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BBepeHue

Hacrosimee uccnenoBanue BoimosiHeHO 1o ipoekty MHTL] CORPHAD st yrounenus
(Ga30BbIX JOUarpaMM CHCTEM Ha OCHOBE KOpPUyMa M MPOAYKTOB €ro B3auUMOJICHCTBUS C
matepuanamu ADC. Hanuume nocroBepHoi uHMopmanuu o (a30BbIX PaBHOBECHSX B TaKHUX
CUCTEMax B 3HAUUTEIbHOU CTENEHHU ONpeessieT BO3MOKHOCTh KOPPEKTHOIO MTPOrHO3UPOBAHUS
(U3HKO-XMMHYECKHUX IIPOLIECCOB B aBAPUIHOM pEaKTOpPE NP pa3orpeBe U IUIABJICHUU aKTUBHOMN
30HbI, ()OPMHUPOBAHMM M SBOJIIOLMM BaHHBI pacijlaBa, B TOM 4YHCIE IPU B3aUMOJEHCTBUU
paciiaBa ¢ MarepuajaMi, OrpaHUYHMBAIOUIMMH €ro IMPOCTPAHCTBEHHOE MOJIOKEHUE. AHaIu3
CTENCHU M3YYCHHOCTH BAXKHBIX JUIS MOJCITUPOBAHUS TSDKENbIX aBapuil (a3oBbix auarpamm /1/
MTOKa3bIBAET, UTO UMEETCSl 3HAUUTEIbHOE KOJIMYECTBO CHUCTEM, SKCIIEPUMEHTAIIbHBIE JIJaHHBIE IO
KOTOPBIM HEJIOCTATOUYHBI JUIsl IOCTOBEPHOIO MOCTPOEHHUSI (Pa30BOM AUArpaMMBl.

B umcrne 6a30BBIX CHCTEM, KOTOpBIC peHIAlOMMM O00pa3oM CKa3bIBAIOTCS HA HAJACKHOCTH
onpeneneHuss (azoBBIX COOTHOIIEHWH BO BHYTPHUKOPIYCHOM KOpHYME, CIEIyeT OTMETHTh
MeTaIOOKCHIHYI0 cucteMy U—Zr—-O um B 4acTHOCTH Te€ €€ KOHIICHTpAaIMOHHBIC 00JacTH,
KOTOPBIE COOTBETCTBYIOT XapaKTEPHOMY JUIsl PEaKTOPHBIX YCTAHOBOK KaTHOHHOMY COCTaBY M
KOHIICHTpalu kuciopona. HMccrmenoBanue dTUxX oOJiacTeld B COCTOSIHMH, OJIM3KOM K
PaBHOBECHOMY, BO3MO>XHO TOJIBKO B MHEPTHOM aTtmocdepe, uiu arMocdepe ¢ peryampyeMbiM
MapryaibHbIM JaBICHUEM KHCIOPOJd, W TOJBKO MPU MPUMEHEHUU XOJIOAHOTUTEIHHOW WIIH
ABTOTHUTIEJIbBHOM TEXHOJIOTUX BBUIY YPE3BBIYAHHO BBHICOKOM XMMHYECKOW aKTUBHOCTH PACIIaBOB
B HMHTEPECYEeMOW KOHIICHTPAIMOHHONW obnactu. IlomMuMO paccMOTpPEeHHBIX OCOOEHHOCTEH,
JaHHAs CHCTEMa CKJIOHHA K pacciauBanuto /2/. Tlociennee 00CTOSTENBCTBO CHIIBHO YCAOXKHSCT
KaK TEXHUKY MPUTOTOBJICHUS pacIjlaBa ¥ MAHUITYJISIITUU C HUM, TaK U METOJIUKY MCCIICIOBAHUS.
[TosToMy wmMeroluecs 3KCIEpUMEHTaIbHbIE JaHHbIE, OCOOCHHO B 00JIACTH pacciauBaHMS,
BECbMa OIPaHMYCHHBI M 3a49aCTYI0 MPOTUBOpeunBsI (/2,3/).

[lenpro pabOTHI SBIISLIOCH 3KCIIEPUMEHTAIBHOE OIPEACICHUE TeMIICpaTyp JIMKBUIAYC H
COJIMIYC PEKOMEHJIOBaHHBIX Kojurabopatopamu npoekra CORPHAD kommoswmwmii, a Takke
OTIpe/IeIeHNEe COCTaBa COCYIIECTBYIOIIMX JKUAKOCTEH B KyroJie pacciamBanus. Kpome Toro,
M3yYaIUCh 0COOEHHOCTH KPUCTAJUTM3ALNH PACTUIABOB MTPH PA3IMIHON CKOPOCTH OXJIAXKICHHS.

Kak yxe ynomuHanoch, OCOOEHHOCTH HCCIEIyEeMOW CHUCTEMbl OTPaHUYKBAIOT
MPUMEHEHHE TPAAUIIMOHHBIX METOJOB TEPMHUYECKOTO aHajau3a. 3HAYMTEIIbHOEC BHHUMAaHHUE U
ycwius  ObLTM  yIeJeHbl — pa3paboTKe  NPEAMETHO-OPHEHTHUPOBAHHBIX  METOJMK |
COOTBETCTBYIOIIUX JKCIIEPUMEHTAILHBIX YCTaHOBOK. HoBbIe opuruHambHbie METOAMKH /4, 5/,
opn  pazpaboranst B HUTU m B UXC PAH. Ux omnucanme, BMecTe ¢ ONHCAaHUEM
COOTBETCTBYIOIIMX YCTAaHOBOK, MPEACTABICHBI B oTUeTe. J[JI1 OrpaHMueHHOTO psijja COCTAaBOB U
CBOWCTB y/JaJOCh BBIMOJHUTh HM3MEPEHUS C HCIIOJIh30BAHUEM KIIACCUYECKUX METOJIOB U
YCTaHOBOK, PE3YJbTATHI KOTOPHIX IMOTBEPKAAIOT COCTOATETLHOCTH METOJIOB.

JIisi mpenBapuUTENbHON OIICHKM PAaBHOBECHOTO COCTaBa MCCIEAYEMBIX KOMIIO3HUIUN U
COTIOCTABJICHHSI JTHUX PE3yJAbTAaTOB C OJKCIIEPUMEHTAIbHBIMU JaHHBIMH OBUIA TPOBEACHBI

TEPMOJAMHAMHUYECKUE DPACUYEThl C HUcmonb3oBaHueM mporpaMMbl GEMINI-2 u Ga3er maHHBIX
NUCLEA-05.



1. O630p ony6IMKOBaHHbLIX paboT

Cucrema U-Zr-O u3yyanack MHOTUMH aBTOPaMH, HO, K COXKaJICHHIO, TAHHBIC, KaCAIONTUECS
9TON CHUCTEMBI, BEChMa MPOTHUBOPEYMBHI. B ymTeparype omyOnMKOBaHBI HECKOJIBKO (ha30BBIX
KBa3MOWHAPHBIX TUArpaMM, OTHOCSIITUXCS K PA3JIMYHBIM CEYEHUSM STOM CHCTEMBI.

Heckonbko paboOT TOCBSIIEHO MCCIIENOBAHUIO JTOCTATOYHO Y3KOM 00yacTd, BOJIM3U
ceuerniit UO, — ZrQp 43 (puc. 1.1.) /6/, UO, — ZrOgs4 (puc. 1.2) /7 u UO, — ZrOg 51 (puc. 1.3) /8/.

2600 T T T 1 7 77
. . 7/
Two liquids ';///

2400 @ pm————————— —/—c\ < ]
@i 2200 \\ ’,5 -
% L +(U,Zr)O0,, \\ S
§ 2000 \' = A
G_) N
S 1800 N
GE) \
= 1600 a - Zr(O) + (U,Zn)0,, o

1400 _

1 1 1 | 1 | 1
0 40 60 80 100
ZrOy 43 uo,

UO, (mol%)

Puc. 1.1. ®a3zoBas quarpamma cucrembl Zr Og 43 - UO, no 1aHHbIM padoTsi /6/
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Puc. 1.3. ®a3zoBas quarpamma ZrQOgs; - UO, o nanHbIM padoTsi /8/

W3BecTHa Tarke paboTa, MOCBSIIEHHAS H3YYCHHUIO KBa3uOuHapHoro paspesa Zr-UO, /9/, B
KOTOPOH TarKe MpEeroaracTcs CylmieCTBOBaHUE KYITOJIa PACCIanBaHU B KOHIICHTPAMOHHOM
unrepsaie ot 19 no 80 moi. % UO; (puc. 1.4).
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Puc. 1.4. ®a3oBasi nuarpamma ncepaoounapaoro ceuenusi Zr-UO; mo nanubiM pa6otsi /9/
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Hwmeercss HEKOTOpOE BHIMMOE TMPOTHBOPEYHE B BOIPOCE O CYIIECTBOBAHUH PACCIOCHUS
KHUIKON (ha3bl B pacIlIaBICHHOM HEOKHCICHHOM KopuyMe. Tak, Ais psija INceBIOOHMHAPHBIX
maarpamm Mexay UO; u a-Zr(O) ¢ pasmuuHO# CTENEHbIO OKHUCICHHOCTH IUPKOHHS
MPEIoaracTcs paccioeHUe paciulaBa MpH TeMmIiepaType MOHOTeKTHKH okojio 2400°C (pwuc.
1.1.), X0Tsl IO pe3yJabTaTaM, MOJYYCHHBIM MPU U3yYCHUH KUHETUKH PACTBOPEHUS OKCHA ypaHa
B PACIUIaBICHHOM IIMPKOHHUH, PACCIIOCHHUE XKUAKOH (a3bl He oOHapyxeHo /7/ (puc.1.2.). OqHako
B Oosiee panHeit pabote /8/ TlonuTrC mpeamonaran paccianBaHhe B KBa3MOMHAPHOM CEYCHUH,
OIM3KOM K paccMaTpuBaeMoMy B pabote /6/. DTO MPOTHBOPEUUE MOXKET OBITh CBS3aHO C TEM,
YTO MPH OYEHb PE3KUX IPaHUIAX KYIOJa pacclauBaHUs Jaxe HeOOJBIIOE CMENIEHHE COCTaBa
MOYKET MPUBECTH K BBIXOY M3 001acTu pacciauBanus (puc. 1.5).

O

T=2500°C

U 20 40 60 80 Zr
Mo, %

Puc. 1.5. ITosicHeHHusl K 3KCIEePUMEHTAILHBIM JaHHBIM, MOJIy4eHHbIM B padoTax /6-9/

K HacTosiiieMy BpeMeHH HanOoJblIee KOJIUYECTBO padOT MOCBSIIEHO U3YYEHUIO JBONHOMN
cuctembl UO2-ZrO, (cm. puc.1.6-1.12) /10-17/, oTBeuaromieid 1Mo CTENEHH OKUCICHHOCTH
LUPKOHUS TPENEIbHOMY COCTOSHUIO pacIUlaBI€eHHOro Kopuyma. B stux paborax Obuio
IIOKA3aHO, YTO IPU BBICOKUX TEMIIEpaTypax MEXAY OKCHJAMH ypaHa U LMUPKOHUS CYIIECTBYET
HEIpEepbIBHAS B3aMMHAsl PACTBOPUMOCTh. B CBSA3M € BaXXHOCTBIO PacCMaTpPUBAEMOI0 CEUYEHUs
sl aHanmu3a (Pa30BBIX COOTHOIIEHWH B TpoitHOU cucteme U-Zr-O nanee mpUBOAATCS BEPCHH
(a30BbIX JUarpaMm ¢ KOMMEHTapHUIMH.
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Puc. 1.6. ®a3zoBas quarpamma UO,-Zr O, no 1aHHbIM padoTs /10/

[lepByro Bepcuio paBHOBeCHOH (a3oBoit quarpammbl cucteMbl UO,-ZrO, mpemioxuim
JlamGeprcon u Mromtep /10/ (puc. 1.6). Ucxoaubimu marepuanamu ciyxmin UO, 4ucToToH,
oonee yem 99.9%, u BwIcOKOUMCTHI ZrO,. CHpeccOBaHHBIE CMECH OKCHJIOB OTKHTAIU B
anexktpuyeckorr meun (¢ atmoceport Hz) B Temmeparyprom wunHTepBaie 1600-1750°C.
HexoTopble cmecn mojBeprajii MOBTOPHOMY TEPETHPAHHIO, MIPECCOBAHUIO M OTXKUTY JIO0 TpeX
pa3. MccnenoBanus mpoBOAWINCh MeToamMu PDA u xumuueckoro ananmuza. B cucreme UO,-
ZrO; HOBBIX COEIWHEHWH HE OOHAPY)KEHO, a BBISBICHBI OOIIMPHBIE OOJIACTH TBEPIBIX
pactBopoB. bbputo ycTaHOBIeHO, 4YTO KyOWMYeckuid TBepablii pactBop Ha ocHoBe UO;
npoctupaercs BIUIOTh 0 53 moi. % ZrO,. I[lapaMeTpsl pemieTKd 3TOro TBEPAOTO PacTBOpa
usMenstoTca oT 5.46 1o 5.32 A B 3aBucumocTu oT yBenudenus cogepxkanus ZrOp. I'paHuibl
CYIIECTBOBAHMSI TETPAaroHAIILHOTO TBEPIOTO pacTBopa Ha ocHOBe ZrOp, MO0 MHEHHIO aBTOPOB
pabote, sexar B mpeaenax or 53 go 100 mom % ZrO,. B pabore BbICKa3bIBacTCS
npennosioxenue, uro ZrO; umeer nmonuMophHyO (GOpMy, OTIUYHYIO OT MOHOKIMHHOW WIIH
TeTparoHaJIbHOM, ipu Temmepatype Boie 1900°C.

[lonbITKa YTOYHHUTH BBICOKOTEMIIEPATYPHYIO YacTh CyOcoauaycHoi oOnactu Oblia
npeanpunsita B padore /11/. Cmecy okcumoB UO; u ZrO, mpeccoBaid B BBICOKOIUIOTHBIE
TabNeTKn 1 HarpeBaiu B atMocdepe aprona npu 2300°C B Zr TUrsX, 3aKaiKy TPOU3BOIMIH JI0
KOMHaTHOW  TemmepaTypbl. OCHOBHBIM  METOJAOM  HCCIeAOBaHUS  ciyxmwi  PDA
(BbICOKOTEMITEpaTypHBIH Audpakromerp Seiger). [lo MHEHHIO aBTOPA, TPUHIUITIHATIBHO HOBBIMH
O0COOCHHOCTSIMHM JTHarpaMMbl, 10 CPaBHEHHIO C JaHHBIMU paboThl /10/, sBHSIOTCS HamMuYUe
HENpephIBHOIO TBepaoro pacteopa Beime 1950°C u  cymiecTBOBaHWUE TPAHUIBI MEKITY
TETParoHaIbHOW U MOHOKIMHHOHN (azamu ZrO, (puc. 1.7). ABTop 0OHApYXUJ, YTO B CHCTEME
UO,-ZrO; mpu 2300°C cymecTByer romorenHas (asa, npoctuparomiasics ot 0 mo 100 momn. %
ZrO,. Kpucrammudeckasi CTpyKTypa 3Toi (ha3bl U3MEHSETCS HENPEPhIBHO OT KYOWYECKOW st
UO, no terparonansHoit s ZrO.. Ilpu Temmeparype Bbime 2300°C crpykrypa ocraercs
KyOnmdeckoit st oOpas3noB ¢ coxepxkanueM ZrO; 53-54 momn. %, a ¢ OonmpIuM copep:kaHueM
ZrO, — TeTparoHaIbHOM.
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Puc. 1.8. ®a3oBas quarpamma UO,-Zr O, no 1aHHBIM padoTs /12/

Cucrematudeckoe wuccienoBanue cyocomumaycHoir ooOmactu cuctembsl UO,-ZrO, 0Obu10
npoBeeHo DBaHcoM B padote /12/. [Tpu moctpoeHun ¢Ga3oBoi quarpaMMbl DBaHC OMUPANICS Ha
HEKOTOpHbIe TaHHbIe paboThl /10/ 1 Ha CBOM 3KCIIEpUMEHTABHBIC JaHHBIE. B KauecTBE MCXOIHBIX
KOMIIOHEHTOB CIIYyKWiK BbicokouucThii UO; U HecTaOMIM3MpOBaHHAs MOHOKIMHHAs (opma
ZrO; (cBobomHast oT okcuaa Kanbius). CMecH JaHHBIX OKCHJIOB IPECCOBAIM B TaOJNCTKH U
IUIABWIIM B aTMoc(epe refiusi B COJIHEYHOW MEYH, MOCIE Yero MOJrOTOBJICHHBIC TAKUM 00pa3oM
00pa3ibl BBIIEPKUBAIIM B TeYax ¢ renueBoid atMocdepoit B reuenue 250 4. mpu 1350°C. Tlocne
yero o0Opasisl oxnaxaanud Bmecte ¢ neybio ot 1350°C mo 1100°C (3a 15 mun.), ot 1100°C 1o
900°C (3a 29 muH.) u ot 900°C g0 700°C (3a 62 muH.). OKOHYATETHLHO 00pPa3Ibl YIAISIIUCH U3
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neun mocie 18 wacoB ¢ Havajma OXJaxIeHHA. MeEToIOM HccieoBaHus ciyxun POA
(mbpakromerp  Norelco, Cuk -usnysenme). B cucreme UO,-ZrO; moarsepkaeHo
CYIIECTBOBaHHE OOIIMPHBIX 00JIACTEH TBEPABIX PACTBOPOB HA OCHOBE KaXKJIOTO KOMITIOHEHTA U B
BBICOKOTEMIIEPATYpHOH 00JIaCTH OKOJIO HBTEKTUKUM OOHapyKeHa O4YeHb Yy3Kas JByXxdas3Has
obmacte (puc. 1.8). Tsepaple pacTBOpBI: T'PAaHCUECHTPUPOBAHHBIH  KyOMUYSCKHU H
TPaHEIICHTPUPOBAHHBIA TETPArOHANBHBIA COOTBETCTBEHHO Ha crtopoHax UO., u  ZrOs
paBHOBecHOW jauarpammbl. [lpu Temmeparype Hike dBTektnueckon (2550°C) B UO,
pactBopsiercst okojo 45 mon. % ZrO,; u naotopot. [Tpu 1350°C pactBopumocts ZrO; B UO;
yMeHbIIaeTcss U ctanoButTcs MeHee 15 moun. %. TerparonansHas popma ZrO, He MOKET OBITH
crabmmmsupoBana nobasinennemM UQOy; mepexos terparoHanbHOU (a3l ZrO, B MOHOKIMHHYIO B
oOoraieHHOM TBEpJOM pacTBOpe HMeeT MecTo B uHTepBasie Temmnepatyp ot 940°C no
KOMHaTHOM.
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Puc. 1.9. ®a3zoBas quarpamma UO,-ZrO; mo ganubiM padot /13, 14/

Astopamu pabot /13, 14/ mnpennoxena muarpamma coctosHus cuctembl UQO-ZrO,,
omimnyaroniascs ot Bepcuit /10/ m /11 mpotrsikeHHOCTHIO nIBYX(dasHoit obmactu (puc. 1.9).
Cucrema wm3ydeHa Ha oO0pasiax, MPUTOTOBJICHHBIX IUIABIIEHUEM B JIJIEKTPOIYrOBOW TIEYH B
atMocepe XUMHYECKHM YHUCTOTO aproHa CIPECCOBAHHBIX CMECeld MOPOIIKOB OKCHJIOB.
[InaBnenble 00pa3ubl HOJBEPrajvchb OTKUTY B I€YM C BOJILQPAMOBBIM HarpeBareieM u
3aKaJSUIMCh BBHIOPACHIBAHMEM KX W3 30HBI HArpeBa Ha BOJOOXJIAXKIAEMBIA TIOIJIOH TICUH.
Hanbosiee mone3HBIM ISl YTOYHEHHUS AMArpaMMbl COCTOSIHHS OKA3aJICsi MUKPOCTPYKTYPHBIN
aHaM3, JOMOJHUBIINKA JaHHBIE PEHTreHO(a30BOr0 aHalW3a, OCOOCHHO B o0macTH, OoraTtoi
ZrO,. Pesymbratel PDA, nomonHEHHBIE MUKPOCTPYKTYPHBIMH HCCIEIOBAHUSMH, ITO3BOJIMIN
MoKa3aTh, 4YTO OOJACTh CYIIECTBOBAHUS [BYX TBEPIBIX pPACTBOPOB, TETPArOHAIBHOTO H
Kyomdeckoro, mpoctupaercs ot 13.5 mo 86 mon. % ZrO, mpu temneparypax ot 100 mo 1400-
1500°C u moyTH HE 3aBHCHUT OT TeMIepaTypbl. METOIOM IMIATOMETPUU OBUIA ONpEICICHEI
TeMIepaTypbl TOJUMOP(HOTO TIPEBpAIlCHUsT TBEPIBIX PAaCTBOPOB HAa OCHOBE JHOKCHIA
IUPKOHMSI, O0O0yCIIOBIIeHHOTO TmepexogoM ZrO, W3 MOHOKIMHHOW  MOIUUKAIMA B
TeTparoHabHyl0 U oOpatHo. UQO; cHmkaer Temmeparypy HOJIMMOP(HOTO TpeBpamieHHs
mrokcuaa mupkorus ot 1040°C mis uncroro ZrO; no 140°C mns oOpasma, comepskamiero 14
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Mout. % UQO,. YTouHEHBI IpaHUIBI CYIIECTBOBAHHUS TBEPIBIX pacTBOpoB. lIloarBepikieHO, YTO
UO, obpasyer ¢ ZrO, HempepbhIBHBI psia TBEPIABIX PACTBOPOB, HMMEIOMIMX KYOHUYECKYIO
crpykrypy UO, B mnTepBane konueHrpamuid ot 0 mo 51.3 mon. % ZrO; u TerparoHaabHYIO
crpykrypy ZrO, — B muTepBaie koHmeHtpauuii ot 51.3 mo 100 moin. % ZrO,; mmwke 1675°C
TBEPIBI PacTBOp pacmajaeTcs Ha JaBa pactBopa — oauH, Oorateiii UO,, mpu KOMHaATHOM
temrieparype coaepxamuii 13.5 moin. % ZrO,, a npyroi, Oorateni ZrO; — 86 mon. % ZrO,.
Ho6aBka UO; K IHOKCHIy IUPKOHHUS CHIDKACT TEMIIEPATypy HOJUMOPGHOTO MpPEeBpALICHHS
ZrO,, omHAKO, CTAOWIM3UPOBATH TETparoHaIbHYr0 Moaudukanuio ZrO, JIHOKCHIOM ypaHa
MPAKTUIECKH HEBO3MOXKHO, T.K. mpu 100°C TeTparoHaNbHBIN TBEPABIH PAacTBOP paclagaeTcs
oOpa3oBaHueM MOHOKJIIMHHOH ZrO5.
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Puc. 1.10. ®a3oBas quarpamma UO2-ZrO; o nanHbIM padoTsi /15/

B pabore /15/ mpemioxken BapuanT ¢a3oBoii auarpammbl UOp-ZrO, Ha OCHOBaHUHU
COOCTBEHHBIX JIaHHBIX, MI03aMMCTBOBaHHbIX U3 padoT /11/ u /14/ B TBepmoda3Hoii 00IacTh HIKE
1200°C u NMUKBHIYCHBIX TOUYEK M3 HeomyOnaukoBaHHBIX maHHbXx Wisnyi L.G. (Knolls Atomic
Power Laboratory). McxomusiMu matepuanamu ciayxuan UO,, mosrydeHHbIH BOCCTAaHOBICHUEM
UO;3, u ZrO;,, cBoboansiii ot HfO,. CripeccoBanubie cmecu okuranu mpu 1725°C B atmocdepe
BOJIOpoJia 10 oOpa3oBaHus TBepAbIx pacTBopoB UO,-ZrO,. 3arem m3Menbyaiv, MPeccoBaIA B
TabJIeTKH W BBIJIEpKUBaTU B TedeHue 72-110 u mpu 1725-1750°C B aTmocdepe Bomopona.
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CuHTE3MpOBaHHBIC TAOJIETKHU MOJIBEPTaI OTKUTY B TemnepaTypHoMm uHTepBasie 1200-2100°C u
3aKkajKe. MUKPOCTPYKTYPHOE M PEHTI'CHOBCKOE HCCIeNOBaHHE OOpas3loB, OTOMXOKCHHBIX IPH
OoJiee HU3KUX TEMIIepaTypax M 3aKaJeHHBIX OT 3TUX Temmeparyp (1875-1600°C), mo3Boimio
OTpaHUYUTh JABYX(a3Hy0 005acTh, B KOTOPOM CYIIECTBYIOT JBE TETparoHaJbHblE (a3bl C
pasHbIMHU Tlapamerpamu pemeTkd. OmHa w3 HuX, Ooraras UQO,, mMeeT TEKCTYpHPOBAHHYIO
CTPYKTYpY, BTOpasi — paBHOOCHYIO, HETEKCTYPHPOBAHHYIO. DTH JaHHBIC O CTPYKType 00pa3ioB
OTIPOBEPTAIOT JaHHBIE IPYTUX HccienoBareneid o ToMm, urto B cucteme UO,-ZrO, mpu BeICOKOH
TEeMIepaType CYIIECTBYET HENpPEPhIBHBIA TIepexo] oT Kyoudeckoit crpykrypel UO;
TeTparoHanbHoOu cTpykType ZrO; (puc. 1.10).

dazoBas jguarpamma cucteMbl UOp-ZrO, mo MHEHHIO aBTOpoB paboTel  /15/,
XapaKTePU3yeTCs CIETYIOIUMH 0COOCHHOCTSIMU:

1. CymectByer Tpethsi monumopduas  momupukamus  ZrO, ¢ KyOMUYecKoW
rpaHenieHTpupoBanHol pemetrkoi; B cucreme UO.-ZrO, mpu T>2300°C obpasyercs
HenpepbIBHBIN TBepablil pactBop oT UO; no ZrO, ¢ kyOM4eckoi CTpyKTypO.

2. Hmwxe 2300°C B obnactu, mpuieratomeii k ZrO,, cymectByer nByxdasHas o01acTh, B
KOTOpOl HaxoJATCs B paBHOBECHM KyOMYECKHIl TI'paHElleHTPUPOBAHHBIM TBEpAbIN
pactBop, 6oraterii UOy, u TeTparoHabHBIN TPaHEEHTPUPOBAHHBIN TBEPABIH pacTBOpP Ha
ocaHoBe ZrOy; mpu 1690°C srta obnacte mpoctupaercs oT 50 g0 19 mon. % UO, u ¢
YBEJIMYEHUEM TeMIEepaTypbl cyxaercsi. PaBHOBecHas kyOuueckasi (aza 3akajikod He
bUKCHpyeTcss W NMPU OXJIAXKICHUH MPEBPAIIACTCS B METACTAOMIBHYIO TETparoHaJIbHYIO
dbazy.

