a = 3,19, b = 8,40, ¢ = 3,07 &, p. rp. Cmcm. B pabore [ 13 ] ycranoBneHo, uto 3-WB
uzoctpykrypHa ¢asze CrB [ 8, Noe 30603 u Ne 44249 |. Monenb 3TOH CTPYKTYpbl UCIOIB30BAIU MPH
MPOBEACHUN TOJHOMPOPUILHOTO YTOUYHEHHs ¢ momotibio mporpammbl GSAS [ 14 ]. CrapTtoBas mo-
nens Beirsiaena tak: W (0; 0,1453; 0,25), B (0; 0,4360; 0,25), TermoBsie koiebanws (B) ObUIH 3a0aHbI
1 1 2 COOTBETCTBEHHO.

OnwiT A. IlonHonpodunpHOoe yTouHeHHE AM(paKTOrpaMmbl oOpasla A HpPOBEIEHO 10 R, =
= 17,0 %. Ilapametpsl snemenTapHbiX sueek ([1351) oOnapysxeHHbIX (a3 maHel B Tabmuue. MoxHO
OTMETHTb, YTO B onbITe A ncxonHas ¢asza TiB, npakTuuecku He U3MEHMIIACh, MOKHO TOBOPUTD JIMIIb
00 yBeJIMYEHUH Pa3MEpOB 00JacTeil KOTepeHTHOTO paccesiHus (00 ITOM CBUAETENLCTBYET YUIMPEHUE
mudpaknuoHHbIX nukoB). Lnndoanne moBepxHocTH oOpa3na A NPUBENIO K 3aMETHOMY CHHKCHUIO
koimaectBa ¢as3el TiB, (cM. BcTaBKy Ha puc. 2).

Wzmepennst MUKpOTBepAOCTH Hy TIOKA3aly, YTO JUIs maiobsl A cpenHee 3HaueHne Hy ~ 15,68 I'Tla,
MpPH ATOM Ha OTNEIBHBIX ydacTKax 3HadeHus: mocturand 42,01 I['Tla (cm. puc. 5). CormacHo jautepa-
TypHBIM JaHHBIM [ 12 ], MukpotBepaocts W,B coctaBnser 23,72 I'Tla, a TiB, — 33,32 I'Tla. 3unaue-
Hust Hy uist 3-WB MBI B JOCTYITHOM JInTeparype He oOHapykuiy, aist o-WB (TerparonansHast Moau-
(ukanus) oHo cocrasmuseT 36,26 ['Tla.

OmnbiT B. TlomHompodunsHoe yTouHeHme mudpakTorpaMmbl obpasma B mpoBemeHo o Rp =
= 8,04 %. Ha puc. 3 moka3aHo OoTHeCEHHE OCHOBHBIX IH(PPAKIIMOHHBIX OTPaKEHHI OOHApYKEHHBIM
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kpuctammdeckuM (aszam. [locne mumposanus obpasua Gpa3oBeiii cocTaB MPAKTUYECKU HE MEHSETCS,
00 TOM CBHIETENIECTBYET CPAaBHEHNE KPUBBIX HA BCTaBKE pHC. 3.

B stoMm ke ombiTe Ha mepudepur pacnoiaranach CTajdbHas MHIICHb, HO Ha Hell OOHapy)KeHBI
umib creast has3sl B-WB.

Wsmepenns Hy maiiosl B moxazanu pa3zdpoc 3nauenwii ot 3,86 no 14,59 I'Tla (cM. puc. 5). Hy ma-
Tepuaa NoANoXKKH (TutaHoBbli crutaB BT1-0) cocrasmusier 3,11 I'Tla, T.e. mocne KyMyIsSTHBHOM oOpa-
OOTKHM MHKPOTBEPIOCTH MOBEPXHOCTH 0Opa3ia B ysenmmuunnaces B 3—4,5 pasa.

Taxum 00pa3oM, B HACTOSIIEH paboTe B YCIOBUIX KYMYJSITUBHOI'O HAaHECEHHSI TIOKPBITHH Ha TH-
TAHOBBIC U CTaJbHBIC MUIICHH MOJIyYeHBI BBICOKOTEMIIEpaTypHble (a3bl 6opuaoB Boiabppama — W,B
u 3-WB. [NomHonpodunbHOe yTOYHEHHE TU(PPAKTOrpaMM IOKa3aio, YTO MOJyYeHHbIe (a3bl HMEIOT
TIepeMEeHHBIN COCTaB.