3. Hmxe 1660°C nByxdasnas o0macTb pe3ko pacmmmpsercsi, ocoOeHHO B 00JacTH,
npuneratommeid kK UO,; mpu 1200°C pactBopumocts ZrO; B kyoudeckoit UO; cocTaBisieT
Bcero smmb 13-14 moi. %, a UO, B TerparonansHoii ZrO, — 14-17 wou. %.
TerparoHanpHbI TBEpPIBIM PAcTBOpP MPETEPNEBACT MOHOKIWHHBIE NPEBpPALICHUS IIPH
temmeparype 140-1040°C, a kyOudeckwii TBep bl pacTBop Ha ocHoBe UO; coxpanseTcs
BILJIOTH JI0 KOMHATHOHM TeMIepaTyphl.

B pabote /16/ wsydamacek pactBopuMOCTh TBepasix pactBopoB UO,-ZrO, B pacmiaBe
dropumos Li,BeF, B HukeneBbix cocymax B Temneparypaom uarepsaie 500-700°C B atmochepe
renus. [lo manueiM /17/, B cucreme UO,-ZrO, TBepabie pacTBOPBI B MHTEPBAJC TEMIIEPATYPhI
500-700°C sBnsitOTCS TEPMOAMHAMUYECKH CTAOMIIBHBIMU. ODKCIIEPUMEHTAIBHBIE DPE3YIIbTaThl
MOKA3bIBAIOT, YTO M3 PACIUIaBa OKCHUIHBIC PaBHOBECHBIC (Da3bl BHIKPHCTAILIM30BHIBAIOTCS HE B
BHJIC TBEP/IBIX PACTBOPOB, a B BHJIE MOYTH YncTOoi Kyonueckoit UO, (pyonHOBO-KpacHas (a3a) u
moHokMHHOM ZrO, (OecuBetHass ¢asza). PeHrreHoha3oBblii aHaIM3 MOATBEPAMI HAITHYHE
toJsibko unucThix UO, u ZrO; (puc. 1.11).

BricokoTemmneparypnas o6macts cucreMbl UO,-ZrO, yrounena borromneem 1 Konkyaib B
ITU wMeromom a3epHOro HarpeBa U H3MEpPEHHUS XapaKTEPUCTUYECKUX TeMIepaTyp
BBICOKOCKOPOCTHOH MOHO- W TOJIMXPOMATHYECKOW mNHpoMeTpuel (cosmayca Ha Harpese,
nuKBHIyca Ha oxiaxaeHun) /17/ (puc. 1.12).

Kak BUIHO M3 NPUBEICHHBIX THAarpaMM, UMEETCS PSIJl CYLIECCTBEHHBIX Pa3InYuii TPAKTOBOK
aBropamu pabot /10-17/ (a30BbIX COOTHOIICHUI B CYyOCOIMIYCHON 00JIaCcTH, a TaKKe 0071acTH
BOJIM3U 3BTEKTHKH (110 MHEHHUIO OJHUX aBTOPOB) HJIM a3€0TPOIHOM TOYKH ([0 MHEHHUIO APYTHUX).
Cam xapakTep KpHBOH JIMKBHyCa HABOJUT Ha MBICIb O CYIICCTBOBAHUU MO JIMHUEH COJIMIyCa
00JacTH HECMEIIMBAEMOCTH TBEPJABIX PAcTBOPOB, KOTOpas JOJDKHA JOCTaTOYHO OJIM3KO
MOJXOIUTh K CONMAYCY cucTeMbl (Kak, Hampumep, B /12/). Takum oOpa3oM, Ha CErOHSIIHUN
JIeHb JaKe 10 Haubojiee MHTEHCUBHO H3ydaeMoMy ceudeHuio cuctembl U-Zr-O ectb psin
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MPUHIUNAATBHBIX PA3HOTJIACHH, KAk I0€ U3 KOTOPhIX MOXKET CYIIECTBEHHBIM 00pa3oM MOBIHUATH
Ha MPOTHO3 (Pa30BBIX PABHOBECHM MPHU YXOJI€ B CTOPOHY METAJUIMUECKIUX KOMIIOHEHTOB.

®azoBbiM cooTHOMIEHHUAM B cucTteMe U-O MOCBAIIEHO OrpOMHOE YHCIIO MyOIuKanui (CM.
CIIMCOK JINTEpaTyphbl Ha cTp. 292-294 B /18/). MHOrHe aBTOPHI CXOISATCS HA TOM, YTO XUMHUS
CHCTEMbI  yYPaH-KHCIOPOJ 4YpEe3BBIYAWHO CJOKHA BCJICICTBHE O0Opa3oBaHHs  OKCHJIOB
MEPEMEHHOI'0 COCTaBa M HECTEXMOMETPUYECKUX OKCHAOB. ECTh Moi03peHne B CyIECTBOBAaHUU
TOMOJIOTHYECKOTO psiia okcuaoB ypana UpnOoneg, Tie N=2...4.
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Puc. 1.12. ®a3oBas auarpamma UO»-ZrO; mo nanHbiM padotsi /17/
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Haubonee momHo cyOcomumycHas o00JacTh JuarpaMMbl COCTOSIHUSI TIPHBEJCHA B
obo6mraromieit padore /19/ (puc. 1.13). Ilocie 3Toii pabOThI JaHHBIC ACTAIU3UPOBAIMCH U
YTOUYHAINUCH, HO UBMCHCHUA HE HOCWJIN IPUHIUITUAJIBHOI'O XapaKTepa.
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Puc. 1.13. ®a3oBas quarpamma U-O no gaHHbIM pa6oThi /19/

BBICOKOTGMHepaTypHaSI qacTb CHUCTCMBI TaKXKEC anBneKaﬂa BHUMAHUC MHOTI'UX
HUCCIIeI0BaTEIIEH.

Ha puc. 1.14 npencraBiena amarpamma cocrtosiHusi cucreMbl U-UQO;, moctpoeHHas
Dasapacom u Maprunowm /20, 21/.
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Oco0OeHHOCTh ATOW JAMarpaMMbl — PACIHIMPSIOLIASCS C POCTOM TEMIIEpaTypbl 00JIacTh
Hectexuomerpuaeckoro UO,x 1 001acTh HECMEIIMBAEMOCTH B KHUIKOM coctosiHuK. OOpamiaer
Ha ce0s BHUMAaHHUE OYEHb HU3Kasl pacTBOPUMOCTH KHCIOPOJAA B KUIKOM ypaHe, HalmpuMep Mnpu
2500 °C pacteopumocts O okoio 2.6 at. % (cM. 110 BepXHEl mKane).

2300

2106H

Temporature [ °C)

"o i

a ig 20 a3z 4o 50 & ra 8o 8o 100
[F] LN:.'r (imol ) g

Puc. 1.15. ®a3oBas amarpamma U-UO; o nanHbIiM padotsi /22/

Juarpamma coctosiaust cuctembl U-UO, (puc. 1.15), noctpoenHas mo aaHHbM [ 'HHbe,
NPAaKTUYECKH  COBIAJAaeT C  PACCMOTPEHHOW BBIIIE B  00JAcTH  PaclpoOCTpaHCHHS
nocrexuomerpudeckoro UO,, HO oTimyaeTcs 3HaYUTENbHOUM pacTBopuMocThio O B xuakom U,
cocrapisronieit 10 30 at. % O (cM. o BepxHeit mikane) npu temmeparype 2300 °C /22/.

Ha pmarpamme OpaBapaca m MapTtuHa mmHpoKas 0OONAacTh HECMENIMBAEMOCTH JIBYX
xuakocted L; m Ly mexur B wmHTepBasie ot 2.5 mo 65 mon.% UO; um BeicoTa KymoJia
paccrnauBanus coctaisier 0oosiee 500K (puc. 1.14). ITo muarpamme ['uHbe U JIp., MIPOTSHKEHHOCTh
00JacTH HECMENIMBAeMOCTH II0 KOHIIEHTpamuu coctaBiser Bcero 12 momr.% UQO,, a mo
temneparype okojo 100K (puc. 1.15). CymiecTBeHHBIE PACXOKICHUS SKCIIEPUMEHTAIbHBIX
JaHHBIX IO BEJIMYMHE PACTBOPUMOCTH KHCIOpOJa B pAacIUIaBIEHHOM ypaHe Ha (a30BOi
muarpamme U-UO; posBISIOTCS B BUJE PA3IUIHON IIUPHHBI 00JIACTH HECMEITUBAEMOCTH.

Bosnee mo3musist pabota MOATBEP)KIACT HATMYKME NIMPOKON OOJIACTH HECMEITMBACMOCTH
12/ (puc. 1.16).
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Puc. 1.16. ®a3oBas quarpamma U-UO; o 1aHHBIM padoTs /2/
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bunapnas nuarpamma cuctembl Zr-O Takke M3ydaliaCh MHOTUMH aBTOpaMu (CM. CITHCOK
autepaTypsl Ha cTp. 187-189 B /18/). Haubonee u3ydeHHbIMH B cucTeMe sBISiFOTCS (as3bl ZrO;
MOHOKJIMHHOW (0ajiesient), TeTparoHalbHOH M KyOumdeckoil moaudukaimii. B nurteparype
cooOmaercsi TaKke O CYIIECTBOBAHWU TBEpIAOro pactBopa Zr B ZrO,, TBEpIBIX pPacTBOPOB
Kkuciopozaa B a-Zr u B b-Zr, a3 ZreO u Zr30. [lauusie o cymectBoBanuu a3 ZrO, Zr,0, Zr,05
BBI3BIBAIOT COMHEHHS.

Ha puc. 1.17 npencraBieHsl ABa paHHUX BapuaHTa (pa3oBoil nuarpammsl cuctemsl Zr-O,
OCHOBaHHbIC Ha JaHHBIX paboT /23/ u [24/, npeuMyIIECTBEHHO pa3IMYAIOIIUECS MPEACIOM
pPacTBOPUMOCTH KHUCIOpOJAa B IUpKOHHUU. B pabGote /25/ akueHT cienaH Ha HCCIIEAOBAHHUU
KUCIIOPOIHO# yacTu quarpammel (puc. 1.18).

B KOHIC CEMHUACCATBIX AUarpamMmma ObLIa YTOYHCHA (BBTGKTI/IT-IGCKaSI TOYKa, MOpPCACIbl
PacCTBOPUMOCTH KHCJIOpOJa B III/IpKOHI/II/I) " IMOJIYYCHBI HOBBIC TaHHBIC B BBICOKOTGMHepaTypHOI\/II
obuactu co croponsl ZrO, /26/ (puc. 1.19).

Eme Oonee neranbHble HCCIEIOBAaHUS BBICOKOTEMIIEpAaTypHOW oOjactu u olnactu
TBEP/IbIX PACTBOPOB KHCJIOpOia B &-ZI ObUIH MpOBe/ieHbI aBTopamu padboTsl /27/ (puc. 1.20).

T.K
Liquid
2300 1 42300
__________ TS =m - - |
I —
L
2100 | S 42100
I
| S
1900 ! i 4 1900
: - ':_ 14
! +27rO
1700 ATz 700
| 1
: Y%
1500 ! ] . |4 1500
: t ZrOz\:’
: VT
1300 ! LA 1300
: m-Zroz\l\/f
| 1 -
| 1
1100 - - : : - L 1 —"11100
Zr 10 20 30 60

Oxygen, at.%

Puc. 1.17. ®a3oBas amarpamma Zr-O no gaHubIM padot /23/ u /24/
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Puc. 1.18. ®a3oBas qmarpamma cucremsbl Zr-O 1o 1aHHBIM padoTsl /25/
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Puc. 1.20. ®a3oBas quarpamma Zr-O no 1aHHBIM padoTs /27/

Tarke xoTenock Obl OTMETHTh paboty /28/, aBTOpamMu KOTOpO# OBUIO IMPOBEICHO
TEpPMOJIMHAMHYECKOE MojenupoBanue ¢a3oBbix paBHOBecuit B cucteme Zr-O (puc. 1.21).
OcoOeHHO BaXHBIM B JTOH paboTe TMPENCTAaBIISETCS TPOTHOZUPOBAHUE TEeMIEpaTyPHBIX
npenenoB cymiectBoBanus coenuHeHnd ZreO m ZrsO u mpenenoB pacTBOPUMOCTH B ITHX
COCIMHEHUSX TBEPJIOTO PacTBOpa Ha OCHOBE a-ZI.
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Puc. 1.21. ®a3oBas qmarpamma Zr-O nmo 1aHHBIM padoTs /28/
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Tak xe kxak m B ciydae cucteM UO»-ZrO; m U-O, HecMOoTps Ha TpOBEICHHBIC
MHOTOYHCIICHHBIE HCCIEOBaHUs, OCTAeTCsl psAI BOMPOCOB O TMpeleNax CyIIeCTBOBAHHS
W3BECTHBIX ()a3 B CHCTEME W BO3MOKHOCTH CYIIIECTBOBaHHS (a3, He HAHSCCHHBIX HU Ha OJIHY H3
MIPEJICTABJICHHBIX THATPAMM.

bunapnas cucrema U-Zr Tak ke sBJsUIaCh MPEIMETOM MHOTOYMCIICHHBIX HCCIICIOBAHHA.
[MoapoOHbIit 0030p (ha30BBIX COOTHOILCHHIA B 3TOW cHCTeMe HpuBeneH Ha crp. 418-421 B /29/.
JlnarpaMMbl COCTOSIHHSI 3TO# crcTeMbl Obuth TocTpoeHsl B padote /30/ (puc. 1.22) u B paboTte
132/ (puc. 1.23). Ciieayer OTMETHUTH XOPOIIYIO COTJIACOBAHHOCTh BEPCUI THArPaMMBI.

OTmMeruM, YTO KyNoJ paccilauBaHMs B 3TOM cucreMe He oOHapyxeH. OIHaKo, ciemyer
oOpaTuTh BHUMaHHE Ha O00OJACThb HECMEIIMBAEMOCTH TBEPAbIX pacTBOpoB B cucteme U-Zr,
KOTOpasi MOTEHIMAIbHO MNpU JOO0ABICHUM TPETHEr0 KOMIIOHEHTAa MOXKET Iepeceub JUHUIO
mukBuayca (puc. 1.22 u puc. 1.23). Kpome toro, oOparaer Ha ceOs BHUMAaHUE CYIIIECTBOBAHHE
CIIMHCTBEHHOTO COCIUHEHUS B 3TO# cuctemMe — ¢a3bl d ¢ MUPOKOH 00IaCThIO TOMOTEHHOCTH.
Crnemyer OTMETHTB, YTO MPH JOCTATOYHO BBICOKOW KOHIIEHTPAIMH MPUMECHBIX KOMIIOHEHTOB
(kucnmopoya uiam azora) 00IaCTh TOMOTEHHOCTH PE3KO CY)XKaeTCsl BILIOTH JI0 HCUE3HOBEHHS (ha3bl

d/33/.
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Puc. 1.22. ®a3oBas quarpamma U-Zr no nanabeiM padorsi /30/
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Puc. 1.23. ®a3oBas quarpamma U-Zr no qaHHbIM padotsi /32/

Jlnst  aHanmM3a OKCIIEPUMEHTAIBHBIX PEe3yJIbTaTOB M IMPOTHO3UPOBAHUS  (a30BbIX
paBHOoBecuii B cucteme U-Zr-O ucnons3oBanu TepmoanHammudecknii konx GEMINI-2 u 6a3y
nanHbix (azoBeix guarpamm NUCLEA /34/. Ha puc. 1.24 no pe3ynbraram MpOBEICHHBIX
pacyeToB IPUBEACHO HW30TEPMHUYECKOE CEYEHHME pacCMaTpUBAEMOM TPOMHOM CHUCTEMBI C
HAaHECEHHBIMU Ha HETO SKCIEPUMEHTAJIBHBIMH TOYKAMH IO JAHHBIM OITyOJIMKOBAHHBIX paboT.
AHanmM3 MaHHBIX YKa3bIBaeT Ha HEOOXOAMMOCTHh YTOYHEHHs KaK T'paHUI] CyliecTBOBaHUS (a3,

TaK ¥ ITOJIOKEHUS TPAHUIl KYIIOJIa PacCIanBaHus, CYIIECTBOBAHHE KOTOPOrO 3a()MKCHPOBAHO B
paborax /2, 6, 8, 9, 20-22/.
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Puc. 1.24. U-Zr-O u3zorepmMuueckoe cedeHue nmpu temmeparype 2573.15 K

Kputnueckuii 0030p ony0JIMKOBaHHBIX JaHHBIX IO ()a30BBIM paBHOBECHUSM B cucteme U-
Zr-O B cpaBHEHHMH C COOCTBEHHBIMHU JaHHBIMHU mpencTaBieH B /35/. B pabote mokaszaHo, 4To
KYIOJI paccilauBaHUsI B CUCTEME B pacCMaTpUBAEMOM H30TEPMHUUYECKOM CEUEHHH 3HAUUTEIHHO
MEHbIIIC O IUIOIAAM, YeM MporHo3upyembiii (puc. 1.24), u crnemaH BbIBOJ 00 OTCYTCTBUHU
pacciaWBaHUs UIS COCTaBOB C HMHJICKCOM OKHCICHHOCTH IMpKOHMs OonbmmM, yem 30 %,
XapaKTepHBIX IS YCIIoBHi TspKenon aBapuu BBOP/PWR/.
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2. MeToaukun JKCNnepnmMeHToB N OonNNcaHnd yCTaHOBOK

Jlis uccnenoBaHUs METAIOOKCUIHBIX CHUCTEM B KadecTBe 0a30BbIX MPUMEHSIOTCA
OpUT'MHAJIbHbIE METOJIUKU BBUIY HEBO3MOKHOCTH IPOBEJIEHHUS MCCIEIOBAHUMN KIIACCUYECKHUMU
METOJIaMU JJIi BCEro CHEKTpa COCTaBOB M, OCOOEHHO, B BBICOKOTEMIIEPATYpHOWH OOJaCTH.
OpHako YacTh JaHHBIX, HalpUMEp TEMIEPaTyphl COJUAYC, MOTLYT ObITh IOJTYYEHBI
KJIACCHYECKMMHM METOJaMM TepMoaHanu3a. licnonbp3oBaHHE KOMIUIEKCA METOJIOB, B3aMMHO
JOTIOJHSIOMIKX JIPYT JIpyra, ciocoOCTBYET MOBBIIIEHUIO HAJAECKHOCTH U TOYHOCTHU IOJIy4aeMbIX
pe3ynbTaTOB.

2.1. BusyanbHblli nonumepMuYyeckuli aHaau3 e Xxoslo00HOM muaie

[Ipu npoBeneHuM HccaeAOBaHUM B OMHAPHBIX OKCHAHBIX CHUCTEMax JJIsi ONpEeNICHUs
TeMIIepaTyphbl JUKBUIyca HaMU OblIa MpuUMeHeHa opuruHanbHas metonuka BITA UIIXT. s
MIPOBEJICHUS] HKCHEPUMEHTOB C METAJUIOOKCHIHBIMHM pacilaBaMu Oblla CIPOEKTUpOBaHA U
co3maHa ycraHoBka PacruraB-3 Ha 0a3e BBICOKOYACTOTHOTO JIaMIIOBOTO TeHeparopa BUI7-
60/0,066. IlperecThl mMoKa3anu pabOTOCHOCOOHOCTH METOJMKH W JUIS METATIOOKCHIHBIX
pacIuiaBoB.

Oco0OeHHOCTH METOAMKHU OMNPEeNICHUsI TeMIIepaTypbl JUKBUYC IJIsl METaNIOOKCHIHBIX
CHCTEM 3aKJIHYAIOTCA B CIEAYIOIIEM:

BaHHA pacIliaBa (bOpMI/IpyeTCﬂ Ha TOHKOM BOJOOXJIAXXJAa€MOM JJHE

paciuiaB TOMOT€HU3HUPYETCS W BBIIEPKMBACTCA B IEPETPETOM HAJ TEMIIEpaTypoil
JIMKBUYC COCTOSTHUU

IMPOU3BOJUTCA HU3MCPCHUC FJ'IY6I/IHBI BaHHbI pacilylaBa W TOJIIWHBI JOHHOTIO
rapHucaxa

JIOKAJIBHOE 3aXOJIAKWBAHWE TIOBEPXHOCTH IIEPETPETOM BaHHBI OCYIICCTBIIICTCS
NEpEMEIICHUEM BaHHBI pacilyiaBa BBEPX OTHOCHUTCIBHO MHIAYKTOpa C peFHCTpaHHGﬁ
TEMIICpATYpPbl W COCTOSAHHA ITOBCPXHOCTHU (HpI/I BBIXOAC€ IIOBCPXHOCTH BaHHBI
pacmaBa W3 HWHAYKTOpPA TPOWCXOTUT 3aXONXHBAHHE BEPXHUX CIIOEB C
oOpa3oBaHueM TBEP/I0# (ha3bl HA TIOBEPXHOCTH paciljiaBa).

IOCT TECT IOKAAPOBBI IMPOCMOTP BHJICONOCIEIOBATEIBHOCTH U OIpPEACICHHUE
MUHUMAaJILHON TEMITepaTyphl paciiaBa, COCYIIECTBYIOMIETO C 3apOAbIIIaMHi TBEPIOH
¢a3bl.

HOCT TeCT (PU3UKO-XMMHUYECKUI aHaHM3 Mpo0 paciuiaBa U ONpeseieHHe UX COCTaBa
(mpu HEOOXOAUMOCTH).

Ha puc. 2.1 mpencraBieH mHpuMep H3MEPEHHOW B O3KCIIEPUMEHTE TEPMOTPaMMBI C
HaHECEHHBIMHU Ha Hee M300paKCHUSIMH IMOBEPXHOCTH BaHHBI, a HA pUC. 2.2 - cXeMa IeYH.
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Puc. 2.2. Cxema neuu

1 — BomOOXJIaXKAAEMBI KaJlOpUMETp; 2 — BOMOOXJIAXKJaeMasl IIaxTa MUpoOMeTpa; 3 — IUPOMETP,
COBMEIICHHBIN C BHIEOKaMepo; 4 — MH(pOPMAIIMOHHO-U3MEPUTEIbHASI CUCTEMA; 5 — YCTPOICTBO
BPE3KH PE3yNIbTATOB U3MEPEHHI B BUICO Kaaphl; 6 — MOHUTOP/BUICOMArHUTOMOH; 7 — IPUBOJ
BEPTHUKAJILHOI'O TIEPEMEILIEHUS TUTJISL.

24
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HaGumronieHne 3a OBEPXHOCTHIO BAaHHBI PACIUIABA OCYIIECTBILUIN C TIOMOIIBIO CHCTEMBI
BUICOpETrUCTpaluy nmoBepxHoctu paciiasa ((5) Ha puc.2.2), coBMenieHHOH ¢ mrpomeTpom (3),
KoTOpast oOecriednBaeT Bpe3Ky ¢ dactoroid 50 [ 3Ha4YeHWsT M3MEPEHHOW TeMIlepaTypbl U
MOJIOKEHHSI TSITHA BU3UPOBAHUS IMUPOMETpa B KAXKIBIA KaJp BHICOMOCIEAOBATEIHLHOCTH,
peructpupyeMoit ¢ momorbio Bugeokamepbl (3) u Bumeomarautodona (6). Temmeparypy
MOBEPXHOCTH pacIulaBa U3MEpsIU NupomMeTpoMm crnekrpainbHoro otHomenus RAYTEK MRI1-
SC. Bwupeoxkamepa perucTpupoBaja Ha IOBEPXHOCTH paciulaBa 001acTh, OTPAaHUYCHHYIO
IMaMETPOM IIaxXThl, paBHRIM 22 MM. Pa3mep msATHa BU3MPOBaHHS MHPOMETPA COCTABIISII
npuMepHo 6 MM. BHyTpeHHmid pasmep xonomHoro Turis 38 MMm. Heumumas o6nactb
MOBEPXHOCTH PACIUIaBa MPEACTABISIIA KOJBIO IMUPUHONW 8 MM BOJTU3U CTEHKH THIJIA.

2.2. QuepghepeHyuanbHbIl Memod usmMepeHUss memnepamyp Jiukeuodyc u cosuadyc
8 2opsiyeM muane

DKCIepUMEHThI POBOAMINCH Ha ycTaHoBke “Turens”’ (cm. puc. 2.3) B KypuaroBckom
HUHCTUTYTE.

00000

1-Kopuym; 2-Turens; 3-Harpepatens; 4-Tepmocrat; 5-M3omsus; 6-ITupomerp;
7-OxHo; 8-Kamepa

Puc. 2.3. Cxema ycranoBku «TUT'EJIb»

MCTOHI/IKa HU3MEPCHHUA TEMIICPATYPHBI JIUKBUAYCAa U COJIMAYyCa CHCIII/I(bI/IIII/IpOBaHHBIX COCTaBOB
3aKJII04YacTCA B CICAYIOIICM

B TUIJIC HAILUIABJISICTCS BAaHHA paACIlIaBa, KOTOpas 3aTEM IIEPErpeBacTCsa U TOMOTICHU3UPYECTCH,

IMOCJI€ TOMOICHHU3allMKM HArpeB OTKIOYACTCA W C IIOMOIOBIO IIHPOMETpAa HU3MEPACTCA
TEeMIIEpaTypa OCTBHIBAIOIICTO PACIIIaBa,

MIOCT TECT aHAJIU3 TEPMOTPaMMBbl C TOMOIIBIO U depeHIIPOBaHUS O3BOJIAET (PUKCUPOBATD
TepMuueckue 3 EKThI.

[Ipu npoBeneHHM SKCIIEPUMEHTOB MCTOYHHUKOM TEIUIa CIYKUJI T'padUTOBBIH OMUYECKHI
HarpeBareiab (3) € HCTOYHMKOM MHUTaHUsA MomHOCTeI0O 4.5 kBT w wyacroroit 50 repir.
Temneparypa uzmepsiaach HUPOMETPOM, pa3padOTaHHBIM B MHCTUTYTE BBICOKMX TEMIEpPaTyp
Poccuiickoit Akanemun Hayk. [Iupomerp peructpupyer nznydenue B nuamasone 1muH BoiaH 0.9
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+ 1.1 mxm. TounocTh m3MepeHus Temieparypsl orieanBaercs ~ 50°C. OCHOBHYIO TOTPEIIHOCTD
M3MEpEeHU BHOCUT KaJMOpPOBKa MUPOMETPA.

B kauecTBe 3arpy3ku UCIOJIb30BAJIUChH CIIEYEHHBIE OPUKETHI KOPUYMa U JOTIOJHUTEIBHO B
HEKOTOPBIX IKCIIEPIMEHTAX BBOJIMIIN METAJUTMICCKUI IIMPKOHUN U MEITKOAUCIIEPCHBIN TTOPOIIOK
HUPKOHUSA. THUIIIM M3rOTOBISUIMCH M3 Ta3odasHoro Bodb(pama (dkcrmepumentel CD1, 2) u
rpadura, TOKPHITOrO BHYTpU KapOumom mupkoHus ZrC (skcmepumentsl CD3-5). Ilocne
3arpy3Kd KOpUyMa THTENb CBEPXY 3aKPBIBAJICS KPBIIIKOW U3 BOJIb(paMa, TaHTaa WK rpaduTa.

XoTenoch Obl OTMETUTH, YTO OJHOM M3 CEPbE3HBIX MPOOJIEM SIBIISIETCS KOPPEKTHBIN BBIOOD
Marepuaia TUIJIS,, KOTOPbIA HE JOJDKEH CHJIBHO B3aMMOJECHCTBOBATH C U3Y4aeMOM KOPUYMHOM
KOMITO3UIIMEH TpHU BBICOKMX Temmeparypax. /[[nsi KOpuyMOB ¢ BBICOKUM COJIEp)KaHUEM
kucinopoaa (>58 ar.%) xopoiio 3apekoMeH10Ba ceds razodasubiii Boibdpam. [Ipu cHIKEHHH
KOHLIEHTpAllMK KUCJOpOJla METaJUIMuecKas KOMIIOHEHTa KOpUymMa HayMHAeT aKTUBHO
B3aUMO/ICHCTBOBATH C BOJIbPPaMOM U BOJIb(PPAMOBBIE TUTIIN CTAHOBSITCS HEMPUTOIHBIMH.

W3BecTHO, 4YTO HA paHHUX JTamax pPa3BUTUS METAIYPTrUU LHUPKOHUS HCIOJIb30BAINCH
rpaduToBble TUIIM A5 ero miaBku. OOpa3yromuiics Ha rpaHulle rpaduTa U paciiiaBICHHOIO
LUPKOHUS CIOH KapOuJa 3aMeTHO 3aMeJIeT CKOPOCTb IPOHMKHOBEHMs yriiepoja B 00beM
pacmuiaBa. beutn mpoBeneHbl MCHBITaHUS TPapUTOBBIX TUIJIEH, MU3TOTOBJIEHHBIX U3 IpaduTOB
paznuuHbIX Mapok. KpaTko pe3ynbTaThl 3THUX 3KCIEPUMEHTOB MOXHO CGHOPMYIUPOBATH
CJIEYIOIIUM 00pa3oMm:

[Ipu mnotHOocTHM Tpadura MeHee 1.6 r/em® LAPKOHUKA TIPOHHUKAET 4Yepe3
rpadUTOBYIO CTEHKY THUIJISl HACKBO3b.

[Ipu nmnotHoctu rpagura Gosee 1.7 r/em® na BHYTPEHHEN NOBEPXHOCTH THUIJIS
oOpa3yercs AOCTATOYHO IJIOTHBIM CIOW KapOuga LMPKOHUS, KOTOPBIN MO3BOJSET
IIPOBOJUTH 3KCIIEPUMEHTHI B O€3aBapUIHOM PEXKUME.

3a TeMmiepaTrypy JMKBUAYCAa WIM COJMIyca MPUHUMAETCd Hayajllo TEPMHUYECKOTrO
rpolecca Ha KpUBOM MpPOU3BOAHOM TeMIepaTyphl 110 BPEMEHH OT TEMIIEpaTyphl paciuiaBa Mpu
ero oxJaxaeHnu. Ha puc. 2.4 npencraBieH MpuMep yKa3aHHON 3aBUCHMOCTH.
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Puc. 2.4 [Ipumep 3aBHCMMOCTH NPOU3BOTHOI TeMIIepaTyphl 110 BpeMEHH OT TeMIEPaTyPhl
B 3kcnepumente CD-3
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2.3. BusyanbHsbIl nosiumepmuYeckuli aHanus e Mukpone4u Fanaxoea

OrmpezenieHre TeMIlEpaTypsl COJIMIYCa MPOBOMMIM TaKKE METOJOM BH3YaIbHO-
MOJMTEPMHUYECKOT0 aHanu3a B Mukporneun ["anaxosa (BITA MI') /36/.

CxeMa MHKpOIEYM W TOJIPOOHOE OINMCAaHWE METOJWKH TIPOBEICHUS WCCIICIOBAHUN
npexactaBienbl B /37/. Jlns METaJNIOOKCHIHBIX CHCTEM WU3-3a  B3aMMOJCHCTBUS MpOO ¢
nepkareneM (MosuOJeH, Boib(paM, UPHIHIA) U3MEPEHHs TEMIIEPATYpPhl JTMKBHIYC OKA3aJIUCh
HEBO3MOXXHBIMH. B KadecTBe 3alIMTHOTO MOKPBHITHS METOJOM MAarHETPOHHOTO HAIBUICHHUS Ha
MOJIMOJICHOBBIE JAepkaTeNn OblT HaHeceH cioil ZrC, 3atem nep:karend ObUIM OTOXKEHBI MPH
temneparype 2000°C B Tteyenmu 1 wmuH. DTa TmONMBITKA HE TMpHUBENA K 3aMETHOMY
MOJIOKUTENFHOMY pe3ynbraTy. OTMEeTHM, 9YTO Ui HEKOTOPhIX Tpo0 Jdake pe3ylbTaThl
W3MEPEHHUsI TEMIIEPaTyphl COJIMAYC OKAa3aliCh HEKOPPEKTHBIMH, TaK KaK INPH HMX Harpese
3a(h)MKCUPOBAHO B3aUMOJICHCTBHUE C IepKATEIIEM.

3. OnucaHune n pe3ynbTaTbl AKCNepumMeHTOB

3.1. AHanu3 ucxo0HbIX WUXMOEbkIX Mamepuasoe

HpI/I IMOATOTOBKE K OKCIICPUMCHTAM BCC KOMIIOHCHTBI IMHXTbI OBl IMpoaHaJIN3upPOBAHBI
Ha COJICp)KaHKe OCHOBHOTO BEILECTBA, a B MIOPOIIKE JUOKCHIA ypaHa TEPMOTPABUMETPUICCKUM
METOJIOM TaKKe OBLJIO ONpEIeNIeHO OTHOIICHHE KHCIOpoaa K ypaHy, Kotopoe cocraBmiio 2.0.

/38, 39/.
CocTaB KOMIIOHEHTOB ITUXTHI TIpecTaBieH B Tabd. 3.1.

Taou. 3.1. CocTaB KOMIIOHEHTOB IINXThI

Conepxanue
KoMmnoHeHTsI OCHOBHOI'0 Ipumecu, mace. % Ipumeuanue
BeliecTsa, %
UO, nopomok, 2r<0.79; Fe<0.30; As<0.0008; | LACTOPTHHE
aucnepcHocTh <200 UO>>98.9 Cu0<0.01; dpocdarri<0.002; A  Tep
IpaBUMETPHS,
MKM xsopuei<0.003. PCDOA

Al,03<0.03; Fe,03<0.05;

Zr0; mopowor, (ZrO+HfO;) | Ca0<0.03; MgO<0.02; Si0,<0.2; | Macropraie

aucnepcHocTh <100

MK >09.4 TiO,<0.1; P,Os<0.15; JTaHHBIE
(NaxO+K,0)<0.02.
Z1 MeTaJUIN4eCKui Pesynprarsl
(cmmaB HoO-1) 2r>90.0 Nb<1.0 PCDA
U>97.3, B T.u.
U8 _g9 72 Pesynbrarsl
U merajim4eckuii U _0 0'02_ 2r<2.7 PC®OA u ramma-
U5_028 CIICKTPOMETPHH

3.2. MampuuysbI onbimose

Martpunbl npoBeneHHbIX 3KkcnepuMeHToB cepuii CORD m CD, MeTroaumkm KOTOPBIX
OTHCaHbI B pa3znenax 2.1 u 2.2, npeacraBiieHsl B Ta0. 3.2 1 3.3 COOTBETCTBEHHO.




Tao6a. 3.2. Marpuna onbiToB cepun CORD

28

CocraB 3arpy3ku, at.% Macea
IKCNePUMEHT " | Hean
U Zr O r
CORD28- 8 52 40 300.0
CORD28-I1 13 43 44 423.9
Nzmepenus Tiig,
CORD29 20 17 63 400.0
CORD34 22 33 45 446.1
CORD37 33 27 40 505.2
CORDA42 40 25 35 534.9 | Uamepenus Tiiq, KOHHOIBI
CORD41 60 - 40 533.3
Tao6a. 3.3. Marpuna onbiToB cepun CD
CocraB 3arpy3ku, at.%
DKCIepUMeHT u/zZr Hean
U Zr O

CD1 22.9 19.1 58.0 1.20

CD2 25.7 15.8 58.5 1.63

CD3 13.0 43.0 44.0 0.30 N3zmepenns Tiig,

CD4 8.0 52.0 40.0 0.15

CD5 16.0 36.0 48.0 0.44

W3 nanneix tabn. 3.3 u puc 3.1 BugHO, 4To dKcnepuMeHThl cepur CD BBIOTHEHBI IS

COCTaBOB, KOTOPEIC

HaxoasTcA

BOIIM3H

CeUeHMS,

COOTBETCTBYIOLIETO KBAa3MOMHApHOMU

maarpamme UO2-ZrOg 3. CoctaBbl u3 skcnepuMeHToB cepun CORD 0XBaThIBalOT MIMPOKYIO
001acTh KOHIEHTPAIMKA ¥ HAXOMATCS BOJM3H MPEAINOIaraeMoi TpaHHIlbl KyIoja pacciianBaHUs
B cootBeTcTBUM ¢ /1/. JIns Kpocc-BepupHUKALUU IKCIIEPUMEHTAIBHBIX JaHHBIX COCTAaBBI JIBYX
skcriepumenToB cepun CORD (28-1 u 28-11) moBTopsitoT cocTaBbl 3KcriepuMenToB cepuu CD

(oxcmiepumenTst 4 u 3).
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U 20 0 . 60 80 7r

Puc. 3.1. CoctaBsl 3arpy3ku B d3xkcniepumentax cepuu CORD u CD

3.3. lMpouyedypbi 3IKCNepuMeHmMoes

[lpakTnyeckn Bce mpouenypsl mpoBeneHus dkcrnepuMmeHToB cepun CORD  mo
OTPEJIENICHUIO TEMIIEPATYp JIMKBUAYC ObUIM MACHTUYHBIMU U BKJIIOYAIH B CEO0SI:

HOHFOTOBKy IMHUXTOBBIX MATCPUAJIOB U TIIATCIIBHOC UX MEPEMEITNBAHUEC B CPCAC aproHa.
3arpy3Kky ne4u crenu@UInpoOBaHHBIM COCTABOM U MPOYBKY €€ aprOHOM.

HarmunaBiieHne BaHHBI pacIuiaBa v ee ImeperpeB Hajl TEMIIEPATypOH JIMKBUIYC.

H?:MCpCHl/Ie FJIY6I/IHI)I BaHHBbI pacCiuiaBa v TOJIIHUHBI JOHHOTO rapHHCaka.

OTt60p mpoOkI pacruiaBa.

[Iepemenienne TUTas C paciuiaBOM BBEPX OTHOCHUTEIBHO HHAYKTOpPA JUISl JIOKAJIBHOTO
OXJIQXKJICHHUS TIOBEPXHOCTH TIEpPerpeTol B 0o0OBbEME BaHHBI paciiaBa C BHUACO3AMHUCHIO.
Bo3Bpar Turngs B ucxogHoe moJiokeHHe. KOHTpoJib BOCHPOM3BOJMMOCTH 3HAYEHUM
TEMIIEPaTypPhl M TEIJIOBBIX MOTEPh B JTHO W CTCHKH THIJISA, KOTOPBIC OBLIU JTOCTUTHYTHI 0
nojibema Turis. [loBropeHne 3Tux onepanuii HECKOJIBKO pas.

OTKIIroYeHHE Harpepa, BUJACO3aIluCh IOBECPXHOCTH.
W3BredyceHne u3 TUTIA CIATKA IS MOCICAYIOIICTO aHaJIn3a.

OtmeruMm, uto B mepBeix dkcnepumeHntax CORD28, 29 wucmonp3oBanmyu HeE3HAUYUTEIHHO
OTIIMYAIONIYIOCS TEXHHUKY 3aXOJIA)KMBAHUS MMOBEPXHOCTH pacIljiaBa C IMMOMOIIBIO TIEPEABHIKHOTO
ANIEKTPOMArHUTHOTO JKpaHa, onucanHyo B /37/.

Tak xe kak u skcrepuMenTsl cepunt CORD, skcniepumentsr cepun CD, ObLIH BBITIOHEHBI
€AMHOOOPA3HO U BKIIIOYAH B CEO:



30

[ToaroroBka OpUKETOB KOpUYMa U 3arpy3Ka UX B TUTEJlb.
HamnnaBneHnne BaHHBI paciuiaBa U €€ TOMOTCHHU3ALU.
OTKiIr04YeHHE HAarpeBa, 3aluch TEPMOTPaMMBbl OXJIAKICHUS pacIljaBa.

[TocT TecT 0OpaboTKa TEPMOTpPaMMBbL.

Hwxe mpuBenieHbI KpaTKue KOMMeHTapuH K skcniepumertam cepurt CORD.
CORDZ28-1, |1

B mpouecce npoBeeHus onbITa OBUIM UCCIIEAOBAHBI JIBa COCTaBa paciuiaBa. HauanbHBIH cocTaB
3arpy3ku U coorBeTcTBoBam CORDZ28-I. Tlocne HariaBieHHWs W TOMOTCHU3allMH BaHHBI
pacmiaBa ObLIM 0TOOpaHbl MPOObI pacIuiaBa U MPOBEACHBI U3MEPEHUS TEMIEPaTyphl JTUKBUILYC.
3areM OblIa IIPOBEICHA KOPPEKTUPOBKA cocTaBa, cooTBeTcTByromero CORD28-11, mocpencrBom
BBEJICHHS B BaHHY paciuiaBa HEOOXOIUMBIX ISl 3TOTO KOMITIOHEHTOB. [lociie ruiaBienns 106aBok
¥ TOMOTEHH3AIMH paciuiaBa Tak e ObUIM 0TOOpaHbI MPOOBI paciiiaBa M MPOBEICHBI H3MEPEHHS
TEeMIepaTypbl JTUKBUAYC. DJIEKTPUUYCCKHE XapaKTEPUCTHKH BBICOKOYACTOTHOTO TEHEparopa B
TEYEHHUE BCETO OMBITA, a TAK)KE N3MEHEHHE TeMIIepaTyphl IIOBEPXHOCTH PacIliaBa MPeACTaBICHBI
Ha puc. 3.2.
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Puc. 3.2. U3menenne Bo BpeMeHu aHOAHBIX Toka (la), Hanpsikxenus (Ua) M mokazaHus
nupomerpa (Tm) B 3xcnepumente CORD28
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CORD29

[Tocne popmupoBaHuss ¥ TOMOTEHU3AIMN BaHHBI paciijiaBa OblIa 0ToOpaHa mpoba pacruiaBa u
IMPOBCACHBI HU3MCPCHUA TEMIICPATYPLI JIUKBUAOYC. BﬂeKTpI/I‘-IGCKI/IC XapaKTCPpHUCTUKH
BBICOKOYACTOTHOTO TE€HEepaTopa B TEUCHHE BCETO OIbBITA, a TAaKKe HW3MEHEHHE TEeMIIepaTyphl
MOBEPXHOCTH PACIUIaBa MPEACTABICHBI HA puUC. 3.3.

oT60p NPO6LI Cord 29
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Puc. 3.3. U3menenne Bo BpeMeHn aHOAHBIX Toka (la), Hanpsikxenus (Ua) M mokazaHusi
nupometpa (Tm) B 3xcnepumente CORD29

CORD34

OkcnepumenT CORD34 6bUT BBHINIOJHEH Kak OCHYMApK C IMEIhI0 KPOCC-BEPHU(PHKAINN HAIINX
pe3yiabTaToB ¢ pesyabratramu dkcrepuMmentoB |TU /47/, BemonnenHsix mo mpoekty EC
COLLOS meTo0M J1a3epHOr0 UMITYJILCHOTO HarpeBa /48/, w mis ompeneneHus BO3MOMXHOTO
paccianBaHUs pacIuiaBa, KOTOpoe ObUIO MPEACKa3aHO Ut TOrO COCTaBa TEPMOJNHAMHYECKUM
pacderom 1o iporpamme GEMINI-2.

B nporiecce nposenenust skcriepuMeHTa ObLIM OTOOpaHbl 5 IITAHTOBBIX MPOO pacijiaBa U TpU
pasa TMpOBENEHBI  HM3MEpPEHHs  TeMIepaTypbl JIMKBHAYC paciuiaBa.  DIJEKTPUYECKHE
XapaKTePUCTUKH BBICOKOYACTOTHOTO T€HEpaTOpa B TEUEHHE BCETO OIBITA, a TAK)KE W3MEHEHHE
TEeMIepaTypbl TOBEPXHOCTH pacilaBa TpeAcTaBieHbl Ha puc. 3.4. Kpucrammmzamus ciauTka
npousBeaeHa ot temmeparypsl 2340°C. OceBoit paspe3 ciauTKa mnpezctaBieH Ha puc. 3.8 (cwm.
paznen 3.4.3).
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Puc. 3.4. U3menenne Bo BpeMeHH aHOAHBIX Toka (la), Hanpsixenusi (Ua) M mokazaHusi
nupometpa (Tm) B 3kcnepumente CORD34

CORD37

CrieruunupyeMblii cOCTaB paciijiaBa 1Mo JaHHBIM TEPMOJIMHAMUYCCKOTO MPOTHO3a IMOABEPIKEH
paccrnauBanuto. [lociie GpopmupoBaHUsS ¥ TOMOTSHH3AI[MU BaHHBI PaciliaBa Ha €€ MOBEPXHOCTH
HaOJr0Ja)Td OOBIYHBINA TSI OKCHJIHBIX BaHH KOHBEKTHBHBIA y30p. B mporecce skcnepuMeHTa
O0TOOpaM JIBE IITAHTOBBIC MPOOBI pacIulaBa W JBa paza MPOU3BEINM U3MEPEHHUE TEMITePaTyphI
JUKBHJIYC. DIEKTPUYCCKAE XapaKTEPUCTHKU BBICOKOYACTOTHOTO I'€HEpaTropa B TEYCHHE BCETO
OTIBITA, a TaKXKe W3MCHEHHE TEMIIepPaTyphl IOBEPXHOCTH paciliaBa MpeACTaBICHBI Ha puc. 3.5.
Kpucrammu3zamnus pacruiaBa npousBeneHa ot temneparypbl 2370°C. [Ipu u3BneueHnn CiImTKa U3
TUTJISL TIOATBEPIMIIOCH paccilavBaHUE B paciUiaBe. CIIMTOK pacralics Ha JBE YacTH, MAacChl,
KOTOPBIX COCTaBWJIM, COOTBETCTBEHHO: OKcHIHOW-198.8r, a merammmmueckoin-253.7r. OceBoit
paspes obeux gacteit npeacrabieH Ha puc. 3.9 (cm. pasmgen 3.4.3).
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Puc. 3.5. U3menenne Bo BpeMeHnn aHOAHBIX Toka (la), Hanpsixenus (Ua) M mokazaHus
nupometpa (Tm) B 3xcnepumente CORD37

CORDA41

[Tociie mpoBeaenust anaim3a cimtka dkcnepuMenta CORD37 Obuto ompenenieHo, 4To B BaHHE
pacriaBa mpousonuia cTpaTudUKamMs KUJKOCTA Ha JaBa cios. BepxHmil okazaics
OKCUAWPOBAHHLIM, a HYOKHHAH - MCTAJUIN3UPOBAHHBIM.

Jlia mydiiero nmoHuMaHus ocobeHHocTe paccrnauBanus pacmiiaBa npu UIIXT u orpaborku
METOJIMKH OTIPE/ICIICHUs] KOHHOI B KYITOJIe OBbUT IPOBEACH METOIMYECKUI IKCIIEPUMEHT B OoJiee
nzydeHHou cucreme U-O. DnexTpudeckne XapaKTepUCTUKHA BBICOKOYACTOTHOTO I'eHepaTopa B
TEYEHHUE BCETO OMBITA, a TAK)KE N3MEHEHHE TeMIIepaTyphl IIOBEPXHOCTH pacIliaBa MPeACTaBICHEI
Ha puc. 3.6. 3akanka BaHHBI pacIuiaBa mpousBenieHa ot Temreparypsl 2675°C. OceBoe ceueHme
ciutka npeacrasiaeHo Ha puc 3.10 (cm. pasmen 3.4.3) u mOATBEPKIACT pacCianBaHKe paciliaBa
3TOTO COCTaBa.

CORDA42

B otimune or CORD37 skcriepiMeHT OB BBHITIONHEH C COCTABOM C MEHBIIUM COJIep)KaHHEM
KHCJIOPOJa, KOTOPBIM MPEIIOI0KUTEIHHO HAXOJUTCSA B KYIOJIE paccianBaHus. Tak ke Obuia
M3MEHEHa MpoIeaypa SKCIIEPUMEHTa C HENbI0 MHUHUMHU3AIUN  HCCIIEAOBATEIILCKAX OTIepaIlHid
JUIs COKpauleHus: BpeMeHu onbiTa. [IpoObl pacminaBa He OTOMpaIUCh. ODJIEKTpUUECKHE
XapaKTePUCTUKH BBICOKOYACTOTHOTO T€HEpaTOpa B TEUEHHE BCETO OIBITA, a TAK)KE W3MEHEHHE
TeMIepaTypbl OBEPXHOCTH paciuiaBa MpeJCTaBIeHbl Ha puc. 3.7. 3akaika BaHHBI pacIjiaBa
npousBeneHa ot temneparypbl 2480°C. IlpomonbHBINA pa3pe3 CIUTKA, MPEICTaBICHHBIN Ha PHC
3.11 (cm. pasaen 3.4.3), mOATBEPKIAET PacCIIanBaHUE [T ATOTO COCTABa.
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3.4. [Mlocm mecm aHanu3s

Jlnst ompesenieHnst COCTaBa COCYIISCTBYIOIIMX JKUAKOCTEH pacruiaBa, a Tak JKe JUIs
U3YYEHHUs MYTH UX KPUCTAUIM3ALMK ObUI MPOBEAECH MOAPOOHBIN (PU3MKO-XUMHUYECKUN aHATIU3
mpo6 pacriaBa M CIUTKOB.

3.4.1. MaTepuajibHble 0AJIAHCHI ONBITOB

HJ’I?I COCTaBJICHUA MAaTCPUAIBHBIX OajlaHCcoB OKCIICPUMCHTOB HMCXOAHBIC KOMIIOHCHTHI
IOUXTBI U IPOJYKTHI IIJIaBKH OBLJIM B3BEIIECHBI C TOYHOCTBIO J0 O.1r.

Pesynbratel MaccoBeix OanancoB skcriepumenToB CORD28, 29, 34, 37, 41, 42 npuseneHb B
Tabm. 3.3.

Ta6a. 3.3. MaTepuajabHble 6amancel onbiToB CORD-28, 29, 34, 37, 41, 42

CORD BBeneno B pacnias, r Cobpaau, r
uo, 192.7 Canrox 352.3
ZrO; 60.9 IITaHroBsie MpoobI 319
28 Zr 170.3 IIpo6a c 30u12 24.8
IIpochinu 11.9
x 423.9 x 420.9
Jlebamanc 3.0
uoO; 296.4 Cimroxk 350.0
ZrO; 78.0 IITaHroBsie MpoobI 121
29 Zr 25.6 IIpo6a c 30u12 51
Ipocpinu 31.5
x 400.0 x 398.7
Jledbananc 13
uoO; 296.2 Canrtok 321.1
Zr 149.9 Hacrblam 4.2
IIpo6a c 30u12 26.9
34 Ipockinu 6.5
Ipoos1 87.3
X 446.1 x 446.0
Jledbananc 0.1
uo, 250.7 IIpo6a c 3o0u12 17.2
Zr 116.4 Caurok 452.5
37 U 138.1 HITaHroBsie NpoobI 24.0
IIpochinu 11.0
x 505.2 x 504.7
Jlebamanc 0.5
41 U 323.3 Canrtox 507.9
UO, 210.0 HITanrosas nmpoda 8.4
IIpo6a c 3o0u12 6.8
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A3po3oiu 23
IIpocwinu 7.3
x 533.3 X 532.7
Jlebamanc 0.6
U 412.0 Coutox” 524.5
Zr 29.6 IIpo6a c 30u12 0.5
42 ZrOs 93.3 Ipockinu 9.0
X 534.9 x 534
Jlebamanc 0.9
. CJIMTOK B3BCIICH BMECTEC C HACThIUIAMHU
HesnauntenbHble  BeNWYMHBI  Ae0aJaHCOB  SKCIIEPUMEHTOB  yKa3bIBAIOT  Ha

PENpPEe3eHTaTUBHOCT MPOBEICHHBIX UCCIIEI0BAaHUMN, a HEOOIbIINE HEKOHTPOJIUPYEMbIE MOTEPH
MaTepUajJoB M IOJIHOTA IepeIuiaBa 3arpy3Kd TUTJS MOATBEPKIAIOT COOTBETCTBHE CPEIHErO
cocTaBa paciuiaBa cleuu(UUIUPYyeMOMY COCTaBY 3arpy3Kd 3a BBIYETOM IPEICTABICHHBIX B
Ta0IHIe Macc MOTeph (MPOCHINEH) MOPOIIKOB, COCTAB KOTOPBIX U3BECTEH.

3.4.2. IIN0THOCTh OKCHIAHOI U METAJUTHYECKOI YaCcTH CJIUTKA KOPpHyMa

HJ’I?I pacu€Tta MacCC OKCHIAHBIX H MCETANIMYCCKUX JacTeld CIIUTKOB B OKCIICPUMCHTAX
CORDA41, 42, ¢ uenpio IMOCIEIYIOMErO COCTABICHHUS ITOAJIEMEHTHOTO MAacCOBOro OaliaHca,
OoNpeCACIAIN UX TMKHOMCTPHUICCKUC IIJIOTHOCTH, a TAKKE BBIYUCIIAIN UX 00BEM 110 IIomaasaM Ha
MIPOJIOJIBHOM CEYECHHUH, B MPEIIOJI0KEHUN 0CeBOM cumMMmeTprn. PacueT Benu o gopmyne 3.1.

m=Vr (3.1
rJie M—mMacca OKCHIHOM MW METAJUTMUYECKOM YacTH, T,

V — 00beM OKCHAHON WA METATINYECKON YaCTH, CM3;

I' - TUKHOMETPHUYECKas IIIOTHOCTh OKCHUTHOW MJIM METaJUTMYECKOMN YacTH, rlem®,

Onpenenenre MIOTHOCTH METANIMYECKOW M OKCHIHOM yacTei ObUIO MPOBENEHO MO METOIUKE
/31. Mecra or6opa mnupo0d misi aHamu3a ykazanel Ha puc. 3.10-3.11. B kagecrtBe
MUKHOMETPHUYECKOW KHUJIKOCTH HUCIOJIB30BAM CIHUPT 3THUIOBBIA BBICIICH o4yncTKH. B Tabn. 3.4
MIPEJICTaBJICHbl PEe3yJIbTaThl M3MEPEHUS IUKHOMETPUYECKUX IUIOTHOCTEH OKCHUIHBIX U
METaJNINYECKUX YacTeH CIUTKOB U3 3TUX SKCIIEPUMEHTOB, a TAKXKE UX PaCUETHHIE 0ObEMBI.