OmnbiT C. POA ob6pasioB C1 n C2 mokazanr HISHTUIHOCTh UX (Da30BBIX COCTABOB: OTJIMUUS 3a-
KIIIOYAKOTCS JIMIIh B UX KOJUYECTBEHHBIX COOTHOIIeHUsx. Ha mudpakrorpamme odpasiia C1 orpaxe-
HUS, OTHECEHHBIE K 3-WB, IMer0T caMyro BBICOKYIO OTHOCHUTENIbHYIO0 HHTEHCUBHOCTh CPEH BCEX M3Y-
YeHHBIX 00pa3ioB (cM. puc. 4). [TonHonpodmibHOE yTouHeHHE poBenieHo 10 Rp = 4,07 %. [Ipu sTom
koopauHata y/b atoma W B ctpykrype B-WB Obuia paBna 0,162. YTouHeHue mo3uiuii atoMoB B He
MIPUBEJIO K 3aMETHBIM M3MEHEHHSIM 0 CPABHEHHIO CO CTaPTOBOM MoJenblo. K TakuM ke pe3ynpTaram
MIPHUBEIIO MCCIICJIOBAaHNE MHUKPOYUYACTKOB OTKOJIOTHIX ¢ TOBepxHocTH oOpasia C1, mpoBeneHHOE Ha
mudppakromerpe Bruker X8APEX. Bcero Obuio m3ydeHo 4 dacTuilpl ¢ pasmepoMm ~0,2 MM, B3STBIX
B OTVIMYAIOIINXCS APYT OT ApyTa Mo IBeTy obmacTsx. POA naHHBIX YacTHIl TTOKa3all, YTO OHH UMEIOT
OJIMHAKOBBIN (Pa30BBI cOCTaB, OJTHAKO C Pa3HBIM KOJIMUYECTBEHHBIM cojiepkanueM ¢a3. Hanbombinee
comepkaHue WHTepecytomeil Hac ¢a3bl B-WB O0buto 3adukcrupoBaHo B dacTHIle ceporo Isera. Ha
puc. 6 npuBeaeHa 2D-nebaerpaMma U pe3yibTaT MOJHOMPOPHILHOIO YTOYHEHHUSI COOTBETCTBYIOLICH
OTHOMEpHOU mudpakTorpaMMbl. Pe3ymbTaTtel yTOdHE-
Hus 1195 maner B Tabmune. Ha puc. 7 mokazana yTod-
HEHHAas MOJEINb KPUCTAIIMIECKON CTPYKTYpHI B-WB.

cti noBepxHocth obpasna C1 (cm. puc. 5, ). Kaxnprii

O ‘e
N— UW
[IpoBeneHo mociioliHOE MU3MEPEHHE MUKPOTBEPIO- O % O
®

Puc. 7. Kpucrammueckas ctpykrypa -WB
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pa3 ¢ moBepxHOCTH oOpasna COomUpOBLIBAIA ~3—4 MKM W TPOBOAWIIN TIOTUPOBKY. 3HaueHus Hy
MEHSIOTCSI B IUPOKOM Auamna3zoHe — oT 3,24 mo 26,10 ['Tla, mo HampaBieHHI0 K METALTy B IIEJIOM
TBEPJIOCTh TTOBEPXHOCTH YBEIUYNBACTCS. MUKPOTBEPIOCTh MaTepHaia MOUI0KKHU (TUTAaHOBBIN CIIJIaB
BT1-0) cocraBmser 3,11 I'Tla. Takum o06pa3oM, OTHOCHTEIHFHO THTAHOBON TOMJIOKKH ITOBEPXHOCTH
obpasia crana TBepKe HE MeHee ueM B 6—8 pas.

Cpasuenne 1951 a3z W,B u B-WB, o6pazoBaBmuxcs B skcriepumenTax A, B u C, ykaspiBaeT Ha
HEIIOCTOSIHCTBO MX COCTaBOB. YKa3aTh TOUHBIN COCTAaB 3TUX (a3 HE MPEJCTABISICTCS BO3MOXKHBIM, TaK
KaK B peakIisaxX HapsIy ¢ MeTaJUlaMi y4acTBYIOT ApyTue Jierkue aiaemeHTs — C, N, O.

PaboTa mognepxana MexxIuCIUTTMHAPHBIM HHTETparinoHHBIM mTpoekToM CO PAH Ne 32 2009 r.
"JlnHaMuKa CTPYKTYpPHO-(DA30BBIX COCTOSIHHN W (pyHIaMEHTaJIbHBIC OCHOBBHI CHHTE3a HAaHOKOMIIO3H-
TOB B KYMYJISITUBHBIX TTOTOKax".
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