Tab6a. 3.4. Pe3yabTarbl H3MepeHHs NHKHOMETPHYECKHUX IJIOTHOCTEH OKCHIHBIX M
MeTAJIMYeCKHX YacTeil cInTkoB u3 dkcnepumenToB CORDA41, 42 u ux 06eMo0B

OxcuaHas 4acTh MeTajinyeckas 4acTh
CORD
IInoTHOCTD, rlem® O0BeM, e IInoTHOCTD, rlem® O0beM, e
41 11.9 26.3 154 12.7
42 9.8 18.6 11.4 30.0

[TorpenrHocTh onpeieIeHus] MMKHOMETPHYECKOH TUIOTHOCTH cocTaBmia +2%.
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3.4.3. XuMu4ecKkuii aHAJIN3

[TpoOsI pacruiaBa, MITAaHTOBEIE MPOOBI U MPOOBI, OTOOPAHHBIC U3 CIIMTKOB KCIIEPHMCHTOB
CORD28, 29, 34, 37, 41, 42 6b1n poaHaTu3upoBaHbl Ha coaepxkanue Uosy U Zl oo
Ha puc. 3.8-3.11 npencrasiensl cxembl otrbopa mpob B onbitax CORD34, 37, 41, 42 s
PCOA, xumudeckoro aHajan3a v HCKPOBOW MacC-CIIEKTPOMETPUH.

Puc. 3.8. OceBoe ceuenne u cxema oroopa npod caurka CORD34

Puc. 3.9. OceBoe ceuenne u cxema oroopa npod caurka CORD37

X Xumuueckuii aHau3

O HI/IKHOMGTDI/I‘IGCKaﬂ IIJIOTHOCTH

< KTB

Puc. 3.10. OceBoe ceuenue u cxema oréopa nmpod caiurka CORD41
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O PCDOA
\Y
KTB
[ O XA
X
11 [ TMuksOMeTpHyecKas
TTIMTOTHOCTR
IV

Puc. 3.11 OceBoe ceuenue u cxema oroopa npod caimrka CORD42

[Tpo6sI pacrutaBa (0TOOpaHHBIE JOXKKOM) U IITAaHrOBBIE TIPOOBI U3 dKcepumenToB CORD28, 29,
34, 37, ciutok u3 skcnepumernta CORD29 u nosnosuny ciutka u3 CORD34 (puc. 3.8), a Takxke
kycouku maccoir 10 100 mr, otoOpannsie u3 cimutkoB CORD37, 41, 42 (cm. puc. 3.9-3.11)
u3Menpuany 10 pazmepa gactun 100 MM, KBapTOBaH, Jajiee U3MENbYAIN JI0 pa3Mepa YacTHII
He O0onee 50 MKM M 3ateM aHanM3UpoBaIM Ha coaepkanue Ugsy U Zlogy, [Ipu MpUTroTOBICHUN
po0 AJs aHalu3a Bce paboThl BelH B aTMOc(epe aproxa.

[Tpo6s1 u3 axcniepumentoB CORD28, 29, 34 anamu3upoBaid 1Mo METOAWKE, KOTOpas
3aKJIIoyagach B TOM, YTO M3MENBYEHHYIO HaBecKy kKopuyma maccoi 0.1r pacTBopsuin B cMecH
KOHIIEHTPHUPOBAHHBIX KUCIOT opTodochopHoit u cepHoii (1:2) B Toke aproHa, a jajnee oOIIMi
nUpKOHMiA B Buae Zr*" ompenensmm GOTOMETPHYIECKAM METOIOM W3 PacTBOPA, C MHINKATOPOM
KCUJIEHOJIOBBIM OPAaHkEBBIM, & Uygy- Takke (POTOMETPUYECKUM METOJOMC PEAreHTOM apceHas3o
[1.

Mertoa ompeneneHuss OOIIEro IMPKOHUS OCHOBaH Ha OOPa30BaHUH OKPAIIEHHOTO
KOMILTIEKCHOTO coennHeHus upKoHus (IV) C KCHIIEHOJOBBIM OpaH)KEBBIM B PACTBOPE CEPHOM
KHCIIOTBI C MOJIAPHOW KOHIeHTpanued oskBuBaseHta 0,3 — 0,4 MoJIs/ v 140, 41, 42/.
OmnpeeseHno MUPKOHUS HE MeEIarT Oosbiire koaunuectBa Mo, W, U, Zn u Ti. He meraror
npumecu Fe (mo 50 mkr), Pb, Ni, Cu, Thu Ta (>100 mkr) /41, 42/.

Meroauka omnpeaenenuss Ugsy, ¢ peareHTom apcenaso |l mpegnaznauena mist

OIpeeIeHNsT MUKPOKOJIMYECTB ypaHa B oOpasiax 0e3 OTIeJIeHUs ypaHa ¢ YyBCTBUTEILHOCTHIO
0.04 mxr/min /44, 45].

Jiis ipo6 3 CORD37, 41, 42 Obuta WCIoIb30BaHa HOBAas METOIMKA MTPOOOITOATOTOBKH.
[Tpo0OsI, oToOpanubie 3 cautka, maccoi 0.1-0.5r, crasmnsuiu ¢ (3.0£0.5) r mupocynbdara kanus
npu temneparype (900£25)°C 1o mosydeHus: MPO3pavyHOro IJiaBa, KOTOPBIA 3aTeM PacTBOPSIIU
npu HarpeBanun B 200-250mm 1M pacTBOpa CEepHOM KHCIOTHI, a Jaynee (POTOMETPUYECKHM
METOJIOM OTIPENEIISIN OO IIMPKOHUN B BUJIE Zr*™ ¢ KCUIEHOIOBBIM opamkesbiM /40, 41, 42/
1 Ugey, € peareaToM apcenaso 111/43, 44/.

B Ttabn. 3.5 mpeacraBieHBl pe3yabTaThl XMMHUYECKOTO aHAIW3a IPOIYKTOB IUIABKH
sxcniepumenToB CORD28, 29, 34, 37, 41, 42.
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Ta6ua. 3.5. PesyabTarhl xumuueckoro anaausa npo6 CORD28-1, 28-11, 29, 34, 37, 41, 42

Conepxanue, macc.%

Conepxanue, aT.%

(o)a
Ipo6
orx pona U zr | oY U Zr 0
[Tpo6a pacruraBa Nel (28-1) 22.5 69.2 8.3 6.9 55.3 37.8

28 o
ﬂ§’°6a pacrnasa No2 (28- | 595 | 521 | 87 | 129 | 446 | 425

29 [Tpo6a pacraBa 64.8 20.0 15.2 18.9 15.2 65.9
Cpennsist mpoba cnmuTka 65.0 20.3 14.7 19.3 15.7 65.0
Cpennsis nmpoba ciMTKa 58.7 35.7 5.6 25.0 39.6 35.4
[Tanrosas mpoba Nel 56.3 38.0 5.7 234 41.3 35.3

34?2 | lIranrosas nmpoba Ne2 59.1 HE O1Ip. - - - -
[ltanrosas npo6a Ne4 59.7 HE o11p. - - - -
[ltanrosas npo6a Ne5 58.1 HE o1Ip. - - - -
ITpo6a pacruraBa Nel 66.3 25.6 8.1 26.1 26.3 47.5
[Ipoba  pacmmaBa  Nel 25 5 o5 7 488
(Koppem;uﬂ no KUCIopooy) 66.0 255 8_486)

ITpo6a pacruiaBa Ne2 67.2 24.7 8.1 26.7 25.6 47.8
IIpoba  pacrutaBa ~ Ne2 26.0 250 490
(Koppem;uﬂ 1O KUCIOPOOy) 66.9 24.6 8. 486)
Cnutox (BepXHssA 4acTh) 66.2 254 8.4 25.7 25.7 48.5
Cnutok (BepxHss YacTh) o5 7 o5 8 485
(Koppem;uﬂ no KuCJlOpan) 662 254 8386)

37 Cnutok (HIWKHSS 4acTh) 73.6 24.2 22 43.4 37.3 19.3
Cnutoxk (HWKHSS 4YacTh) 397 136 26.7
(Koppekuuﬂ 1o Kucnopooy) 73.0 23.7 3.306)

Crurok (ks wacts) | U™=22.3
1poGa okucieHa® U*=40.1 19.7 17.9 16.4 135 70.1
Cnutoxk (HWKHSS 4YacTh)
po6a okuciena® | 735 23.2 3.3 40.1 33.1 26.8
(Koppem;uﬂ nO KUCIOpoOy)

41% | 3oma | 91.2 11 7.7 43.7 1.4 54.9
onall 97.8 1.3 0.9 85.4 3.0 11.6
3ona IV 98.3 1.0 0.7 88.3 2.3 94
3oHa |l 98.5 1.2 0.3 92.8 3.0 4.2
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YCPEAHCHHOE  3HAYCHMC | gg5 | 117 | 063 | 888 | 27 85
som 11, 1V, 111
3omHa | 70.8 20.9 8.3 285 21.9 49.6
3omna 81.8 16.1 2.1 52.8 27.1 20.1
Boma IV (em. pme.3.11) | U*=25.8

429 | o e osagd Uoazo | 141 17.1 19.1 10.2 70.7
3oia IV (cm. pwuc.3.11)
OKMCJIeHHad” 80.9 17.3 1.8% 52.9 29.5 17.5
(Koppem;uﬂ 1O KUCIOPoOy)

- 0 onpenenen no ocTatky,
- TIpo6a, otobpannas Ha mranry Ne3 (CORD34), npu nU3BJICUECHUH €€ U3 THIVISL OKHUCIMIACH, TIOITOMY aHAIH3
poObI HE TIPOBOTUITH;
- Mecta otoopa npod cm. puc. 3.10;
- MecTa otoopa npod cum. puc. 3.11;
- OKHCJICHHAS METAJTNYECKas YacTb,
- KucJopon 3amaBaiu 1mo gaHasM KTB cm. tabn. 3.50 u mepeHOpMHUpOBaIH JaHHBIE [0 OCHOBHBIM 3JIEMECHTAM.

(I

)

B skcnepumente CORD34 Opiio 0T0OpaHo 5 mTaHroBbIX mpo0. XUMHUYECKHN aHATIHN3
(ompenenenne o0IIero ypaHa) mokasai, 9TO HX COCTaB OJIM30K K CPEJHEMY COCTaBY CIIUTKA.

Kak Oymer ykazano manee (B pasgence 3.4.4) KaTHOHHBIA COCTaB MPoO OMpeAessuIn
MeTo10M (yHIaMeHTalbHbIX napameTpoB PCDA. [l yrouHeHus pe3ylbTaToB, MOJyYEHHBIX
3TUM METOJIOM, MPOObI U3 MeTayutnueckoi (HuwkHei) yactu cautka CORD37 (cm. puc. 3.9), u
3061 |V 13 CORD42 (cm. puc. 3.11) Obutn okucieHsl. [locnenyrommii XUMUYSCKUN aHATH3
MPOBOJMIIA C TENBI0 ONPEACICHUS CTEXHOMETpUU ypaHa mociie okucienus. ConuepikaHue
KUCIIOpOJia B METa/UIe, PACCUUTAHHOE IO TPHUBECY MPOOBI MPH MpOKaTHMBaHUK (OKUCICHUU) U
pe3ysibTaTaM XMMUYECKOT0 aHallu3a, coBnajaaet ¢ pesyiabraramu KTB stux npo6.

Hcnonb3ys CKOPPEKTHPOBaHHbBIC AaHHbIE MO Kuciaopoay (cM. tabn. 3.5) s skcnepuMeHTa
CORD37 6bu1 cocTaBiieH TIOJIEMEHTHBIN OanaHc, mpeacTtaBieHHblil B Tabn. 3.6. HeoOxomammo
OTMETHTb, YTO JUII METALTMYECKOW YacCTH HCIIOJIB30BAINCH CKOPPEKTHPOBAHHBIC TAHHBIE IO
OKHCIIeHHOMY MeTamty. [Ipu pacdere mo3IeMEeHTHOTO MaTepHaIBHOTO OajaHca COCTaB MPOOBI C
30H/a ObLT IPUHAT TOKJIECTBEHHBIM cocTaBy IpoObl Nel.

Ta6a. 3.6. [odnemenTHbIE MaTepuadabHblii 6ananc CORD37 nmo maHHBIM XHMHYECKOT0
aHaJu3a.

Macea Macca CobpanHo, r
OKCHI- MeTaJl-
Bge- o Ju4ec- Mertaa-
Jre- HO . Oxcua-
JI€HO, KO 2 Ju4ec- Cymma, Dr
MEHT 1) 4acTu IIpoob1 Has
r YacTu Kasi r
CJINT- YacTh, I
CJINTKA YacTh, I
Ka, T -
U 345.2 27.33 131.63 186.46 345.43 +0.25
Zr 119.8 | 198.80 253.70 10.38 50.51 58.87 119.75 -0.07
(0] 28.7 3.49 16.66 8.37 28.53 -0.18

i)

2)

—macca mpoob1 Ne1-9.8r, mpo6sr Ne2-14.2r, npoOsI ¢ 30Hma- 17.2r.

— BBEJICHO B pacIliaB 3a BerdeToM mpockineid (M=11.0r) u nebamanca (M=0.5r);

W3 tabin. 3.6. BuaHO, 1edanaHC M0 OCHOBHBIM 3JIeMeHTaM He mpesbimraet 0.5r.
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B T1abn. 3.7. mpuBeneH NOAIEMEHTHBIM MaTepUANbHBIA OalaHC JJIs AIKCIIEPHUMEHTa
CORD42. CocraB MeTaJUIMYECKOW YacTH ompeneisuid mo 3oHe |V(MeTamn OKHCICHHBIN)
CKOPPEKTUPOBAHHOM MO KHCIOpoAy no naHHbIM aHanu3a KTB, cocraB OkcuaHOW 4acTu 1o
KHCIIOPOJly HE KOPpPEKTHPOBAJM, TaK KaK cojaepxkaHue kuciopoxa, onpeneneHHas KTB B aroit
yacTH cocrasiisteT 8.3 macc.%, 4TO COBIIAIIO C JaHHLIMHU XUMHUYECKOTO aHaIN3a.

JlebanaHc M0 OCHOBHBIM 3JIEMEHTaM COCTaBJSIET MpuOIM3uTenbHo 7.5 r (cm. Tabm. 3.7).
BOSMO)KHO, 9TO CBA3aHO C HaAJIMYUECM HCCHUMMCTPHUYHBLIX IIOp B CJIUTKE M KaK CJICACTBUC
OOJIBIIION TIOTPEITHOCTHIO B ONPECIICHHH 00BEMOB 00EUX YacTel CIUTKA.

Taoa. 3.7. ModnemenTHbIE MaTepuadabHblii 6ananc CORDA42 no naHHBIM XHMHYeECKOT0
aHaJIM3a.

Macca M CoOpanHo, r
3 acca
OKCH/IHOM
Bpe- wacTH MeTaJIn4Yec
dure- » | Koiyactu | Oxcua- | Meraj-
JIEHO, | CJIMTKA, 2 Dr
MEHT ) o caurtka,? r/ Has Jnuyeckass | Cymma, r
IUVIOTHOCTH, | 4YacTh, I | YacTh, T
IJIOTHOCT Jent®
b, Tlem® riem
U 400.9 128.86 279.54 408.39 +7.49
Zr 102.5 | 182.0/9.81 | 343.0/11.42 38.04 57.29 95.33 -7.17
(0] 21.7 15.11 6.17 21.28 -0.42

T _ BBezeHO B pacruias 3a BeideToM mpockireii (M=9.0r) u neGananca (M=0.9r);

— Macchl OKCHIHOM M METaJUTHYeCKON yacTell ObUTH MONY4YeHBI PACUETHBIM MYTEM, HCXOs U3 IUIOTHOCTCH H
00beMOB TocIeaHuX (Ta61.3.4).

B T1abn. 3.8. mpuBeneH NOAIEMEHTHBIM MaTepUANBbHBI OallaHC s AKCIIEPHUMEHTa
CORDA41. CocTaB METaNTMIECKON M OKCUIHOM YacTH OTIPEACISUTN yCpeJHsisi cocTaBbl 30H |1-1V
1 30HBI | COOTBETCTBEHHO C KOppeKiuei mo kuciopoay (ta6m.3.5). TIpoOsl paciiaBa 1 ¢ 30H7aa
ObUIM OTHEceHbl K OKcuaHOW uacTu. CojaepkaHHME KHUCIOpPOJa B OKCHUIHOW YacTU Takke
KoppekTupoBainu 1o ganaeiM KTB.

Ta6a. 3.8. ModnemenTHblil MaTepuadabHblii 6ananc CORDA41l no naHHBIM XHMHYECKOT0
aHaJu3a.

Macca Macea Cobpanno, r
OKCHIHOM
Bpe- aaeTH MeTaJTnye-
dute- » | CKOii yacTH
JIeHO, | CJHWTKA, 2 Oxcug- Mertaa- Dr
MenT ) r/ cauTka,” r/ Hasl aunyeckass | Cymma, r
IVIOTHOCTD, '
IUIOTHOCTb, et 4acTh, I' | 4YacTh, T
r/em®
U 488.8 299.60 192.14 491.73 2.90
Zr 10.3 | 327.9/26.3 | 195.2/12.7 3.61 2.28 5.90 4.40
(0] 24.0 24.69 0.78 25.47 1.50

T _ BBezeHO B pacIuiaB 3a BBIYETOM Tpockineit (M=7.3r), nebananca (M=0.6r) u aspozoneii (M=2.3r);

2 o o o o
) — Macchl OKCHIHOH M METAJUTHYeCKOH 4acTeil GBLIM IOTYdEeHBI PaCUeTHBIM MyTeM, MCXONS M3 IUIOTHOCTEH W
00beMOB 31X yacteit (1a61.3.4).
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JlebanaHc MO OCHOBHBIM 3JieMeHTaMm He mnpesbimiaeT 4.4 r (cMm. tadn. 3.8), 4ro Taxxke
CBSI3aHO C HAJIMYUEM TOPBI U, KaK CIIC/ICTBHE, MOTPEIIHOCTHIO OMpPEACIeHuUs 00beMa.

[Monyuennsie nedanance (cM. Tabm. 3.6-3.8) cocramistor MeHee 1% oT oOmieit Macchl
3arpy3Kd, YTO TOBOPHT O pPENpPE3eHTATHBHOCTH TPUBEACHHBIX B TaOim. 3.5 pe3ympTatoB
XUMHNYECKOI'O aHaJIn3a.

3.4.4. PentrenodryopecuieHTHbIH aHAJIN3

DneMeHTHbI  aHalu3  NPOAYKTOB  IUIABKM  MPOBOJWIM  PEHTTE€HOCIEKTPAIbHBIM
dyopecuenTabiM Meto1oM Ha criekrpomeTpe CIIEKTPOCKAH MAKC-GV /45/.

it PCOA mpo6 pacmuiaBa uz CORD28, 34, 37 u ciutko CORD29, 34 noarorasimuBain
MTOPOIIIKH, KOTOPBIC MOJIYJaIH ITyTEM H3MENIbYeHUS Ipo0 70 pasMepa JacTull He 0osee 50 MKM.
[TonyueHHBIE OPOIIKOBBIE TPOOBI IPECCOBAIM B TAOJETKHU U Jajiee aHaJIU3UPOBAJIH.

B CORD37 u 42 s npoBe[eHUs] aHaIM3a U3 BepXHUX (OKCHAMPOBAHHBIX) M HHKHUX
(MeTaIM3UPOBAHHBIX) YacTE€H CIMTKOB OBUIM BBIMUJICHBI TPOOBI, MPEACTABJISIOIINAE COOO0M
ockue nIroBaHHbIe Kycku pazmepamu ~ 10° 15 MM,

[Ipu mpuroToBeHNM MPOO AJIs1 aHATK3a BCe pabOTHI Beu B aTMocdepe aproxa.

JUis  KOJMYECTBEHHOTO aHajlM3a IPUTOTOBJIEHHBIX MPO0  HCIOJIB30BAIM  METOJ
bynnamentanpHbix napameTpoB (M®II), BBIOOp KOTOPOro OOBSACHSETCS B MEPBYIO O4Yepeib
OTCYTCTBHEM CTaHJAPTHBIX (ITAJOHHBIX) OOpA3lOB C MajbiM COJCPKAHHEM KHCIOpPOJa.
CymHOCT, METOAa 3aKIo4yaeTcs B HCIHOJb30BAHUU TEOPETUUYECKHX  3aBUCHUMOCTEH,
ONMCHIBAIOIIUX (U3MUECKHE IMpolLecChl BO30YXKACHUS PEHTTEHOBCKON (UIyopecleHIM B
oOpa3le U MOCIEqyIoLed PEerucTpaluu 3TOr0 M3JIy4EHHUs CIEeKTpoMeTpoM. JlaHHBIH MeTon
MO3BOJISIET PACCUUTATh KOHIIEHTPALMKM IPAKTHUECKHU JII000r0 Habopa onpeAesieMbIX JIEMEHTOB
B HCCIEAyeMOM oOpaslie, HE HCIOJIb3ys HUKAaKUX OO0pasloB CpaBHEHHUS (IpaayHMpOBOYHBIX
o0pasmoB). Heomnpenensemplii Ha CIIEKTPOMETPE KUCIOPOJ 3afaBaiu 1mo pesdyiastaraMm KTB u
Jajee CyMMY 3JIEMEHTOB IpH pacuete npuBoanin k 100%.

Jjis IpoBEpKHU JOCTOBEPHOCTH PE3YJIbTaTOB, NOJydyeHHBIX MeTo oM M®II, Obu1 npoBeneH
PC®A okucnennbix npo6, oroopanusix u3 cautkoB CORD37 u 42. [IpoObl OKUCISUIIN B TEUCHHE
4 qacos, HarpeBas ux 10 1100°C B Bo3aymHO# atMocdepe, Aanee IpoOriIn Ha BUOPOMETBHUIIE
no pasmepa gactur <SOMkM. W3 mOpomkoB mpeccoBasii TaOJETKH, KOTOPBIE 3aTeM
anamsupoBanm Ha criekrpomerpe CIIEKTPOCKAH MAKC-GV ¢ kanmruOpoBKO# MO0 OKCHIHBIM
CTaHJApTHBIM 00pa3IiaM - TaJloHaM.

CpaBHeHHE pPE3yJIbTATOB aHAJIM30B OKCHHBIX 4YacTel CIUTKOB (OKUCICHHBIX U 0e3
OKHCJICHUS) TIOKa3al0 MX COBMAJCHHUE B MpEAeiax MOTPEIIHOCTH u3MepeHuid. Jlis
METAJNIMYECKUX YacTe CIMTKOB 3TO K€ CPaBHEHHE I10Ka3aJl0 3HAUUTEIbHOE PACXOXKICHUE
pesynabratoB 10 30% OTHOCHUTENBHBIX.  Takoe pacxXoKICHHE MOXKET OBITh CBSI3aHO C
OTCYTCTBHEM JIaHHBIX O BIUSHHUH, HalpuUMeEp, PaclOJIOKEHUS aTOMOB B PEIIETKE TBEPJOTO
pactBopa U-Zr Ha Teopernueckue 3aBUCUMOCTH, puMeHsemMble npu M®IIL. Ilockonbky meTon
staioHHOro PCDA sBisiercs 6ojee TOYHBIM, NPU COCTABJICHUU MaTepUAIbHBIX OalaHCOB AJIs
METAJNINYECKUX YacTel CIUTKOB OBbLIN MCIOJIb30BaHbl PE3YyNIbTAThI IO OKUCIEHHBIM MpodaM Kak
HauboJjee T0CTOBEPHbIE.

B Tabn. 3.9 mpuBenmeHbl pe3yiabTaThl aHANM3a MPOO KOpuymMa M3 HSKCIEPUMEHTOB
CORD28, 29, 34, 37,42.
Ta6ua. 3.9. PesyabTarel PCOA npobd aas 3xcnepumentoB CORD28, 29, 34, 37,42

Conepxanue, macc.% Conepxanue, aT.%
CORD | HaumeHoBaHue MPoOObI

U Zr oY U Zr oY

28 [Tpo0Ga pacriaBa Nel (28-1) | 25.0 66.6 8.4 7.7 53.7 38.6
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I[Tpo6a pacmraBa Ne2 (28- 39.6 51.5 8.9 12.9 439 43.2
1)

29 Cpennsist mpoba cnmuTka 64.7 215 13.8 19.8 17.2 63.0
Cpennsist mpoba cnuTka 57.0 35.2 7.8 215 34.7 43.8
[tanrosast mpo6a Nel 55.1 37.0 7.9 20.5 35.9 43.7

347 Miranrosas npo6a Ne2 546 | 375 | 79 | 202 | 362 | 435
[ltanrosas npo6a Ne4 56.5 35.5 8.0 211 34.5 4.4
Tanrosas mpoba NeS 56.6 35.6 7.8 21.3 35.0 43.7
[Ipo6a pacrmaBa Nel 67.7 23.8 8.48 26.4 24.3 49.3
[Ipo6a pacruraBa Ne2 69.6 22.0 8.48 27.5 22.7 49.8
Cnutox (BepXHss 4acTh) 62.5 29.1 8.4 23.7 28.8 474
Cimrox  (sepxuss wacts) | 587 | 252 | 161 | 161 | 181 | 658
OKHCIICHHAS
Cnutok (BepXHsis 4acTh)

37 OKHCIIEHHAS 64.1 27.5 8.38 24.6 27.5 47.9
(roppexyus no xkucnopooy)

Cnutok (HIWKHSS 4acTh) 65.0 31.7 3.3 33.0 42.0 24.9
Crutoxk (HIKHAA 4acTs) |  64.8 18.7 16.5 18.0 13.6 68.4
oxucnennas?

Cnutok (HMXKHSS —9acTh)

OKHCIIEHHAS 75.0 21.7 3.3 41.5 313 27.2
(roppexyus no xucnopooy)

3ona |V 72.9 25.3 1.8 44.0 39.8 16.2
3ona IV oxucnennas® 69.3 14.4 16.3 19.8 10.8 69.4
Soua [V oxncrerias 813 | 169 | 18 | 534 | 290 | 176

429 (roppexyus no xucnopooy)
3oHa V 67.9 23.8 8.3 26.8 24.5 48.7
3ona V okucCiIeHHas 62.1 204 17.5 16.5 14.2 69.3
3ona V okucCiIeHHas

69.0 22.7 8.3 27.4 235 49.0

(roppexyus no xucnopooy)

0

— KHCIopoy 3ajaBaiu 1o gJanHeiM KTB cM. tabm. 3.50;

2
) - TIpo6a, orobpanHas Ha mranry Ne3 (CORD34), npy H3BICUEHHH €e M3 TUIIS OKHCIIHIACH, TIOSTOMY AHAIH3
poOBI HE TIPOBOJIHIIH;

3)
4)

5)

- MecTa otoopa npod cm. puc. 3.11;
- OKHCIICHHAsl METAJUINYECKast YacTh;

- OKHCJICHHAA OKCHUIHas 4acCThb.

B CORD28, 29 u 34 (cm. Tabu. 3.9.) cocraBbl CIMTKOB, a TaKKe MPOO, OTOOPaHHBIX B

X0J€ SKCIICPUMECHTOB, ONIU3KH K CHCIII/I(bI/IIII/IpyeMBIM coCTaBaM, 4YTO TAKXC IOATBCPIKAACTCA
AaHHBIMHU MAaTCPUAIbHBIX OajaHCcOB COOTBCTCTBYIOIUX J3KCIICPUMCECHTOB (MaCCBI IMPOAYKTOB, HEC

y4acTBOBABILHUX B IJIABKE, COCTABIISIOT MeHee 1% 0T 001eii Macchl 3arpy3KH).
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B Ta6n. 3.10 nmpuBeAcH MOAIEMEHTHBIM MaTepUaAIbHBIN O0anaHc 1o gaHHbiM PCDA s
skciepumenta CORD37. Ilpu pacyere cOCTaBOB OKCHIHOW W METAJUIMYECKOM dYacTer
MCII0JIb30BAJIU JIaHHbIE 10 OKUCJIEHHBIM Mpo0OaM ¢ Koppekuuen mno kuciopony. Ilpoba ¢ 3onna
Obu1a oTHEceHa K npoOe Nel.

Ta6ua. 3.10. [TozsiemenTHBIH MaTepuaabHbIi 6adanc CORD37 no nanubim PCOA

Macea Macca CoOpanHo, r
OKRCHI- MeTaJI-
BBe- o JanyJec- MertaJ-
AJre- HOW . Oxcua-
JEeHO, KoMl 2 Judec- Cymma, Dr
MEHT 1) 4acTH ITpo0sI Hast
r YacTH Kasl r
CJINT- 4acTh, I
CJINTKA, 4acTh, I
Ka, r r
U 345.2 28.16 127.43 190.39 345.98 +0.80
Zr 119.8 198.80 253.70 9.55 5471 54.94 119.20 -0.63
(0) 28.7 3.49 16.66 8.37 28.53 -0.17
7

— BBEJICHO B pacIliaB 3a BerdeToM mpockineid (M=11.0r) u nebamanca (M=0.5r);
2 _macca poObI Ne1-9.8r, mpoosr Ne2-14.2r, poOsI ¢ 30H1a- 17.2r.

B Tabn. 3.11 nmpuBeAcH MOAIEMEHTHBIM MaTepUaIbHBIN O0anaHc 1o gaHHbiM PCDA s
skciepumenta CORD42. Jlns pacdera OKCHAHONM M METAUTMYECKOM YacTell  HCIOJIb30BaJH

JaHHBIE IO OKHCICHHBIM 1poOam, 30HbI V u |V (Tadmn. 3.9) cOOTBETCTBEHHO, ¢ KOPPEKIMEH 110
KHUCJIOPOJ1Y.

Tao6.a. 3.11. [lodaemenTHbIii MaTepuanabHblii 6ananc CORD42 no nanubivm PCOA

Macca Cobpanno, r
KCHIHOM Macca
Bee- 0 MeTaIH4e-
AJre- ¢ Hacti CKOIi YacTH
JA€HO0, | CJHMTKAa,? 5 Oxcua- | Meraa- D r
MEHT 1) ’ caurtka,? r/ :
r r/ IOTHOCTE Hasd aundyeckass | Cymma, r
IJIOTHOCT en® " | yacTh, I | 4YacThb, I
b, Tlem®
U 400.9 125.6 278.9 404.5 +3.6
Zr 1025 | 182.0/9.81 | 343.0/11.42 41.3 57.9 99.2 -3.2
(0] 21.7 15.1 6.2 21.3 -0.4

Y _ BBejeHo B paciuias 3a BeraeToM npocsineii (M=9.0r) u neGananca (M=0.9r);

A _ MacCcChbl OKCHI[HOﬁ A METAJNINYECKOH yacTed ObLIN MOJIYUYC€HbI PACYCTHBIM ITYTEM, HMCXOAA U3 IUIOTHOCTEH U

00beMOB TocIeaHuX (Ta61.3.4).
JlebanaHc 1Mo OCHOBHBIM AJIEMEHTaM He mpesbiiaeT 3.6 r (cMm. tabim. 3.11).

[Monyuennsie nedanancel (cMm. Tadm. 3.10-3.11) cocraBnsiror Menee 1% ot oOieit Macchl
3arpy3KH.
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3.4.5. UckpoBasi Macc-CIeKTPOMeETpHs

N3 coutko CORD34 m 37 ObutM BBITTWJICHBI MPOOBI JIJIS ONPEACICHHs KUCIIOpoaa U
JPYTUX 3JIEMEHTOB METOJ0M UCKPOBOM MaccC-CIIEKTPOMETPHH.

IIpo6BI IIPeaCTaBISIM COBOI MPSIMOYTOIBHEIE IPU3MBI pasMepamu npumepro 2 2° (10, 15) Mm®
(xaxxmast 30Ha ObLTA MPOAYOIMPOBAHA ABYMS IPU3MAMH).

AHanu3 ObLI BBIIOJHEH HA UCKPOBOM Macc-criektpomerpe IMS dupmbr JEOL (Snonus) ¢
JBOIHOM (POKYCHPOBKO U 3IEKTPOPErUCTpaLlell Macc-CIIEKTPOB.

[Ipenen oGHapy)eHHs T OOJIBITUHCTBA 3JIeMeHTOB cocTaBuia 0.5 MKr/T.
Pesynbrarel aHanu30B mpeacTaBieHsl B Ta0. 3.12.

Tada. 3.12 Pe3ybTaThl onpeesieHUsI 3J1eMEeHTHOI0 COCTaBa NPO0 CJAUTKA sl
skcnepumenToB CORD34, 37 MmeT010M HCKPOBO# Macc-CIEKTPOMETPUH

CORD U Zr O IIpumecu
macc.%
34 64.05 32.93 2.88 0.14
37 (Bepx) 68.00 20.57 2.32 9.11
(nm3) 79.76 17.71 2.44 0.09

Pacxoxnenue nanHbIx ¢ pesynbraramMu xumuueckoro 1 PCOA aHann3oB, 10 BUAUMOMY,
CBSI3aHO C MUKPOKOJIMYECTBAMU MPOObI IPU MPOBEACHUU MACC-CIEKTPOMETPUU. ITH PE3YIIbTAThI
B JIaJIbHEHIIIEM HE UCIOJIB30BAIH B paboTe.

3.4.6. SEM/EDX ananu3
3.4.6.1. SEM/EDX anauu3 npo6 u3 3xcnepumentoB CORD

OrmpeznerneHre MHKPOCTPYKTYPHI M DJIEMEHTHOTO COCTaBa 0OpasloB IPOBOJHIIOCH
METOJaMH CKAaHUPYIOIIeH 3IeKTpoHHOUW Mukpockomuu (SEM) u  31eKTpoHHO-30HIOBOTO
mukpoananusa (EDX).

HccnemoBanme o00pa3loB METOJIOM JIIEKTPOHHOW MHKPOCKOIIMH OCYIIECTBISUIOCH Ha
CKaHUPYIOIEM JJIEKTpoHHOM MuKkpockorre CamScan MV2300. DieMeHTHBIN aHamu3
BBIJICJICHHBIX YYAaCTKOB 00pa3Ii0B MPOBOIUIICSA C IOMOIIBI0O MHKPO30H10BOM mpuctaBku Oxford
Link Pentafet.

Jliist kaxxmoro oOpasiia mpoBOIUIACH ChEMKA CIIEKTPATHHON XapaKTEPUCTHKH, IO KOTOPOM
OTIPENETISIICS €r0 MHTErpalibHbI COCTaB M COCTaB Kaxaou (asel. KosnuecTBEHHBIN aHaIM3
[POBOJMIIA TIYyTEM CPaBHCHHUS WHTEHCHBHOCTEH CIIEKTPOB OSTAJOHHOTO (0C000 YHCTHIE,
CIeHUAIbHBIM 00pa30M IMOJrOTOBJCHHBIC BEIIECTBA) M HCCIeAyeMoro obpasma. Ilomumo
cramaptHeIX 3tanoHoB U, Zr, UO,, ZrO, BXOIAMMX B KOMIUIEKT MUKPO30HJIOBOH MPUCTABKU
¢bupmbr Link, m1st mpoBepKH KOPPEKTHOCTH MPOBEACHHS ChEeMKH OBLTH MCITOJIb30BaHbl 3TAIOHbBI
COOCTBEHHOTO MPUTOTOBJICHUS.

[Ipenen yBepeHHOTO ONpENENCHUS SJIEMEHTa 3aBUCHT OT €ro IOPsIKOBOTO HOMepa B
nepuoandeckoil cucreme MenneneeBa u konebnercs ot 0.3 macc.% mo 0.5 macc.%.
O6HaPY)KCHI/IC MCEHBIINX KOJIHNYECTB JJIEMECHTOB ABJISICTCA HCHAACKHBIM.
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KonunuectBennas onenka kuciopoaa EDX meTonom B cucremax ¢ TSDKEIBIMH KaTHOHAMU
(U u Zr) sBnsiercst HEeHAIS)KHON 1O TIPUYMHE CYIIECTBEHHOW (Ha HECKOJIBKO TOPSIKOB) Pa3HHIIbI
B MHTCHCHUBHOCTSIX CHCKTPAJIbHBIX JIMHHUN, & TAKXKE IO MPHYUHE OTCYTCTBHS ITAIOHOB OJM3KHX
1o cootHoneHno Me/O k cciielyeMbIM COCTaBaM.

JIist  yTOUHEHHsI COJEp)KaHHS KHUCIOpOJa B METAUIOOKCHJIHBIX KOMIIO3HIUAX Obliia
pa3paboTaHa KOMIUIEKCHasi METOIMKa, Oa3UpyoIasics Ha NCIOJIb30BAHUU CIIETYIOIUX JaHHBIX:

- 00BeMHBIX JI0JIeH cocymiecTByomux (a3 mo pesyiabratam SEM  anammsa (B
NPUOJIMKCHUH U30TPOITHOCTH MUKPOCTPYKTYPBI);

-COOTHOUIEHHS KATHOHOB B (pa3ax 1o pesyinpratam EDX ananusa;

- TPEANOJOXKEHUs] YTO IUIOTHOCTHh (ha3 OJu3Ka K TUIOTHOCTH CTEXHOMETpUUYecKux (a3
(3HaueHMs TJIOTHOCTH KOMITOHCHTOB HAa OCHOBaHHMM JMaHHbIX mpoekrta PaulingFile /46/, Obuin
npussThl paabiMu i UO,(cubic)=10970 kr/m®, wms ZrOx(cubic)=6270 kr/m>, Zr;0=6910
kr/v®; U(cub)=19040 kr/m>; Zr(cub)=6450 kr/v’) ;

- JIONyIIEHUS, YTO IJIOTHOCTH TBEPJIBIX PACTBOPOB TOTYHUHSCTCS 3aKOHY aJTATUBHOCTH
MJIOTHOCTEW COCTABIISIONINX €T0 KOMIIOHEHTOB,;

- M3BECTHBIX JAHHBIX O (DA30BBIX PABHOBECHSX B OWHAPHBIX CEUYCHUSX HCCIICITYSMOM
CUCTEMBI;

- MPEINOJIOKCHUsT HECYIIECTBEHHOTO yXOJa COCTaBa CHCTEMbl OT 3aJaHHOro (Ha

OCHOBAHHWH MaTEPHAILHOIO OajaHca OIBITOB).
YTo4HMM, YTO, €CIU IUIOTHOCTh KOMIIOHEHTA HEU3BECTHA, a COJCpIKaHUE ero B (ha3e HEBEIHKO,
MPUMEHSUTHCh 0COObIE METOAMKH OIEHKH Macchl. Tak, mis ydera pactBopeHHoro B a-Zr(O)
ypaHa ObLIO MCIOJIB30BAHO JIOMYIEHUE HE3HAYUTEILHOTO M3MEHEHHUs MOJIBHOTO 0Obema (assl,
M Macca B 3TOM CJIydae BBIYMCISIIACH UCXOIS U3 MOJICKYJISIPHOM MacChl TBEPJIOTO pacTBopa ZI3.
xUxO 1 nm3BecTHOTO 3HaUYeHUs IIOTHOCTH WISt Zr30.

Cnemyer oTMmeTtuTh, 4drOo omnpenenenne mo SEM  oOpazam  00BEeMHBIX JIOJICH
COCyIIeCTBYIOIIMX (a3 WMeeT psil CYIIeCTBEHHBIX OTPAHMYCHHH, CHUJIBHO BIIMSIONIMX Ha
MOTPEIIHOCTh JaHHOro Meroda. Heo6xoaumo, 4ToObl M300pakeHHsI ObUIM HAKOIUIEHBI IpU
YBEIMYCHUH, IOCTATOYHOM JUIS YETKOTO paspemenns (a3zoBbix rpaHull. [1o 3Toit npuunHe mpu
otOope TmpeanouyTeHue oTaaBaiock SEM  m300pakeHHsM, TOJYY4EeHHBIM Ha  OOJBIINX
YBEIMYCHUSAX C YETKO OYEPUCHHBIMH T'paHUIIaMU Mexay (azamu. J[aHHOE OorpaHHMYCHHE MOXKET
CHJIPHO CKa3bIBAaThCS HA IPEICTABUTEIBHOCTH PACCUYMTAHHOTO COCTAaBa IO NMPUYHHE MAaJOCTH
TUTOIIAJIN ¥ HE TaBaTh BO3MOYKHOCTH paboTaTh C CHIIBHO aHU30TPOITHBIMH CTPYKTYpPaMH.

Cnutku, nonmydernbsie B okcriepumenTax CORD34, 37, 41, 42 u CD3, 5, pa3pe3anu 1o ocw,
U ¢33 II0JJOBUHKHU HWJIN T-IeTBCpTI/IHKI/I TOTOBUJIN aHIHJ'II/I(bBI. )Ianee HpOBOHI/IJ'ICﬂ aHaJIn3
MUKPOCTPYKTYPBI U UACHTU(PUKAIMS COCYIIECTBYIOMUX (a3.

Muxkpoctpykrypa npod mis sxcriepumenToB cepun CORD npexacrasnena Ha puc. 3.12-
3.69, a BatoBoi#1 cocTaB npod — B Tadu. 3.13-3.47.

Ikcnepument CORD28

N3 oskcnepumenta CORD28-1, 28-11 Obutni mpoaHaIM3WpPOBAHBI  TEMIUIETHI,
MOJTOTOBIICHHBIE W3 MPO0O paciuiaBa, OTOOPaHHBIX MPH W3MEPEHHUU TEMIIEPATyphl JIMKBHIYC
IByX cocTtaBoB. Kak mepBas, Tak W BTOpas NpOObl MMEIOT MEJIKO3EPHHCTYIO CTPYKTYpY,
XapaKTEepHYIO JUIS  YCJIOBHS OBICTpOM 3akanku oOpasma. OcHOBHbIMH  ¢azamMu B
3aKpPHCTAJUIM30BAHHOM paciuiaBe sBisitorcst ¢dassl Ha ocHoBe 0-Zr(O) u (U,Zr)O.x.. Da3oit
MEPBUYHOTO BBIJICJICHUS SBIISICTCS, MO-BUAUMOMY, TBep/blil pacTBop Ha ocHoBe (U,Zr)Ozy (puc.
3.12, 3.13 u Tta6n. 3.13, 3.14). Takke OTMEYalOTCS PABHOMEPHO paclpeesieHHbIe M0 BCei
MJIOCKOCTH IITH(a TOPhI ¢ XapaKTepHBIM pazMepoM ~5 MKM. [lopel cocpenoTodensl B 00nacTH,
oboramenHoit (azoit Ha ocHoBe TBepaoro pactsopa o-Zr(O). INocaemHee 0OCTOATEILCTBO H
OKpYIJIbIe OYepTaHWs TOp JAl0T OCHOBAHWE IMpEIIojaraTh, YTO TpPUpOAa HX 0Opa30BaHUs
CBsI3aHA C BBIJCJICHUEM M30BITOYHOTO KHCIOPO/a B mporecce Kpuctamuuzaimu o-Zr(0). MoxHo



a7

TaK)Ke€ OLEHHUTH IPeIe] PacTBOPHMMOCTH ypaHa B TBEpIOM pactBope Ha ocuoBe a-Zr(O),
COCYILECTBYIOIEM C TBEPIABIM pacTBopoM coctaBa Ugs3Zro 4702 IpH TeMIIEpaType, 0T KOTOPOi
Obu1a Tpou3BeeHa 3aKanka — Zr2.84Ug 16014+x.

1(SQ)

Puc. 3.12. Muxpodororpapuu (2) ¥ cBeIeHHOE IO KOHTPACTY K TpPeM OTTEHKaM
n300pakeHne MUKPOCTPYKTYPbI 30HbI 1-1 (D) mpoon1 Nel oopasua CORD28-1

Ta6ua. 3.13. lannbie EDX-ananu3a u 1aHHbIe pacyeTa BajJoBOro cocTaBa npoobr Nel
oopasuma CORD28-I

Ne U Zr @]

wacc.% 2829 | 63.63 | 808
QL "Mon% 899 | 5278 | 38.23

Mon.% MeOy | 14.56 | 85.44

macc.% 25.9 66.13 7.97
SQL™ " Mon% 817 | 5442 | 3741

Mon.% MeO, | 13.05 | 86.95

wacc.% 62.34 | 20.77 | 16.89
Pl "Mon% 16.95 | 14.74 | 68.31

Mon% MeO, | 535 | 465

macc.% 11.84 | 79.22 8.95
P2 "Mon.% 337 | 58.78 | 37.85

Mon% MeO, | 542 | 94.58
ppec | macc.% 6461 | 2153 | 13.86

Mon.% 19.76 | 17.18 | 63.06
pocde | macc.% 1211 | 80.96 | 6.93

Mon.% 371 | 647 | 3159
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Oo6pabotka SEM m3o6paxenus 30ub1 1-1 (puc. 3.12b) mo3Bosmia onpeaeanTh 00beMHbIE
JOJHM coCymecTBYIOmMuUX (a3: moposoe mpoctpanctBo — 1.67 06. %, dasza na ocuose a-Zr(O)
(remuas daza) — 76.93 00. %, dhaza na ocaose (U, Zr)O, (cBeTnas dasa) — 21.4 06. %.

B xavecTBe KpuCTaUM3yrOIUXCS (a3 Isl OIEHKH BAJOBOTO COCTaBa MOJYYEHHBIX
KOMITO3UIIMI ObUTH MPUHATHI TBepblit pacTBop (U, Zr)Oz ¢ COOTHOIIECHHEM KaTHOH:KHCIOPO,T
kak 1:2 u coequnenne Zr30O, kak Hambosee OJM3KO OTBEYAIOIIEE COJEPKAHUIO KHCIOpOJa B
oOpa3yrommeMcst TBepaoM pactBope ZrsxUxO. KomndecTBo pacTBOPEHHOTO ypaHa B MOCIICIHEM
OTPENEISUIOCh MCXOJs M3 JaHHBIX, MOJydeHHBIX Merogom EDX (tabm. 3.13, P2). Takum
oOpa3om, mpezaen pactBopuMmoctd ypaHa B (aze ZrzxUxO, cocymecTByromeil ¢ TBEepAbIM
pactBopoM Ugs3Zro4702« (Tabn. 3.13, Pl), oTHeceHHBI K TeMmmeparype, OT KOTOpoOil Obuia
MIPOM3BE/ICHA 3aKaJIKa, MOKHO OLEHUTH KakK ZI7g5Up 1501 4.

Ha ocHOBaHuM HaHHBIX MO MJIOTHOCTH W OOBEMHOU J0JIe COCYIIECTBYIOIIUX B CHCTEME
¢a3 mosyueHo wux MoJsibHOe oTHomeHwe: 35.96 Mo, % Uos3Zros702, u 64.04 mon. %
Zr285U0.15014x (15.77 MOIL. % Ugs53Zr0.470- 1 84.23 moi1. % Zro_95Uo_0500_33+x).

PesynbTaThl pacdera BaJIOBOrO COCTaBa MpuBeIeHHI B Ta0. 3.13 (SQlC""'ﬂ.

Hcnosb3yst n3BECTHBIE TaHHBIE O (Da30BBIX PAaBHOBECHSX, U 3HAS COOTHOIICHUE KATHOHOB
B MIPOUJCHTH(PHUIIMPOBAHHBIX (Da3ax, MOXKHO OIICHUTH TOJOKECHHUE KOHHOMBI IPU MHHHUMAILHO
BO3MOXKHOM COZEpKaHUU KHciIopoja B TBepaoM pactBope UyZrixOo.y. Tak, i skcriepuMenTa
CORD28-I crexuomerpus TBepaoro pactBopa UgssZros7O171 BBIOpaHa Ha OCHOBaHUH
M3BECTHOW MH(POPMAIIMK O MAKCUMAILHOM 3HAYEHHUH pacTBOpUMOCTH Kuciaoposaa B U (63.8 most.
%) /20-22/ u B Zr (61 mon. %) /26-27/ npu Temneparype, OT KOTOPO# MPOU3BOINIACH 3aKaJKa
[Ipu »TOM mpexdmonaraercsi, YTO JUIi TBEPAOTO pPAcTBOpa pPACTBOPHMOCTH KHCIOPOAA
MOYUHSACTCS JIMHCHHOMY 3aKkoHYy. B aToM ciydae TBepmomy pactBopy UossZros70171 Oymer
MIPOTHUBOJICKATh TBEPABIH pacTBOp Zr84U016014x, ¢ comepxkanuemM kuciopojga B Hem 31.59
Mos1.% (pacueTHoe MoJibHOE cooTHOIIeHHe — 26.73 Moin.% Uos3Zros7O171 u 73.27 mon.%
ZroosU0050046, coctaB mpuBenen B Tabn. 3.13, Toukn P19 u P2¥9).Cxema, noscusromas
MIPUHIIKI POBEICHUST KOHHO/IBI, TIPEJICTaBIcHa Ha puc. 3.13.

Crnegyer OTMETHUTh XOPOIIEE COTJIAaCOBaHHUE pe(':’;?’J'[BTaTOB EDX, SEM/mnotHocTh
xumudeckoro aHanmusa (cpasau Tabn. 3.13 SQ1 u SQ1¥°¢ u tabn. 3.5, npob6a pacruara Nel

CORD28-I) u HeOosbIlioe OTKIOHEHHE COCTaBa MPOOBI OT HCXOJHOrO cocTaBa (Tabm. 3.2,
CORD28-I).

80

U 20 40 60 80 Zr
moit. %

Puc. 3.13. [IpuHIHMN NMOCTPOEHHS KOHHOABI W ONpe/lesieHUusl COAepP:KaHusl KHCJI0poaa B
MEeTAJIM3UPOBAHHOH (a3e; cTpeJiIkaMH YKa3aHO HANpaBjieHUHe OIMMOKH NPH OLEHKe
cojiep:KaHusl KMCJI0pPoJa B cocyliecTBywimx (pazax na npumepe CORD28-1)
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(b)

Puc. 3.14. Muxpodororpapuu (2) ¥ CcBeeHHOe IO KOHTPACTY K TpPeM OTTEHKaM
H300pakeHrne MUKPOCTPYKTYPbI 30HbI 2-1 (D) mpoon1 Ne2 oopazna CORD28-11

Ta6ua. 3.14. lannbsie EDX-ananu3a u 1aHHbIe pacyeTa BaJoBOr0 coCTaBa mpoobl Ne2
oopasuna CORD28-11

Ne U Zr (@)

viace % 20.85 | 48.23 | 10.92

QL 0% 1241 | 38.23 | 49.36
Von.% MeOy | 2450 | 75.50

o | Macc.% 39.82 | 50.13 | 10.05

Q1 vion% 12.44 | 40.86 | 46.70
Von.% MeOy | 23.34 | 76.66

viace % 67.71 | 16.23 | 16.06

Pl on% 1040 | 12.13 | 68.46
von.% MeOy | 6152 | 38.48

macc.% 11.19 | 83.46 5.34

P2 Mon% 363 | 7060 | 25.77
moi1.% MeO, | 4.89 95.11

p1edc | macc.% 70.26 | 16.84 | 12.90

von% 22.95 | 14.35 | 62.70

pocac macc.% 11.18 | 83.33 5.49

von% 3.60 | 70.06 | 26.34

[Tpu o6pabotke SEM mzobpaxenus 30ub1 2-1 (puc. 3.14b) Oblan onpesiescHbl 00beMHBIE

JIOJIM COCYIECTBYoMMX ¢a3: mopooe mpocrpancTBo — 1.85 00. %, dasa Ha ocHoBe a-Zr(O) —
56.71 06. %, daza na ocaose (U, Zr)O,.x—41.44 06. %.
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PesynbTaThl pacdera BaJIOBOrO COCTaBa MpHUBEeHHI B Ta0. 3.14 (SQlC""'ﬂ.

PesynmbraTthl pacdeToB, aHANOTHYHBIX MHpoBeaeHHBIM it mpoObl CORD28-I, Taxke
npuBeacHbl B Ta0n. 3.14. Jlons oxkcuaupoBanuoi (asbr UgeaZro 380183 (Tabn. 3.14, Touka P1)
COTJIACHO pacueTHOM omeHke coctaBmsier 51.3 Mon.%, a wmeraum3upoBaHHOW (a3l
Zr0.95U0.0500.28 (Tadi. 3.14, Touka P2) —48.7 M01.%, COOTBETCTBEHHO.

Ha puc. 3.15 mpencraBiena amarpamma cuctembl U-Zr-O ¢ HaHECEHHBIMH Ha HeEe
pe3yibTaTaMi HM3MEpEHHUs cocTaBa M Temieparypsl JukBuayca (meromom BITA WITXT)
skcniepumenToB CORD28-1 u 28-1l. MoXHO KOHCTAaTUPOBaTh HEIUIOXYIO COTIACOBAHHOCTH
JaHHBIX 110 COCTaBY KOMMO3uIit. OTKIOHEHHE COCTaBa, onpenesieHHoro merogamu SEM/EDX
u SEM/InoTHOCTE, B CTOPOHY YBEIMYCHHUS COJACPKAHUS KHCIOPOJa OT UCXOHON KOMITO3HIIUU
mis CORD28-II BO3MOXHO CBSI3aHO C HEMPEICTAaBUTEIBHOCTHIO IUIOIIATH, IO KOTOPOM
MpOBOJWIICS aHaiu3 (OTTECHEHHWE B JaHHOW 30HE TBepAbIM pactBopoM Ha ocHoBe (U,Zr)O:
0oJtee JIerKoIIaBKoi (ha3bl Ha OCHOBE TBepA0ro pacTBopa a-Zr(0)).

8Q

U] 20 40 60 80 Zr
moi1. Y%

Puc. 3.15. PesyabTaThl 3kcnepumenta CORD28-1, 28-l11:@ - ucxoanswlii cocraB, ¢ -
SEM/EDX, + - SEM/mioTHOCTb, A - KOHIbI KOHHOJ, ONpeJIejieHHbie HAa OCHOBAHHH
nanabIx SEM/EDX, HCX0HOT0 cOCTaBa 3arpy3KM U JaHHBIX 0 PACTBOPHMOCTH KHCJI0pPOIa
sUnZr

Ixcnepument CORD29

N3 skciepumenta CORD29 0Obl1 mpoaHaIM3UPOBAH TEMIUIET, IMOATOTOBICHHBIA W3
poOBbI paciiaBa.

OcHoBHoO#1 (ha3oii sBiseTcs (a3a Ha ocHoBe TBepaoro pactBopa (U,Zr)Oyy ¢ pasHbIM
cooTHolieHueM KaTuoHoB (puc. 3.16, ta6n. 3.15, P1-P3). B wmarpuie OCHOBHON (a3bl
HAOJIOJAF0TCST OKPYTJIbIC BKJIFOUCHHs (a3bl Ha OCHOBe TBeporo pactBopa a-Zr(O) (tabim. 3.15,
P4). ITopuctocTh UccieayeMoro oopasia He3HaYUuTeIbHa.
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[Ipenen pactBopuMocTH ypaHa B (ase Ha ocHOBe TBepaoro pactBopa o-Zr(O),
COCYIIIECTBYIOIICH C TBEPABIM pacTBOpoM mepeMeHHOTO cocTaBa UyxZrixOp, OTHECEHHBIH K
TeMIieparype, OT KOTOpol Obljla TIPOM3BE/ICHA 3aKallka, MOXHO OIICHHWTH 10 JaHHBIM EDX kak
Zr286U0.14014x.

CBejieHHE TI0 KOHTPACTy K 4eThipeM oTTeHKaM SEM m3obOpaxkenus 30ub1 1 (puc. 3.16h)
MTO3BOJIHJIO OIPEACTUTh 00BEMHBIC JIOJIH COCYNIECTBYIOMUX (a3: OpoBOe MpocTpaHcTBo — 1.29
00. %, daza na ocaose a-Zr(O) — 6.17 06. %, da3a Ha ocHoBe TBepaoro pactBopa (U, Zr)Ox
cojepkamias OoJblliee KOJMYSCTBO ITMPKOHUS — 73.65 00.%, ¢a3za Ha OCHOBE TBEPJIOTO
pactBopa (U, Zr)Oy« coaepxkaiiiasi MEHbIIIEe KOJIUIeCTBO nupKoHus — 18.9 06. %.

Pe3ynbrarhl pacyera BaJloBOro coctaBa MpuBeACHHI B Ta0m. 3.15 (SQlca"'").

Ha puc. 3.17 mpencraBiena aumarpamma cuctembl U-Zr-O ¢ HaHECEeHHBIMH Ha HeEe
pe3yiabTaTaMd H3MEPEHHs CcOocTaBa W TeMmieparypbl JukBuayc (meromom BITA HIIXT)
skcniepumenta CORD29. Paznuune B OTHOIICHWHM KAaTHOHOB, OIPEACICHHOM METOJIaMu
SEM/EDX u SEM/muioTHOCTB, BEpOSTHO, OOBACHSCTCS JBYMs NpPUYMHAMH. Bo-mepBbIX,
3aHIDKEHUEM CcoJiepkaHus ypaHa B (aze npu ompenenennn EDX meronom mo mnpudmbe
CIIMIIKOM MaJlor0 XapaKTepUCTHUYECKOro pasMepa ¢aspl, a, BO-BTOPHIX, HEMPEPHIBHOTO
U3MEHEeHHUs coctaBa (a3sl Ha OCHOBE TBepHbIX pacTBOpoB (UyZriyOs.y), BCeACTBHE KOTOPOTO
ceeaeane SEM m300paxkeHHs] IO KOHTPACTY K JIBYM YPOBHSM Il MAaTPUYHOUM (Da3bl MMeEeT
3HAYUTEIBHYIO HEOIIPE/ICICHHOCTh. BMmecTte ¢ TeM, colep)kKaHue KHCIOPOJa, OLEHEHHOE
MeTo10M SEM/ITOTHOCTB, XOPOIIIO CortacyeTcs ¢ AaHHbIMH Xumuueckoro u EDX anamuzos. B
IIEJIOM, TAHHBIE HETUIOXO COTJIACYIOTCS IPYT C APYTOM.

(b)

Puc. 3.16. Mukpodotorpaduu npoodsi () U CBeIECHHOE 110 KOHTPACTY K YeTbIPEM 0TTEHKAM
n300pakeHne MUKPOCTPYKTYPbI 30HbI 1 (D) mpo6s1 o6pazua CORD29



52

Ta6ua. 3.15. lannbie EDX-ananu3a u 1aHHbIE pacyeTa BaJoOBOr0 COCTaBa NMPoodbI 06pa3na

CORD29
Ne U Zr @]
Macc.% 64.63 20.27 15.1

QL T on% 1889 | 1546 | 65.65
Mon% MeO, | 55.00 | 45.00

o | Macc.% 6201 | 2287 | 1512

SQI™ ™ von% 17.80 | 17.22 | 649
Mon% MeO, | 50.95 | 49.05

Macc.% 62.75 21.33 15.92

Pl " on% 17.66 | 15.67 | 66.67
von% MeO, | 5299 | 47.01

Macc.% 70.84 14.54 14.63

P2 ™ on% 217 | 1162 | 66.67
Mon% MeO, | 6512 | 34.88

Macc.% 7136 | 1410 | 1454

P3 I on% 2199 | 11.34 | 66.67
Mon% MeO, | 6598 | 34.02

Macc.% 1032 | 8160 | 808

P4 I on% 301 | 6199 | 3500
Mon%MeO, | 462 | 9538

O 20 (Tiig=2461°C)
>7 N 80

20

40

60

moi. %

Puc. 3.17. PesyabTarsl 3kcnepumenta CORD29: @ - ucxoausblii cocras, ¢ - SEM/EDX, + -

SEM /t1oTHOCTD
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Ixkcnepument CORD34

Kak yxe otmedanoch, 3kcrnepumeHT CORD34 BBIONHSICS C IICNIBIO CPaBHECHHUS
AKCIEPUMEHTAIBHBIX JaHHBIX, MOJydeHHBIX 110 Iporpamme COLOSS B ITU. U3 mpo6 pacmiaBa
ObUTH MOATOTOBJIEHBI TeMIUIEThI M BhimosiHeH ux SEM/EDX ananu3z (puc. 3.18-3.21). Ciautok
MOCJe KPUCTALTM3AMU ObUT PACIMJICH MO0 OCH, M U3 HEro ObUI TaKKe MOJIrOTOBIICH TEMILICT
(puc. 3.12).

CpaBHHMBass MHKPOCTPYKTYpYy oToOpaHHbIX mpo0d (puc. 3.18) U MHKPOCTPYKTYpY
pasnuuHbX obOmactei cnutka (puc. 3.23, 3.24), OTMETUM MEJIKO3CPHHUCTBIA JICHAPUTHBIN
XapaKTep HITAaHTOBBIX MPOO, YTO YKa3bIBACT HA KPUCTAJUTU3AIMIO B YCIOBUAX 3akanku. Kpome
TOr0, OHM MMEIOT HE3HAYUTEIbHYIO OPUCTOCTh. [IpU3HAKOB pacciianBaHUs paciijiaBa JaHHOTO
cocTaBa He OOHAPYKEHO.

! | Wy 4o %
b8y

1-1

(b)

Puc. 3.18. Muxpodororpapuu (2) u cBeIeHHOE IO KOHTPACTY K TpPeM OTTEHKaM
n300pakeHne MHUKPOCTPYKTYpbl 30HbI 1-1 (D) oOpa3uma, oroopanHoro co mranru Nel
skcnepumenTa CORD34

Ta6ua. 3.16. lanusie EDX ananu3a o6pa3ua, oTo6panHoro co mranru Nel

Ne U Zr @]
wacc.% 5406 | 33.28 | 12.67
SR "Vion.% 1641 | 26.36 | 57.22
Mon.% MeOy | 38.37 | 61.63
wacc.% 57.10 | 32.88 | 10.02
SQL™ N ond% 1056 | 29.39 | 5105
Mon.% MeOy, | 39.96 | 60.04
macc.% 87.71 3.09 9.19
Pl "Mon% 37.72 | 347 | 588
Mon% MeO, | 9157 | 843
macc.% 79.89 6.72 13.4
P2 "Mon% 2692 | 591 | 67.17
Mon.% MeO, | 82.02 | 17.98
P3| macc.% 17.14 | 70.72 | 12.13




Mon.% 448 | 48.28 | 47.23
Mon.% MeO, | 850 | 91.50

AHamM3 MHUKPOCTPYKTYpPhI TMO3BOJIICT CHENaTh 3aKIOYEHUE O COCYIIECTBOBAHHU B
oOpa3siie, o kpaiiHed mepe, Tpex ¢a3. BeposTHo, omHa W3 HUX - (a3a HA OCHOBE TBEPJIOTO
pactBopa (U,Zr)O,, Haubosee tyromiaBkas u Oauskas mo cocraBy K UO,., oObeMHast m0J1s
koTopoii HeBenuka (puc. 3.18a, tabn. 3.16, Touka Pl). /[Be npyrue - ¢da3a Ha OCHOBE TBEPIOTO
pactBopa (U,Zr)Oz, ¢ 60mbmium conepxkanrem Zr (tabm. 3.16, Touka P2), ¢ oTHomeHHEM
KHACJIOPO.KaTHOH Onu3koM K 2, u (ha3a Ha OCHOBe TBepmaoro pacropa a-Zr(O) (radm. 3.16,
touka P3).

[Ipenen pacTBOPUMOCTH ypaHa B IMOCIEIHEH (a3e, COCYIISCTBYIOMECH B PaBHOBECHH C
TBepAbIM pacTBOpoM U1xZryxOo.y, OTHECEHHBIH K TeMIEpaType, OT KOTOPOW OCYIIECTBIISIACH
3akajka obpasmna (2340°C), MOKHO OLIEHUTh Ha OCHOBAaHUH JaHHBIX EDX kak Zr74Up2601+x.

CBeneHue 1o KOHTpacTy K TpeMm orreHkam SEM wm3o0pakenmst 30HBI 1-1 o0Opasma,
orobpannoro co turanrd Nel (puc. 3.18b), mo3BosmiO ompenenuTh OOBEMHBIC JIOJIU
cocymiectByromux ¢a3. ¢aza nHa ocHoe a-Zr(O) — 47.28 06. %, ¢da3a Ha OCHOBE TBEPIOTO
pactBopa (U, Zr)O,, comepikaiias He3HAYUTEIBHOE KOJUYECTBO HUPKOHUS, — 2.22 00. %, daza
Ha ocHOBe TBepzoro pacteopa (U, Zr)O,, cogepskarias 6obiiiee KOJIn4ecTBO HupKkoHus — 50.5
00. %.

B ta6u1. 3.16 npuBeneH TONBKO pe3yibTaT paciyeTa BAJIOBOTO COCTaBA OTOOPAHHOM MPOOBI
(SQ1°3'°). JlocTOBEpHOW IKCIIEPHUMEHTAIBLHOM OICHKH BaJOBOTO COCTaBa MPOOBI TMOJIYYHTH HE
ynanoch. [IpyumHOM 3TOrO  SABISETCS OTHOCHUTEIBHO HEOOJBIIOW KOHTPACT MEXKIY
3aKpPHCTAJUIM30BAHHBIMU (Da3aMH, MEIKO3EPHHUCTAs CTPYKTypa (TPYJHOCTH OMpPEACICHUS Jaxe
KaTHOHHOTO COCTaBa) M HeNpepbIBHAS pacTBOPUMOCTh U, ZI 1 UX OKCHUAHBIX (GOpM APYT B JApyre
IPU BBICOKUX TeMIIepaTypax.

W lmez il i L 11
[ERP [T S AP
P U FS

Puc. 3.19. Muxkpodortorpadusi odpa3una, OoTOOpPaHHOro co ITAHTU Ne2 IKCHEPHMEHTA
CORD34

Ta6ua. 3.17. lannsie EDX ananun3a o0pa3na, 0TOOPaHHOTO ¢O IITAHTH Ne2

Ne U Zr @]
macc.% 53.37 | 35.10 | 11.53
Q von% 16.87 | 28.94 | 54.19
Mon.% MeO, | 36.82 | 63.18
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Puc. 3.20. Mukpodortorpadusi odpa3ua, oToOpaHHOro co mranru Ned sKcHepHMeHTa
CORD34

Ta6a. 3.18. lannsie EDX ananu3a o6pa3ua, oToopaHHoro co mranru Ned

Ne U Zr @]
macc.% 5570 | 31.86 | 12.44
Q von% 17.20 | 2567 | 57.13
Mon.% MeO, | 40.12 | 59.88 -

FT -.”. - L || I
Yoozamay CATZ 22z hCh 200

wagE B eZrE)
& s 1 B S SEM

Puc. 3.21. Muxkpodororpadus odpa3ua, oToOpaHHOro co mranru NeS5 skcmepumeHTa
CORD34
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Tao6a. 3.19. lanubie EDX ananu3a o6pa3ua, oToopanHoro co mranru Neb

Ne U Zr @]
wace.% 5541 | 32.00 | 12.49
R [von% 17.05 | 25.77 | 57.18
von.% MeO, | 39.82 | 60.18

| 1cm |
- .!
2 o~ s

Puc. 3.22. Ilponoanublii pa3pe3 cantka 3xcnepumedtTa CORD34 ¢ momeuyeHHBIMH 15
SEM/EDX mucciienoBaHusi 001aCTAMHA

Oco0eHHOCTh MUKPOCTPYKTYpPBI paccmarpuBaemMoit dasel (puc. 3.23, oonacts 1-1-2-1) —
PaBHOMEPHO pacCIpe/e/iCHHbIC BKIIOUEHHs OoJice TshKeaod (a3bl (CBETJbIC 3epHA B TEMHBIX
OKpYIJIbIX 00pa3oBanusx). OOpa3oBaHUE ITHX CBETIIBIX 3¢PEH CBUIACTEIBCTBYET, [TO-BHIUMOMY,
0 pacmaze TBepAoro pactBopa Zrz74Up2601+x B TBepao# (haze B mporiecce OXJIakISHHUS H3-32a
YMEHBIICHHUS TMpejaena pacTBopuMocTH ypaHa (tabm.  3.20, MeTa/uTM3UpOBAHHBI U
OKCHIMPOBAHHBIA TBEPJbIC PACTBOPHI). BeileACTBHE TAKOrO SIBICHUS BO3MOXHO 3aHHUKCHUEC
npejena pacTBOPUMOCTH TNPH aHaiu3e (as3bl, MOCKOIBKY OH INPOBOAMJICS B TOYKE, a HE TIO
wiomaau (tadm. 3.20).

AHaJOrMYHBINA aHAM3 U pacyeT ObuT mpoBeaeH s obnacteit 1-1-1 u 1-1-2-1 (puc. 3.23,
tabn. 3.20), B KOTOpbIX 0ojiee KOPPEKTHO MOXXHO OIICHUTh KAk OTHOIICHUE
3aKpPHCTAJUIM30BAHHBIX B CUCTEME 3€PEH TBEPAOro pactBopa Ha ocHoBe a-Zr(O) k MarpudHOMY
tBepaomy pactBopy UO,-ZrO, (obmacts 1-1-1, 46.35 06.% na 52.27 06.%, COOTBETCTBEHHO MPHU
obmeit mopucroctu obdmactu 1.38 00.%), Tak u cooTHomeHHE (a3 B PaCHABIIUXCS TBEPIbIX
pactBopax (obmacts 1-1-2-1 u puc. 3.23b).

Koppekuuto cocraBa mo ganabiM SEM oGmactu 1-1-2-1 (puc. 3.23b, metallized ss)
MOXKHO OCYIIECTBUTh IyTeM OLECHKH OOBEMHOr0 OTHOIICHHUS COCYyHIeCTBYOIMX (a3 B
pacmaBmiemcs TBepaoM pactBope a-Zr(U)(O): okcumupoBanHas ¢a3a Ha OCHOBE TBEPIOTO
pactBopa ZrzxUxO — 88.43 06. % (kaTwoHHBI coctaB B3saT mo Touke P3 Ttadn. 3.20) u
MeTaJJI3upoBaHHas (aza MPEoJIOKUTENbHO Ha OCHOBE TBepaoro pactBopa Ui,Zry — 11.57
00.%. Takas olleHKa BaJIOBOTO COCTaBa 3€pPEH PACIABIIETOCsS TBEPAOrO pacTBOpa MpHUBEICHA B
tabn. 3.20 (metallized ss). MonbHoe otHomeHue pacmaBimxcs (a3 UpxZrkZraUxO —
13.18:86.82 m011.% (B mepecuere Ha Zr1.xUxOo33).

Kak MoxHO 3akimrounth U3 aHanmuza SEM wm3oOpaxkenus obmacrerr 1-1-2 m 1-1-2-1, B
MaTpu4HO# daze co ctopoHsl UO2-ZrO,, HecMOTps Ha claldblii KOHTPACT M Pa3MBITOCTh TPAHUII,
MOXXHO BBIAEIUTH, 10 KpailHell mepe, Tpu ¢a3bpl: TBepHblil pacTBOp, Haubosee CUIbHO
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oboramennsiii UO; (tabn. 3.20, touka Pl — 35.07 06.% / 34.28 mo01.%); TBepablii pacTBOP
menee oborameHabii UO, (peanoaoKuTeapHo, OJM3KUi 1Mo cocTaBy K Touke P2 u3 tadn. 3.16
— 59.31 06.% / 59.33 M011.%); HeOOJIBIIIOE KOJTMYSCTBO TBEPAOTO pacTBOpa co CTOpPoHbI ZrO;
(rabm. 3.20, Touka P2 — 5.6306.% / 6.39 m011.96). PacueTHast orieHKa BaJOBOrO COCTaBa 3epeH
pacraBIIerocst TBEPIOro pacTBopa npuseaeHa B Ta0i. 3.20 (oxidized ss).

[Tepecyer COOTHOIICHHS 3aKPUCTALIM30BAHHBIX 3CPEH K MATPUYHOMY TBEPAOMY
pacTBOpPY Ha MOJIBHBIC JOJIM C Y4eTOM Mpou3BeaeHHBIX pacueToB (58.54 nHa 41.46 moi.%,
COOTBETCTBEHHO) MMO3BOJIAET OLICHUTH BAJIOBOM COCTaB Beelt cMecu (Tadi. 3.20, SQlca"'").

njaAenr
FFTIENR ZARNNT

@ (b)

Puc. 3.23. Muxpodororpaduu (a) m cBeleHHOE MO KOHTPACTY K 4YeThIpeM OTTEHKAM
n300pakeHrne MUKPOCTPYKTYPbI 30HbI 1-1 (D) o61actu 1 caiurka CORD34



Ta6xa. 3.20. lanabie EDX ananmn3a odaacru 1

Ne u Zr o)

wace.% 47.66 | 38.43 | 13.91

SQ1 Mom.% 1343 | 28.26 | 58.31
Mon.% MeO, | 32.22 | 67.78

wace.% 47.03 | 4532 | 7.65

SQ1* von% 16.85 | 42.37 | 40.78
Mon.% MeO, | 28.45 | 71.55

wace.% 8453 | 2.38 | 13.09

Pl Mom.% 2062 | 217 | 6821
Mon.% MeO, | 93.16 | 6.84

macc.% 40.13 | 46.02 | 13.86

P2 Mo.% 10.95 | 32.78 | 56.27
Mon.% MeOy | 25.05 | 74.95

macc.% 16.22 | 72.31 | 11.46

P3 Mom.% 432 | 50.26 | 45.42
m0J1.% MeOy 791 | 92.09

macc.% 25.34 | 7058 | 4.08

Metallized ss 705 038 | 68.17 | 22.45
won.% MeO, | 12.09 | 87.91

macc.% 80.22 | 6.66 | 13.12

Oxidizedss [0, 04 2740 | 593 | 66.67
Mon.% MeO, | 82.20 | 17.80

macc.% 2539 | 70.71 | 3.89

Metallized Mon.% 948 | 68.89 | 21.63
Mon.% MeO, | 12.10 | 87.90

wace.% 8218 | 6.82 | 11.01

Oxidized MoL.% 3116 | 6.74 | 62.09
Mo.% MeO, | 82.21 | 17.79

58
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Puc. 3.24. Mukpodortorpaduu odaactu 2 cautka CORD34

59

Puc. 3.25. Mukpodortorpadpuu odaactu 3 caiurka CORD34
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Ta6a. 3.21. lannsie EDX ananu3za o6actu 3

Ne U Zr @]
wace.% 47.92 | 38.02 | 14.07
R [von% 1345 | 27.84 | 58.72
Mon% MeO, | 3258 | 67.42

[TocTpoeHue KOHHOIBI OCYIIECTBISUIOCH B MIPEANOJIIOKCHUN MUHUMAIILHOTO OTKJIOHCHHUS
cocTaBa KOMIIO3HITUH TI0 TOH ke MeToauke, uTo U B 3kcriepumente CORD28. [1pu moctpoernn
ObLIO HCIOJIB30BAHO OTHOIICHUE KATHOHOB, MOJYYCHHOE Ha MPEIbIAYIIEM 3Tale pacyeToB
(metallized ss u oxidized ss). [Ipenensl pacTBOPUMOCTH KHCIOPOaa B (a3ax ObLIH OMPEICICHBI
co croponsl TBepaoro pactBopa UO,-ZrO, Ha ocHoBanuu pabdot /22/ u /26/ (61 mon. % co
croponbl Zr u 63 mon. % co croponsl U nipu 2300°C). Pe3ynbraThl pacueToB U ONpEICICHHS

COCTaBa COCYIIECTBYIOIIMX (ha3 NpeACTaBICHb Ha KOHICHTPAIMOHHOM TPEYroJbHUKE (pHC.
3.16, Metallized, Oxidized).

(T| ig— 2305° C)

60 8 Zr

moi. %

U 20 40 0

Puc. 3.26. PesyabTaTsl 3kcnepumenta CORD34: @ - coctaB komnosuuuu, ¢ - SEM/EDX, +
- SEM/mioTHocTh, ¢ - paccydTaHHble MeToAoM SEM/IUIOTHOCTH JWMHHM pacnajga
o0pa3ylommxcsi B CHCTeMe TBepAbIX PACTBOPOB, A - KOHIbI KOHHO/, BbIYUCJIEHHbIE HA
ocHOBaHUM JaHHbIX SEM/EDX/miaoTHocerh, coOCTaBAa KOMIO3MIMH M JAHHBIX O
pacTBopumMocTH kucjaopoaa B U u Zr.

CuHuii BeT — aHAJIU3 CJIMTKA, 3eJIeHbIH IBeT —aHaJIu3 MpPod pacniaBa

SEM/EDX ananu3 BajioBOrO COCTaBa 3aKpUCTALUTM30BaHHOTO ciautka (puc. 3.23, 3.25)
CBHUJICTEIILCTBYET 00 OTKIOHEHHH HMCXOJHOTO COCTaBa IO KAaTHOHHOMY COOTHOIICHHIO OT
3a1aHHoT0. J[aHHOE 00CTOATETHCTBO MOXKET OBITH CBSI3aHO C 0OCTHEHHEM KPUCTAJUTH3YIOIIETOCS
CJIUTKA TyroriaBkoi komnoHeHToi — UO,.« I0 Mepe TpoIBHKEHHS PPOHTA KPUCTAJUTH3AIUHA OT
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creHkd Turias. OO0 93TOM jke CBUACTEIBCTBYET M OIIGHKA BaJOBOIO COCTaBa METOJIOM
SEM/mnotHocts (Tabm. 3.20). Pe3ynbrarhl, MOJyYCHHBIE METOAAMH XHMHUYECKOTO aHaIW3a W
PC®A (tabm. 3.5 u 3.9 cOOTBETCTBEHHO), MCHEE CABHHYTHI B CTOpOHY ZI, TaK KaK aHaIH3
NPOBOIMJICS TIO CPEeIHEN TPOOe CIIUTKA.

Taxum 00pazoM, HECMOTPS Ha OOJIBIION pa3OpOC IKCIIEPUMEHTATBHBIX JAHHBIX, CINTACM
BO3MOXHBIM OLICHHTh COJEP)KAHUE KHUCIOPOAa B COCYIIECTBYIOIMX (ha3aXx Ha OCHOBAHHUHU
UMCIOLIMXCS TAHHBIX O KAaTHOHHOM COCTaBE COCYIICCTBYIOUIMX B CHCTeMe (a3 M JAHHBIX O
¢da3oBeix paBHOBecwsx B cucteme U-Zr-O (cm. mmaBy 1). Ilpm stom, Kak 3TO OBLIO
MPOJIEMOHCTPUPOBaHO Ha mnpuMepe dkcrepumerTa CORD34, MOXHO KOHTPOJUPOBATH
KOPPEKTHOCTh HMCXOMHBIX jgomyiieHuii (puc. 3.26). Ilpu mpoBemaeHuH MOJO0OHOrO pacuera
CHHMAETCSl BOIPOC O pAaCCIaMBaHUM HCCICIYEeMOIrO COCTaBa, MOCKOJIbKY XapaKTep HakiIoHa
KOHHO/IbI B 00JIACTH COCYIIICCTBOBAHUS JIBYX KHUIKUX (a3 JOJDKEH ObITh IPYTUM.

Ixkcnepument CORD37

W3 npo6 pacmiaBa ObLIM TOArOTOBJICHBI TEMILICTHI U BBINOJIHEH MX aHanu3 (puc. 3.27 u
3.28). MukpoctpykTypa mpob cuibHO aucreprupoBana (puc. 3.27, obmacts 1 wim puc. 3.28,
obmacte 3-1). B HEKOTOPBIX MPoOaX MOKHO HAOJIOaTh HEOJAHOPOIHBIC BKIIOYCHUS OKPYIJION
(GOpMBI, YTO MOXKET SBISTHCS CBUACTEIBCTBOM pACCIaWBaHUs JaHHOW KOMIIO3UIMU TIPH
TeMIepaType, OT KOTOPOH OCYIIECTBIIsIach 3akajika mpooO (puc. 3.27, obnacts 4 u puc. 3.28,
obmactu 1 u 3). UneHTHGHUIMPOBATH COCTABBI 3aKPUCTAILIM30BaHHBIX (pa3 meTtogom SEM/EDX B
TaKOW MEJIKOJUCIIEPCHOM CTPYKTYpPE HE MPEACTABIISIETCS BO3MOXKHBIM. B CBA3M C 3TUM OLIEHKA
metosoM SEM/IIOTHOCTE coliepikanusi KUCIOPOAa TaKkKe HeBO3MOXKHA. boJiee Toro, B CBsI3H €O
caboii KOHTPacCTHOCThIO m300paxkeHnus (puc. 3.29D) ompenencHue 0O0BEMHBIX J0Jici (a3
3arpyaHeHo (cBetnas ¢asza — da3a Ha 0OCHOBE TBEpAOro pactBopa co ctoporsl UO, ~45.68 06.%0;
cepas ¢a3za — ¢aza, 6onee oboramenHas ZrO; ~10.96 00.%; remuas ¢aza — ¢aza Ha OCHOBE a-
Zr(U)(O) ~43.37 06.%). BcereactBrue yKa3aHHBIX OOCTOSITENIBCTB IMOJA0OHAs OIIEHKA SIBIISCTCS
PUOTU3UTEITHHOM.
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Puc. 3.27. Mukpodortorpadpuu oépa3unoB, oTo0paHHBIX uU3 NMpPodbl Nel skcmepuMeHTa

CORD37

Ta6ua. 3.21. lannsie EDX ananun3a o0pa3inoB, 0ToO0paHHBIX U3 Mpoobl Nel

Ne U Zr @]

wacc.% 6399 | 27.33 | 868
SQL Myon% 2420 | 2697 | 48.83

Mon.% MeOy | 47.30 | 52.70

wacc.% 62.02 | 2836 | 961
SQ2 [Non% 2223 | 2653 | 51.24

Mon.% MeOy | 4559 | 54.41

wacc.% 62.72 | 27.35 | 9.93
SQ3 yon% 2226 | 2532 | 5242

von.% MeOy | 46.78 | 53.22

wacc.% 6341 | 2762 | 897
SQ4 Mo % 2358 | 26.79 | 49.63

Mon.% MeOy | 46.81 | 53.19

wacc.% 62.25 | 2907 | 867
SQ5 Mo % 2330 | 2840 | 483

moin.% MeOy, | 45.07 | 54.93
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Puc. 3.28. Mukpodororpadpuu o0pa3noB, oTOOpaHHBIX U3 MPOOBI Ne2 IKCHepHMEHTA
CORD37

Ta6ua. 3.22. lannbsie EDX ananmn3a 00pa3inoB, 0TOOPaHHBIX U3 NMPoObI Ne2

Ne U Zr O

so1 Macc.% 60.09 | 30.36 | 9.55
M071.% 21.35 | 28.15 | 50.49
MoJ1.% 43.14 | 56.86

SQ2 Mmacc.% 59.66 | 29.56 | 10.78
M071.% 20.07 | 25.96 | 53.97
M071.% 43.61 | 56.39

S03 Mmacc.% 58.83 | 29.97 | 11.20
M071.% 19.37 | 25.75 | 54.88
MoJ1.% 42.93 | 57.07

S04 Mmacc.% 60.10 | 30.29 | 9.61
M071.% 21.30 | 28.01 | 50.69
M071.% 43.20 | 56.80

SQ5 macc.% 58.47 | 31.09 | 10.44
M071.% 19.83 | 27.51 | 52.66
MoJ1.% 41.89 | 58.11

OKCI/IIII/IPOBaHHaSl 4acTb

MeTaJIJIH3Hp0BaHHaﬂ 4acTb

Puc. 3.29. Bua npoaosHoro paspesa cjaurka skcnepumenta CORD37
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[Tocite kpuCTALTU3ANKAN CIIUTOK Pa3JICIHIICSA Ha JIBE YaCTH —BEpXHIOK0, Maccoit 198.8 1, u
HIDKHIOIO, Maccoil 253.7T.

N300paxkeHne BepxHEH YacTH MPOIOIBHOTO CEYEHHUS CIUTKAa C TOMEYCHHBIMH JUIS
SEM/EDX wuccnenoBanusi obnactssmMu mpenctaBieHo Ha puc. 3.30, a HIKHEH dYacTH
MIPOJIOJILHOTO CEYSHUS CIIUTKa Ha puc. 3.35.

Puc.3.30. U306paskenne BepxHeii yacTu (a) Mpoa0JbHOT0 CeYeHHUs CIMTKA ¢ MOMeYeHHbIMH
nas SEM/EDX ucciienoBanus odonacrsimu 3kcnepumenta CORD37

MuKpoCTpyKTypa BEpXHEN YaCTH CIUTKA HOCHUT JICHAPUTHBIN XapaKTep KPUCTALIU3ALNHI
o Bceit uccneayemoit miockoctu numida (puc. 3.31-3.34), uTo CBUAETENBCTBYET O 3aKaTOYHBIX
yCIOBUAX KpUcTawiu3anuu. Cleayer TakkKe OTMETHTh OIPOMHYIO MOPY B IEHTPAJIbHOM 4acTH,
COCTABJISIFOIYI0 OKOJIO TPETH 00beMa BEPXHEH COCTABISIONICH CIMTKA, MPUPOIa 0O0pa3oBaHMUs
KOTOPOI MOJKET OBbITh CBsi3aHA KaK C yCaJIOYHBIMH SIBICHHSMH, TaK U C Ta30BbIICICHUEM IIPU
Kpuctajum3zauun pacmuiaBa. Ilo xapakrepy (a3zoo0pazoBaHHs MHUKPOCTPYKTypa IOJ00HA
MUKpPOCTpPYKType, HaOmogaemoii B skcrnepumente CORD-34 (cpasuun 3.22 u 3.31). B
IeHapuTO0OpazyromeM TBepaoM pactBope Ha ocHOBe UO,-ZrO; MoKHO HaOMIOAATH pacraj, 1o
KpaitHeii mepe, Ha aBe ¢assl: (asy, oboramennyo UO, (puc. 3.31, Ttouka Pl) u dasy c
menbiM conepxkannem UO, (puc. 3.31, touka P2). BropuyHo KpHcTalUM3yOLIasCs B 3TOM
cioe ¢asza — 310 (asza Ha ocHose a-Zr(U)(O), koTopas mpu OXJIaXKACHUH, B CBOIO 0UEPE/Ih, TOXKE
pacragaercs Ha aBe (as3sl — TBepaslid pactBop Ha ocHoBe a-Zr(U)(O) u, nmpeanoaoxureiabHo,
TBepAblii pactBop Ha ocHoBe U-Zr (puc. 3.31, oOmacte 1-1b, TemHas okpyrias ¢asza co
CBETJIBIMH BKJIFOUCHHUSMHU).

Pacuer 00beMHBIX OTHOIICHHH cocymiecTByomux ¢a3 (puc. 3.31, 1-1b) ocymiectBisuics
otaenbHo s oonacreit 1, 1-1 (puc. 3.31) u obnactu 3 (puc. 3.33):

- o6mras mopucrocth — 0.31 06. %,

- penaputHas ¢aza — 65.00 00. % (tBepubiii pactBop, oboramennsiii UO,; — 9.44
00. %, ocHOBHO# TBepbIii pacTBop — 89.37 00. %, 3epHa a-Zr(O) — 1.19 06. %),

- TBepablii pacTBop Ha ocHoBe a-Zr(U)(O) — 34.69 06. % (TBepablit pacTBOp Ha OCHOBE
a-Zr(U)(0) —96.99 06. %, tBepasbrii pactBop Ha ocHoBe U-Zr — 3.01 06. %)

s obmactu 2 (puc. 3.32) kak Oosiee 00OTAICHHOW TYrOIUIABKOH KOMIIOHEHTOH IIO

cpaBHenuto ¢ obnactsamu 1 u 3 (puc. 3.31 u 3.33 cOOTBETCTBEHHO):

- o6mras mopucrocts — 0.10 06. %,

- nenaputHas ¢aza — 69.46 06. % (TBepasiii pactBop, oboramenusii UO, — 18.01
00. %, ocHoBHO# TBepabIii pacTBop — 80.83 00. %, 3epua a-Zr(O) — 1.16 06. %),

- TBepaslii pactBop Ha ocHOBe a-Zr(U)(0O) — 30.44 06. % (TBepaplii pacTBOP Ha OCHOBE
a-Zr(U)(0) — 97.22 06. %, tBepaplii pacTBop Ha ocHoBe U-Zr — 2.78 00. %).
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Ha muarpammy (puc.3.42) HaHeceHbl Bce JaHHBIC [UIi OILIGHKH JIOCTOBEPHOCTHU
pE3yJIbTATOB PacyeToB, BBIIOJHEHHBIX MO MPEJIOKEHHOW MeTojuke. KaTHOHHBIN cocTaB st
TBEpAOro pactBopa Ha ocHoBe U-Zr BbIOpaH TakuM e, kKak U B 3kcrnepumente CORD-34.
Menkue 3epra a-Zr(O), 3akpuCTaIM30BaHHBIE B JCHAPUTOOOpasyromiei ¢ase, Mo BCei
BEPOSITHOCTH, KOPPEKTHEEe OTHECTH K BTopuuHOM (pase Ha ocHoBe a-Zr(U)(O), u, Takum
00pa3oM, CKOPPEKTHUPOBATH PE3yabTaT OOBEMHBIX OTHOMICHWU (a3 MEPBUYHOM M BTOPUYHOU
kpuctauusanuu it oomacreir 1, 1-1 u 3 (64.43 na 35.57 06. %, COOTBETCTBEHHO) W JUIS
obnactu 2 (68.72 ma 31.28 06. %, cooTBEeTCTBEHHO). Pe3ynbTaThl pacdera KOMIIO3UIIMH IO
metoay SEM/mioTHOCTh mpencTaBieHsl Ha puc. 3.42. YX04 KaTHOHHOTO COCTaBa B CTOPOHY
ypaHa, BEpPOSITHO, CBsA3aH ¢ 3axBaToM (a3bl oboramennod UO, npu uaeHTHPUKAIIUTT METOIOM
SEM/EDX ocHoBHoO# Marpu4noii (a3sl (Touka P2 puc.3.31), n1ubo ¢ HamuuueMm Tpetbeil ¢asbl
co croponbl ZrO,-UQO;, c1abo KOHTpacTHPYIOMIEH ¢ MAaTPUIHON (a30i.

I[To pesympraram mposemeHHoro SEM/EDX — wuccienoBanusi HWKHEH — 4acTh
3aKpUCTAJUNIM30BAHHOTO CJIMTKA MOKHO CJAENaTh 3aKIIOUYEHHE O TOM, YTO CIHUTOK CHUIIBHO
HEOJTHOPOJCH 0 MHKPOCTPYKTYpe M cocTaBy. B mentpanpHoii uwactu ciutka (puc. 3.40)
HaOmomaroTess 3epHa TBepaoro pactBopa ZrOx-UO,. DTuM 00BSICHSETCS CHIIBHBIA pa3dpoc
AaHHBIX IO KATUOHHOMY OTHOIICHUIO IIPHU OMPEACIICHUN COCTaBa AOCTYIIHBIMU MCTOAaMU (pI/IC
3.42). Tlo >TuM TpUYMHAM [y JAHHOTO OSKCICPUMEHTa HEBO3MOXHO OILCHHTh COCTAB
KOMIIO3UIIMH, KaK 3TO OBLIIO CACIIAHO B NPCAbIAYIINX 3KCIICPUMCHTAX, U IMMOCTPOCHUC KOHOIHI,
COCIMHSIONIEH COCTAaB COCYIIECTBYIOIIMX J>KHIAKOCTEH B JAHHOM S3KCIEPUMEHTE MOXKET OBITh
OCYIIIECTBJICHO JIMIITh KOCBEHHO, HA OCHOBAHWH JIAHHBIX JIOKAJIbHO BEIOPAHHBIX 30H.

Bwmecte ¢ Tem, ciemyeT OTMETHUTh HEKOTOPBIE OCOOCHHOCTH KPHUCTALIU3AIMU HUKHEH
COCTaBJISIOLIEH CIUTKA, TO3BOJISIOLIME MOTYYUTh OL[EHOYHYIO MH(OPMALIMIO O COOTHOIIEHUU U
COCTaBE€ COCYILECTBYIOUINX B CUCTEME JKUKOCTEH.

AHanM3 MHUKPOCTPYKTYPbI METAJUIM3UPOBAHHOW COCTABISIIONICH MO3BOJISIET C/eJaTh
3aKJIFOYCHHE O TOM, YTO B JIaHHOW o0nactu (a3oi MEPBUYHON KPUCTAJUTU3AINHU, BEPOSTHO,
BeicTyrnaeT TBepabiii pactBop (U,Zr)Ouy, cokpucTaIM3ytomuiics ¢ (pa3oii Ha OCHOBE TBEPIOTO
pactBopa a-Zr(U)(O), xoropblii, B CBOIW oOuepenb, pacmagaercss B TBepaod ¢dase mnpu
oxnaxaenun Ha a-Zr(U)(0) u U-Zr tBepasiii pactBop (puc. 3.36, oonactu 1-2-1, 1-2-1-1). Ilpu
ITOM OTpENeNuTh KoJndecTBO TBepaoro pacrteopa (U,Zr)O.4 mo manaeiv SEM/EDX Becbma
3aTPYJHUTEIILHO B CBSI3M C OTCYTCTBHEM pa3IM4Ms [0 KOHTPACTY C KaIUICBUIHBIMU
BKIroueHusAMH (cM. prc. 3.38, o0mactb 4). MOXHO JaTh JIMIIb CYOBEKTHBHYIO OIICHKY - ~3 00.%
JIaHHOW (a3bl MO0 paccMaTpPUBACMOI O0JNACTH, B CBSI3U C Y€M, MOXHO YTBEPXKJIAaTh, YTO YXOJI
cocTaBa He OyneT 3HauuTenbHbIM (puc. 3.42).

Haubonee nerkoraBkoil (a3oii B JaHHOW 0O0JAacTH sABJISETCS TBEPAbIH pacTBOp Ha
ocHoBe U(Zr) (puc. 3.36, Touku Pl u P2,1a0:1.3.26). M3mepeHHoe cojaepkaHue KHCIOpOoIa
Metoqom EDX B mocnenneit ¢aze BhI3BIBAET COMHEHHE, TaK KaK HE COTJIAaCyeTCsl C M3BECTHBIMH
TaHHBIMA O (a3oBblx paBHOBecusx B cucreme U-O. Takum oOpa3om, ecim npeHeOpedb
pacTBOpeHHBIM ZI, KOTOPBI B NMPHHIMUIE MOXET MOCTY)KUTh CTaOMIN3aTOPOM KHCIOPOAa B
paccmaTpuBaemoii (haze, Hanboee BEPOSTHO, YTO COAEPIKaHUE KUCIOPOa B HEH MUHUMAITBHO.

JIJisi OLIEHKM BaJlOBOTO COCTaBa METAJUIM3WPOBAHHOW COCTABIISIONICH pacruiaBa ObLI
npoBeneH aHanu3 30HbI 1-2-1 (puc.3.36). OtHomenue ¢a3 B Heil onpexaeneHo kak 42.14 06.%
¢a3sl Ha ocHOBE TBep10r0 pactBopa U(Zr) u 57.86 06.% dassr Ha ocroBe a-Zr(U)(O) (koTopsrii,
B CBOIO ouepelh, pacmanaetcs B TBepaoi daze ma U-Zr tBepapiii pactBop — 4.38 00.% u a-
Zr(U)(0) — 95.62 00. %). BanoBoii cocTaB METaUNTM3UPOBAHHOMN COCTABIISIONICH, PACCUMTAHHBIH
metogoM SEM/miaotHocTs 1o 30He 1-2-1 6e3 yuera OKCHAMPOBAHHOW COCTABJISIOIICH,
npeacrasiaeH B Tabim. 3.26 (obmacth SQmaa”iZEd). Paccuntarh KOppPEKTHO BaJIOBOH COCTaB
OKCHIMPOBAHHOW (ha3bl B CBS3HM C MAJOCTBIO pazMepa JUisi 3TOW 00JACTH HE MPEICTaBISICTCS

BO3MOJKHBIM, OJTHAKO MOKHO IMOIOOHBIH aHAIN3 MPOBECTH IS Iepr(EepUItHON 30HBI B 00IaCTH
4 (puc.3.38).
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OTHOILIICHNE KAIUICBHIHBIX BKIIOUCHHH K METAJUIM3UPOBAHHOW COCTABIIAIONICH B
obmactu 4 no pesynbpratam 00padboTku u3obpaxenus (puc.3.38, 4b) cocranser 25.06 na 74.9
00. %. B meraumsupoBaHHOW cocTaBisromeld (aspl cootHocsTes kKak 60.46 00. % da3br Ha
ocHoBe TBepaoro pactBopa U(Zr) u 39.54 06. % ¢assr Ha ocaose a-Zr(U)(O) (koTopslii, B CBOIO
ouepelib, pacraaaeTcs B TBEpoi ¢asze mo gaHHbIM 00padoTku obiactu 4-1-1b (puc.3.38) na U-
Zr tBepabiii pactBop — 6.08 06. % u a-Zr(U)(0) — 93.92 06. %). OTHOLICHHE 3epeH TBEPIOTO
pactBopa Ha ocHoBe a-Zr(U)(O) k teepasim pactBopam Ha ocHoBe UQO,-ZrO, kak mis
OKCHIMPOBAHHBIX KaIlelb, 3aKPUCTAUIN30BaHHbIX B oOnactu 4b (puc.3.38), tak u s kamiu 4-
1-1b nmaer pasuuiy B 0.5 00.%, 94TO MOXET CIy)KUTh J0KA3aTEIbCTBOM IPEICTABUTECILHOCTH
OIpECTCHUs] 00OBEMHBIX OTHOIICHHH U MO3BOJISIET B3ATh CPEIHIOK BEIUYHMHY JJISI OLCHKH —
32.22 x 67.78 006. %, coorBercTBeHHO. OTHOmeHue TBepAbIX pactBopoB UO,-ZrO; cocrapiser
27.32 06. % nns TBepaoro pacteopa, odoramennoro UO, u 72.68 06. % mis TBepaoro pactBopa
¢ MmenbmuM cojnepkanueM UQO,. BanoBoil cocTaB METAJUTM3UPOBAHHOW M OKCHIWPOBAHHOMN
COCTABIISIIOIIMX, a TaKXKe CYMMapHbIi BanoBoil coctaB 30HbI 4 (puc.3.38), paccuuTaHHbIC
metonom SEM/mioTHOCTS, npeacTaieHsl B Tabn. 3.28 (oGmacts SQMEANZ  gaoxidzed | gcdo)
[TonyueHHBIC OIICHOYHBIC JAHHBIC HAHECEHBI Ha KOHIICHTPAIIMOHHBINA TPEYTOJIbHUK U MPOBEACHA
KOHHOJIa, TOYHOCTH TIOJIOKEHHSI KOTOPOM OIpeessieTcsi B OOJbIICH CTENEHH COJCpKaHHEeM
KUCIIOPOJIAa U UCXOJHBIX JaHHBIX O KATHOHHOM COOTHOIICHHWH B COCYIIECTBYHOIMX (azax, a
TaKKe MPHUIMCHIBACMBIMH pacCMaTpUBacMbIM (a3aM 3HA4YCHUSMH IUIOTHOCTH. [lpupona
BO3HMKHOBEHHUS 3(deKTa pacciauBaHHs B NepUPEpUiHON 30HE BEpOSATHEE BCErO CBs3aHAa C
3¢ (deKTOM BTOPUYHOTO PpACCIaWBAHMUS METAUIM3UPOBAHHON (pa3bl B Ipolecce OXJIaXKIeHUs
pacmiaBa J1o JOCTHKEHHUSI MOHOTEKTHYECKOU TeMrieparypsl. [Ipu aTom BanoBoit coctaB obnactu
4 (puc.3.38) mo/mkeH ObITh OJU30K O COCTaBY K META/UIM3MPOBAHHOU (hase, CyIMIECTBYIOIIEH B
PaBHOBECHMHU C OKCHIMPOBAHHOW MpPU TeMIlepaType, OTKyda ObUia MPOM3BEICHA 3aKajKa, 4YToO
MO3BOJIICT OICHUTH TIOJIOKCHUE KOHHOIBI TPH TEeMIeparype 3akaikd. Takum o0pa3oMm,
KOHHOJ[A, IIOCTPOCHHAS Ha OCHOBAHMM JAHHBIX O BEPXHEH cocraBisomeil ciurka (SQ@°
1a01.3.23) W JaHHBIX O BaJOBOM cocraBe obOmactu 4 (1a6:1.3.28, SQC"’"") COOTBETCTBYET
TEeMIIepaType, OT KOTOPOW MPOBOAMIIACH 3aKaika. KOPpeKTHO OICHUTh COCTaB CHUCTEMBI, KaK
ObLIO YKa3aHO paHee, He MPECTaBIIACTCS BO3MOXKHBIM. CXema, WILTIOCTPUPYOLIas MPUPOILY
BTOPUYHOTO paccianBaHus, pHBeIeHa Ha puc. 3.43.
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Puc. 3.31. Mukpodortorpapun odaactu 1 cimtka CORD37

Ta6xa. 3.23. lanabie EDX ananmn3a odaacru 1

Ne U Zr @)
SQ1 Mmacc.% 58.16 | 30.49 | 11.35
M0J1.% 18.97 | 25.94 | 55.09




Mo0J1.% 42.23 | 57.77
S0 qedc Macc.%o 64.95 | 24.61 | 10.45
M0J1.% 22.82 | 22.56 | 54.62
Mo0J1.% 50.29 | 49.71
SQ2 Macc.% 58.89 | 30.75 | 10.36
MO0J1.% 20.08 | 27.36 | 52.55
MoJ1.% 42.33 | 57.67
p1 Macc.% 89.26 | 1.32 | 9.42
M0J1.% 38.33 1148 | 60.2
MO0JL.% 96.29 | 3.71
Py Macc.% 84.69 | 3.39 | 11.92
MO0J1.% 31.26 | 3.26 | 65.47
Mo0J1.% 90.55 | 9.45
P3 Macc.% 9.00 |84.19 | 6.81
M0J1.% 2.73 |66.58 | 30.69
M0J1.%0 3.94 |96.06

Puc.3.32. Mukpodororpaduu odaactu 2 cimrka CORD37
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Tao6xa. 3.24. lanabie EDX anann3a odaacru 2

Ne U Zr @]
macc.% 60.12 | 28.34 | 11.54
SQL Myon% 19.67 | 24.19 | 56.14
Mon.% MeOy | 44.85 | 55.15

Ly

JEM T wt e o= HzELeada
R SRILLE W S R

3(SQ)
Puc.3.33. Mukpodororpaduu odaactu 3 ciimrka CORD37

Ta6xa. 3.25. lannbie EDX ananm3a o6aacru 3

Ne U Zr O
s01 Macc.% 58.23 | 30.26 | 115
Mon.% 18.89 | 25.61 | 55.5
Mon.% 42.44 | 57.56

R==3%FF - =1
[l § Ol i

Puc. 3.34. Mukpodortorpadpuu odaactu 4 caimrka CORD37
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Puc.3.35. U300pakeHne HH)KHEl 4acTH NPOJOJILHOIO CeYeHHUsI CJIUTKA ¢ MOMeYeHHbIMHU
nasa SEM/EDX ucciienoBanus odnactsimu, 3xcniepumedT CORD37

Annug, g
R

EERCITTH
L T




1-2-1-1 (b)

Puc. 3.36. Mukpodortorpadpuu odaactu 1 nmxaero ciosi caurka CORD37

Tao6xa. 3.26. lannbie EDX ananm3a o6aacru 1

Ne U Zr O
so1 Mmacc.% 57.83 | 32.17 | 10.00
M011.% 19.90 | 28.89 | 51.21
M01.% MeO, | 40.79 | 59.21
S02 Mmacc.% 5147 | 41.29 | 7.24
M011.% 19.29 | 40.37 | 40.34
M01.% MeO, | 32.33 | 67.67
metallized Mmacc.% 66.35 31.91 1.74
X von.% 37.80 | 47.43 | 14.77
M01.% MeO, | 44.35 | 55.65
P1 Macc.% 89.84 | 2.85 7.31
M011.% 43.6 3.61 52.8
M01.% MeO, | 92.36 | 7.64
P2 Macc.% 90.35 | 2.76 6.90
M011.% 45,14 | 359 | 51.27
M01.% MeO, | 92.63 | 7.37
P3 Macc.% 553 | 88.36 | 6.11
M011.% 1.69 | 70.51 | 27.79
M011.% MeOy 2.34 | 97.66
P4 Macc.% 90.68 | 1.00 8.32
M011.% 41.77 | 1.20 | 57.03
M01.% MeO, | 97.20 | 2.80
p5 Macc.% 87.74 | 2.38 9.88
M011.% 36.42 | 258 | 61.00
M01.% MeO, | 93.38 | 6.62
PG Mmacc.% 6.03 | 86.91 | 7.06
M011.% 1.78 | 67.12 | 31.09
Moi.% MeOy 259 | 97.41




3
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Puc.3.37. Mukpodororpadum odaacreii 2 u 3 HuzkHero cjios caurka CORD37

Tao6xa. 3.27. lanabie EDX ananmn3a odaacru 2

Ne U Zr @]
macc.% 56.01 | 36.49 7.5
SQL Myon% 2131 | 3622 | 4247
von.% MeOy | 37.04 | 62.96
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Puc.3.38. Mukpodororpaduu odaactu 4 uuxknero ciosi caimrka CORD37



Ta6xa. 3.28. lannbie EDX ananuza o6aacru 4

Ne U Zr (@)

) viace.% 64.08 | 26.41 | 9.50

Q Vo % 23.35 | 25.12 | 5153
mMoi1.% 48.18 | 51.82

metallized MaCC.% 6453 3365 183

Q Vo % 35.95 | 4891 | 15.13
mMoi1.% 42.36 | 57.64

oxidized MaCC.% 6790 2166 1044

Q Vo % 2427 | 202 | 5553
mMoi.% 5458 | 45.42

cale Mmacc.% 65.27 | 31.01 | 3.71

Q Vo % 32.40 | 4017 | 27.43
mMoi1.% 4465 | 55.35

HE ) - [x] E 2zl
[EN 1 SR RTR BTN 10 MInd AMIIoan ==l 2L . [EN 1 SR RTR BTN 10 MInd AMIIoan
Sarna e s s H=TATTR T Sarna e s s H=TATTR T

59 _6(502)

‘4

[EN 1 SR RTR BTN 10 MInd AMIIoan

7 (509 i

Puc. 3.39. Mukpodortorpaduu odaacreii 5-7 HuxHero ciaosi cautka CORD37



Tao6xa. 3.29. /lannbie EDX ananm3a o6aacreii 5-7

Ne U Zr @]

macc.% 40.44 | 52.34 7.23
SQL yon% 1421 | 4800 | 37.79

Mon.% MeO, | 22.84 | 77.16

macc.% 50.97 | 42.11 6.92
SQ2 [Non% 19.33 | 4166 | 39.01

Mon.% MeO, | 3169 | 68.31

macc.% 4556 | 47.64 6.80
SQ3 [on% 16.81 | 45.86 | 37.33

Mon.% MeO, | 26.82 | 73.18

o =1 e

Puc. 3.40. Mukpodortorpaduu odaactu 8 HumxHero ciaosi caiutka CORD37

I LG Del-c
=1 e allpe

aoom

8-1-1

8-1(SQ1)
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Ta6xa. 3.30. lanabie EDX ananu3a o6aacrtu 8

Ne U Zr @]
wace.% 4338 | 4896 | 7.67
SQL yon% 1521 | 4479 | 40
Mon.% MeO, | 25.35 | 74.65
macc.% 74.24 13.72 12.05
PL von% 25.66 | 12.37 | 6197
Mon.% MeO, | 67.47 | 32.53

RIS e et VL abe b IR H hopn e et
Lot 521 Lot 521

9 9-1(SQ)
Puc. 3.41. Mukpodortorpadpuu odaactu 9 HmxkHero cjosi cautka CORD37

Ta6xa. 3.31. lanabie EDX ananm3a o6aacrtu 9

Ne U Zr @]
macc.% 62.21 | 27.24 | 10.55
QL yon% 2143 | 24.48 | 54.0
Mon.% MeOy, | 46.68 | 53.32
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Puc. 3.42. PesyabTarsl 3xcnepumenta CORD37:

® - cocraB kommo3uiuu, ¢ - SEM/EDX, + - SEM/mi0THOCTE, ¢ - pacCYUTaHHBIE METOJOM
SEM/IoTHOCTS TMHUK pacmiaza oOpa3yloIuXcs B CHCTEME TBEPIABIX PAaCTBOPOB, A - KOHI[BI
KOHHOJZ, BBIYMCJIEHHBbIE Ha OCHOBaHMM nmaHHbBIX SEM/EDX/mmoTHOCTE W mAHHBIX O
pactBopumocTtu kucioposaa B U u Zr B obnactu 4.

CuHMiT 1IBET — aHANIN3 CIIUTKA, 3€JICHBIN 1[BET — aHAJIU3 TTPOO pacruiaBa.

T A
Beginning of the crysdlization process
. [ ]
To| Metallized Oxidized
. |E==1
3 I
T : :
[ | [
[ [
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A\A A 4 Yvyvy >Xo
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Puc. 3.43. Cxema, nosicHsIIOIIasi TPUPOAY BTOPUYHOI'O paccjanBaHus
To — Ttemmeparypa paciuiaBa, | — TeMmIeparypa paciblaBa Mepe] HavajJoM
kpuctaum3aimy; A m B — coctaB MeraqnM4eckoro M OKCHAHOTO paciuiaBa B
Tpolecce IIaBKH, COOTBETCTBEHHO; A’ 1 B’ — cocTaB MeTayulTHueCKOro U OKCHUIHOTO
paciaBa Tpu  TemmepaType 1, coorBerctBenHo, A’ u B’ — cocras
METaJUTMYECKOTO ¥ OKCUIHOTO paciijiaBa npu Temreparype T’
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Ixcnepument CORD41

Puc. 3.44. TlonoBuHa mNpoOAOJIBHOr0 pa3pe3a cauTka »3kcnepuMenta CORD41 ¢
noMeyeHHbIMH A SEM/EDX ucciienoBanus 00JacTaMu

dororpadus mpooasHOrO paspesa cauTka sxcnepumenTa CORDA4L mokaspiBaeT, 4To OH
COCTOMT M3 JABYX 4acTed. BepxHss - MaToBas 4acTh CIUMTKA — OJHOPOJHA MO BCEHM MOBEPXHOCTH
nurda, B TO BpeMs KaKk B HWKHEH YacTH MOYKHO BBIJICIUTH JIBa CJIOSI — MATOBBIHM, IMUPUHOMN
OKO0JI0 3 MM | CJI0# ¢ MeTayutndeckuM OsieckoM (puc. 3.44).

Ananu3 paHHoro aHunuiMda mnpoBoauics Ha mnpubope ABT-55, ocHameHHBIM
MHKPO30HI0BOM MPUCTABKOM, HEUYBCTBUTEIIBHOM K JIETKUM 3JIEMEHTAM.

[To pe3ynbTaTaM aHaiaKM3a MOXHO MPEANOJIOKHT, YTO B PACIUIABE COCYIIECTBOBAIN JIBa
CIIOSI BEpXHUU (JIErKWil) OKCHIMPOBAaHHBI W HWKHUH (TSDKENBbIH) MeETallIM3UpPOBaHHBIH. B
JAJIBHEMIIEM ONMMCAHUM — OKCUIHBIN U METAININYECKUH CIIOH.

[Ipn oxnakaeHMM W KPUCTAJUTM3AIMKM ATHUX CJIOEB Obula copmMupoBaHa CIOUCTAs
MaKpOCTPYKTypa ¢ TpaHuIei pasznena. Ha paccTossHuu mpuMepHO 2 MM OT TPaHUIIBI pa3jiena KakK
B OKCHJIHOM, TaK W B METAUTMYECKOM CJOSX 3a()MKCHPOBAaHBI METAJUIMYECKHE W OKCHIHBIC
KaIUTH COOTBETCTBEHHO. DTH KAaIUIH, TIO-BUAUMOMY, SBJISIFOTCS BTOPUYHBIMH BBIJICIICHUSIMH TIPH
OXJIAXKJICHUH KaXKJIOTO W3 CJIOCB JKHIKOCTEH, HArpeThiX, MO JaHHBIM IHPOMETPHUYECKUX
M3MEpPEeHUH TOBEPXHOCTM BaHHBI paciviaBa, Ha 160°C Beime TeMmepaTrypsl MOHOTEKTHKH.
KoHneHTprpoBaHue 3THX Kareidb y TPaHUIBI, BO3MOXHO, MPOUCXOAUT IO MPHYUHE OOJIBIINX
pa3nuyuii B TUIOTHOCTH Karellb U MaTPUYHOU kuaKocTu. He mckimodeHsl Takxke, U 3(hHeKTs
KOHBEKTUBHOH HEYCTOWYHMBOCTH TPAaHMIBI pa3ieia JBYX CJIOE€B B BHAY AaKTHBHOTO
nepememmBanys pacmaBoB npu MIIXT, u, xak cienctBue, NMPOHUMKHOBEHHE Karellb OJHOM
KHUJIKOCTH B APYTYIO.

MukpocTpyKTypa, XapakKTepHas Ui HWKHEH YacTH  METaUIMYECKOro  ClIof,
npenctaBieHa Ha puc. 3.45 m 3.49. 3nmeck HabOmMOmaeTCs HE3HAYMUTEIbHAS IOPHUCTOCTD.
basupysich Ha M3BECTHBIX TaHHBIX O (a30BbIX paBHOBecusx B cucrteme U-O (puc. 1.14-1.16),
MOJKHO C JIOCTaTOYHOH CTETIEHBIO BEPOSTHOCTH yYTBEPXKAATh, YTO OCHOBHYIO TUIOIIAIh 3aHUMAET
¢asza Ha ocHoBe U (tabim. 3.32, P1; Tabn. 3.35, P1; Tabn. 3.36, P1). OcranbHbie ABE ACHIAPUTHO
3aKpUCTAJUIM30BaHHbIE (Da3bl MPEnCTaBISIOT co00¥M TBepuwlid pacTBOop Ha ocHoBe UO, ¢
HeOoubInol KoHIeHTparmen ZrO, (tabn. 3.32, P2) u npumecHyio a3y Ha ocHoBe ZrO, (Tadu.
3.32, P3-P5).

Ananu3 m3obpaxenuit mo miomaasm 1-1b, 5b u 5-1b (puc. 3.45 u 3.49) nosBossier
MOJTyYUTh YCPEITHEHHYIO OIIEHKY OOBEMHBIX OTHOIICHUH COCYIIECTBYIOMUX (a3: MOPUCTOCTh —
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0.28 006. %, npumecHas ¢a3za Ha ocHoBe ZrO; — 0.75 006. %, ¢a3a nepBUYHON KPUCTALTU3AMUN
Ha ocHoBe UO; — 4.57 006. %, ¢da3za Ha ocHoBe U — 94.41 06. %. Pacuer coctaBa mMeToaom
SEM/IoTHOCTS JUTst TAaHHO#M KOMIIO3HMIIUHU pUBeeH B Ta0i. 3.35, SQlca'C.

1-1-1 1-1 (b)

Puc. 3.45. Mukpodortorpaduu odaactu 1 nmxaero ciaosi cautka CORD41

Tao6xa. 3.32. lannbie EDX ananm3a o6aacru 1

Ne U Zr ~0O
macc.% 96.86 - 3.14
P1 Mo.% 67.49 - | 3251
M0i.% MeOx 100 -
wacc.% 8179 | 0.39 | 17.82
P2 Mon.% 2351 | 0.29 | 76.20
von.% MeOx | 98.76 | 1.24
wace.% 2497 | 50.68 | 24.35
P3 Mon.% 481 | 2546 69.74
von% MeOx | 1588 |84.12
macc.% 27.10 | 4752 | 25.37
P4 Mo.% 513 | 23.46 | 71.41
von.% MeOx | 17.94 |82.06
wace.% 2469 | 51.62 ]| 23.69
PS Mo.% 482 | 2632|6886
von% MeOx | 1549 | 8451
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MUKpOCTPYKTYpa BEpXHEH 4acTH METAUTMICCKOTO CJIOS TIpejicTaBicHa Ha puc.3.46, 3.47
u 3.48 obmactsamu 2-4 cnutka. JlaHHBIC 00JIACTH MHTEPECHBI JIJIS aHAIM3a IPUCYTCTBHEM Karlellb
BTOpO# (OKCHAHOH) skuaKOCTH. [IJ1st mosrydeHust Oosiee MoTHOM UHpOpPMaIuU 00 3THX 00IacTIX
nmomumo EDX anHanmm3a ObLI  HMCIOJB30BaH — BOJIHO-AucriepcuonHbid  ananus  (WDX),
npoBeieHHbI Ha yctaHoBke ¢Gupmbel Camebax (PTU um. Modde, pykoBoauTEIb TPYIIbI —
M.A.3amopsiHCKas).

KanmnbpoBka ocymiectBisiiace 1o (aze Ha ocHoBe U. Kuciopon ompenensuics 1o
neduuTy Maccel. [Ipubop OCHAIEH CHCTEMOW aBTOMATHYECKOW CTaOWIHM3alMM TOKa, YTO
o0ecrevnBaeT XOpPOIIYH CXOAUMOCTh pe3yibTaToB. TOYHOCTH OIPEACIICHHS COJEPKAHUS
MeMEeHTOB — 2 OTH. %. I[l0o3UIMOHMPOBAHME OCYIIECTBISUIOCH C IOMOIIBIO ONTHYECKOTO
MHUKpPOCKOTIA.

Marpuunas ¢aza u (aza BHYTpH OKPYIJIBIX OKCHIHBIX BKIIOYCHHH B ONTHYECKOM
MHUKpPOCKOIIE T0Jiy0ass C XapakTepHbIM MeTamndeckuM Onieckom (U), OKpyriibie OKCHIHBIC
Karum kenToro 1sera. Ciieayer oOpaTuTh BHUMaHUE HA TO OOCTOSITENBCTBO, YTO JACHAPUTHI HA
ocaoBe UO; onTuveckn HEOTIMUIUMBI OT MaTPUIHOU (a3bl. BeposTHO, pa3nuyne B ONTHICCKUX
CBOWCTBaX OKCHJHBIX TJOOYT ¥ JEHAPUTHO 3aKPHCTAUIM30BAHHOW (a3bl IMEPBUIHOMN
KPUCTAJUTU3AI[UH CBSI3aHO C MPUCYTCTBHEM B TJI0OyJIaX PaBHOMEPHO pacIpelleIeHHBIX [IEHTPOB

npyroi ¢asel. B marpuunoii ¢daze U Taxke BHIHBI Oellechle KPUCTALIBI MIPUMECHOU (ha3bl —
ZrO, (puc.3.46-3.48).

B Ttabn. 3.34 mpencraBiieHbl CTaTHCTHYECKH oOpaboranHbie gaHHbie WDX anammza
obmactu 2.

Ha ocuoBanny manuerx WDX aHann3a MOYKHO 3aKJIIOYMTH, YTO COCTAB METAJIMYECKOM
xuakoctr (0e3 ydera OKCHIHBIX TI0Oyn) Onmm3ok K cocraBy obmactu SQL (puc. 3.47a).
ConepkaHue KUCIOpoaa B JaHHO#M oOnactu (mpu HopmupoBanuu Ha U u O) coCcTaBsieT 0KOJIO
13.51 ar. %. IlockoJbKy IEHAPUTHI ONTHUYCCKH HE BHJIHBI M B CBSI3U C 3TUM TOYHOCTH
MO3UIMOHUPOBAHUS  HEBEJMKA,  OICHHUTH  OOMIYI0  IMOTPEmIHOCTh  TPEICTABIIACTCS
3aTPyOHUTEILHBIM. MOKHO JIMIG MPEANOJIOKUTh, YTO OHA 3aBEJOMO OOJIBIIE MOTPEITHOCTH
WU3MEpEeHUs1, KOoTopas cocTaBisieT 5 moir. %.

2-2 (79

Puc. 3.46. Mukpodortorpaduu odaactu 2 HuxHero ciaosi cautka CORD41



Ta6xa. 3.33. lanubie EDX anaamn3a odaacru 2

Ne U Zr ~0O
macc.% 97.56 | 0.43| 2.02
SQ1 | mon% 75.81 | 0.87 | 23.33
Mos1.% MeOx 98.87 | 1.13
Macc.% 98.96 - 1.04
SQ2 Mo.% 86.47 | - |1353
Mo0i.% MeOx 100 -
macc.% 88.68 | 0.77 | 10.55
SQ3 MOJ1.%0 35.81 | 0.81 | 63.38
Moi1.% MeOx 97.79 | 2.21
macc.% 86.10 | 0.76 | 13.14
SQ4 Mo.% 30.35 | 0.70 | 68.95
Moi1.% MeOx 97.75 | 2.25
Macc.% 08.63 - 1.37
P1 Moi.% 8287 | - [17.13
Moi.% MeOx 100 -
Macc.% 99.04 - 0.96
P2 M0.1.% 87.44 - | 12.56
Mo0i.% MeOx 100 -
macc.% 86.94 | 0.72| 6.32
P3 Moi.% 4753 | 1.03 | 51.44
Mo1.% MeOx 97.88 | 2.12

2-2-1 SQoxi dized (b)
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Puc. 3.47. Muxkpodortorpaduu obaactu 2-2 ¢ nomeuenHbivu aiasa WDX ucciaenoBanus

obsacTsiMu (2) M CBeIeHHbIE N0 KOHTPACTY JIUIsi aHaau3a MetoaoM SEM /miorHocts (b)



Ta6u. 3.34. lanubie WDX anaam3a ooaacru 2-2 u SEM/miorHocts 061actu 2

82

Ne U Zr ~O KommenTapuu
macc.% 97.94 | 0.72 1.34 . .
Mo.% 81.78 | 157 | 16.65 | > MePEHL
SQ]_ MO11.% 08.12 1.88 morp. H3M. IIO U 3.7 macc.%
MeOx (oxomo 5 mon.%) — 3a cuer
HEBUJUMOCTH JICHAPUTOB
macc.% 86.98 | 142 | 1160 | 5 y3ymepenni,
0
Mo % 3304 | 141 | 6555 norp.m3m. o U 0.06 macc.% —
MOJ.% 95.91 | 4.09 TYT  CKa3blBaeTCi  BBICOKAs
5 MeOx pPaBHOMEPHO  pacmupeiecHHas
Q MOPUCTOCTh, YACTUIHO JEPHUIIUT
CKOMIIEHCUpOBaH  (a3oif  Ha
ocHoBe U. OTu naHHbIE — HE
OpHUEHTHUD " KOPPEKTHO
00cunTaTh UX HEBO3MOKHO
macc.% 98.99 | 1.01 - 2 mameperus
7 9741 | 259 -
3 MO0 norp.m3m. o U 0.3 wmacc.%
Q pasHuIa ¢ Toukoir P3 cBs3aHa ¢
HEOTrpaHUYECHHOMN
pactBopumocThio B U-Zr
Mmacc.% 87.01 |1.32 11.67 |4 W3Mepenus
0
SQ4 MOH'O/O 32.95 | 1.30 6575 norp.u3m. o U 0.6 macc.% —
MOJL.% 9.19 | 381 TaKXKe CKa3bIBACTCS PBIXJIOCTD U
MeOx MOPUCTOCTH CTPYKTYPHI
macc.% 98.13 | 0.76 111 2 mamepenHs,
7% 84.14 | 1.70 14.16
MOHOO norp.m3m. o U 0.7 macc.% —
Mo1.% 98.02 | 198 uyTh Gombluee conepxkanue Zf,
SQ5 MeOx 4yeM B SQ1. Memnbiee
KOJIMYECTBO KHCIIOPO/a,
BEPOSATHO W3 32  MEHBIIEH
IUIOIAaAd CHEMKH -> MEHBIIEH
Ne(QEeKTHOCTH MMOBEPXHOCTU
Mmacc.% 87.19 | 134 11.47 4 mamepenus,
06 M0J1.% 3336 | 1.34 65.30 U 06 y
norp.n3M. o U 0.6 macc.%.
r/loejzl)% 9.14 | 3.86 Xoporiee coriaacoBanue ¢ SQ2,
X T€ K€ MPOOIIEMBI.
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macc.% 99.26 0.74
sQ@e Mo1.% 90.02 9.98 00paboTKa 110 MmIomansiM 2 u 2-
Moi1.% 100 2
MeOx
macc.% 99.59 0.41
gQmeallizd Mo1.% 94.25 5.75 O6paboTka 1o 3 momaasam 2, 2-
M0J1.% 100 2u2-2b
MeOx
macc.% 90.51 9.49
sQUidized Mo1.% 39.05 60.95 O6paboTka 110 2 muomansam 2-2
M0J1.% u 2-2-1b
MeOx
I X 8845 | 114 | 1041 [g o0 ooow
0
Mon.o;o ggg; é;; 62.88 norp.m3m. o U 0.94 macc.%
MOJL.% : :
o macc.% 8859 | 0.78 | 10.63 | HaMepeHHi,
9 .61 .82 57
Mo 0;0 S? 35 g 25 63.5 norp.u3M. o U 0.34 macc.%
MOJL.% : :
o3 macc.% 99.23 | 0.77 - 3 m3Mepenns,
0
Moi.% 9802 | 198 ) norp.u3M. o U 0.38 macc.%

HpHMeanHe — COCTaBbI B Ta6J'II/III€ MMpEACTABJICHBI, KaK CPpCIHAA BCIIMYHNHA. KomnaectBo

I/ISMGPGHI/II\/’I AaHO B IpUMCYAaHHU.

[Tomumo WDX wuccnenoBanus uist 001acTH 2 BBIITOJIHEH PacyeT COCTaBa METALNTHICCKOM
KHUJKOCTU IO OOBEMHBIM JIOJIIM COCYLIECTBYIOIIMX (a3 B MPENIOIOKEHUH, YTO oAHa ¢a3za —
yucteiii U, a Bropas — UQO,. OOmmii coctaB METaUIM3MPOBAHHOW KHJIKOCTH (C ydeTOM
OKCHJIHBIX TJI00YJ) MOXHO OILIEHHTh HAa OCHOBaHHMHM aHAlIM3a U300paxeHuit odnacreit 2 u 2-2: U

— 89.11 06.%, UO, — 10.29 06.%, nopucrocts - 0.61 006.%. PacuerHnlli coctaB — SQCalc

npuBeaeH B Taba. 3.34. CocTaB METAUTM3UPOBAHHOMN JKUAKOCTH (0€3 ydeTa OKCHAHBIX TI00YI)
OLICHEH Ha OCHOBAaHUHM aHAIM3a M300pakeHni obnacreit 2, 2-2 u 2-2b: U — 93.93 06.%, UO; —
5.82 06.%, nopucrocts - 0.25 06.%. Pacuernbiii cocras — SQ™? ragoke npusenen B TaGu.

3.34.



4

Puc. 3.48. Mukpodortorpaduu odacreii 3 u 4 nuxkuero ciaosi caimtka CORDA41

CocraB METaUIMYECKUX IIOOYJ PACHOJOKEHHBIX B OKCHIHOW MaTpuile ObUI TaK e
NPOaHATM3UPOBAH 110 aHATN3Y H300paxeHuii odmacreit 3 u 6 (puc. 3.48 u 3.50). OOmwmit cocras
METAIUTYECKUX [II0OYI IIpeacTaBieH B Tao. 3.36 SQMA!IZed
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5(SQ1) 5-1(SQ2)
5 (b) 5-1(b)

Puc. 3.49. Mukpodortorpaduu odaactu 5 HuxHero ciaosi cautka CORD41

Taoauna 3.35. lannbie EDX anamm3a o6mactu 5

Ne U Zr ~O
Macc.% 88.84 |028| 10.87
QL [yon% 3534 |029| 6436
Mo11.% MeOx 99.17 |0.83 -
Macc.% 99.68 - 0.32
SQI™ 0h % 9542 | - | 458
Mo11.% MeOx 100 - -
Macc.% 97.32 | 023| 245
Q2 [yon% 7243 | 045| 27.12
Mo11.% MeOx 99.38 | 0.62 -
macc.% 08.28 - 1.72
P1 Moi1.% 79.29 - | 2071

Mo0i.% MeOx 100 -




86

Puc. 3.50. Mukpodortorpaduu odaactu 6 HumxHero ciaosi caiutka CORD41
Taéiuna 3.36. Jlanupie EDX ananmusa o6aactu 6 m anaausza merogom SEM/mioTHOCTH
obJacTeii 6 u 3

Ne U Zr ~0O

macc.% 84.60 |0.32|15.08

P1 MoIL.% 2731 | 0.27 | 72.42
Mou1.% MeOx 99.02 |0.98

e | Macc.% 92.32 - 7.68

Q M011.% 44.69 - 55.31

metallized | Macc.% 99.00 - 1.00

SQ MOI1.% 86.99 - 1301

oxidized | Macc.% 90.65 - 9.35

SQ MOIL.% 39.44 - 16056

MuKpoCTpyKTYypa OKCHIHOTO cJiosl TpejactaBieHa Ha puc. 3.48, 3.50, 3.51-3.55.
OkcuHas >KUIKOCTh SIBISICTCS B JAHHOM cucteMe Oosiee TyroruiaBkoi. [lo mocTmxeHuu
TEMIIEpaTypbl MOHOTEKTHKH (Temreparypa 3akajkd HECKOJBKO BBINIE TEMIIepaTypbl
MOHOTEKTHKH) B Pe3yJIbTaTeé MOHOTEKTHYECKON PEaKIMU OKUIHAS JKUAKOCTh PacrajaeTcs Ha
JUOKCH]] ypaHa W METa/UTMYECKyI0 JKHAKOCTh, oboramiennyo ypanoMm (Lo=UO,, + Lj).
OcHoBHyo Miommaap 3anumaer ¢aza UO,, B MaTpuile KOTOPOH pacloSIOKEHbI BKIIOYCHHS
Metautyeckoro U, 4To moaTBepKaaeT MOHOTEKTHYECKUI XapakTep Kpuctaumsaiun. CienyeT
OTMETUTh 3HAYUTEIBHYIO MOPUCTOCTh JAHHOTO CJO0sS. MHKpPOCTPYKTypa OKCHIHBIX TJIOOYII,
PACIOJIOKECHHBIX B METAIUTMYECKOH MaTPHIIE, COOTBETCTBYET MUKPOCTPYKTYPE OKCHIHOTO CJIOSI.

OO cocTtaB OKCHUAMPOBAHHOW JKUIKOCTH MOXHO OIICHHTh HAa OCHOBAaHMHM aHAJIN3a
n3o0paxeHuit obmacreir 7-11. PesynpTarel aHanm3a mpejactaBicHsl B Tabdn. 3.39 (SQ°3'°).
[TomMumo 3TOro, OBUT BBHIMOJHEH AHAIW3 TPAHUYHOW 00JACTH MEXKIAY OKCHUIOM M METaUIOM.
OOmuii cocTaB OKCHJIMPOBAHHOM JKHJIKOCTH C YICTOM W 0€3 ydeTa METAJUIMYECKUX TI00YI I10
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aHanu3y wu3oOpaxkenuit obmacreir 3 m 6 (puc. 3.48, 3.50) merogom SEM/mioTHOCTH,
npenacraBieH B Tabn. 3.36 (SQca'C, u SQUdized cooTBeTcTBEHHO). COCTaB OKCHIMPOBAHHOM
’KUJIKOCTH OBUI TaK e OIEHEH 110 cocTaBy I1o0yisl 2-2-1b u o6y obmactu 2-2 (puc.3.47 ): U
— 12.34 06.%, UO, — 86.29 06.%, mopucrocts - 1.37 06.%. Pacuernsii cocras SQ™42
npuBeaeH B Tabin. 3.34. Ilo mamaeiM WDX wuccrenoBanus it o0iiacté 2 COJACpIKaHHE
KHCIIOpOJIa B OKCHUAHON Iiio0yine He mpeBblmaer 62.6 ar.%, MoCKoIbKy MOPUCTOCTh JTAHHOM
00J1aCTH MPUBONUT K yBeIMUeHHIO aedunnta Maccsl (puc.3.47, 1a61.3.34, SQ2 u SQ6).

Puc. 3.51. Mukpodortorpaduu odaactu 7 caimrka CORD41

Taoauna 3.37. Jlannbie EDX anamm3a o6aactu 7

Ne U Zr ~0O

wacc.% 9826 | 070 | 105
Pl von% 8497 | 157 | 13.46

Mon.% MeOx | 9818 | 1.82

wacc.% 8572 | 048 | 13.80
P2 on% 2933 | 043 | 7024

von.% MeOx | 9855 | 1.45




8-1(SQL) sl

8-1-1 (S02) " 8115
Puc. 3.52. Mukpodortorpaduu odaactu 8 cimrka CORD41

Taoauna 3.38. lannbie EDX anamm3a o6aactu 8

Ne U Zr ~0O

wacc.% 77.98 | 0.80 | 21.23
QL Nvon% 19.70 | 053 | 79.78

Mon.% MeOx | 97.40 | 2.60

macc.% 84.08 | 0.56 | 15.37
Q2 Myon% 26.76 | 0.46 | 72.78

Mon.% MeOx | 98.31 | 1.69

88



I 9
Puc. 3.53. Mukpodortorpaduu odaactu 9 cimrka CORD41

o e

102 T )
Puc. 3.54. Mukpodortorpadpuu odaactu 10 ciurka CORDA41

89
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Ta6muna 3.39. Jlanubie EDX ananu3a o6aactu 10 u nannbplie anaau3a SEM/mioTHocTh 1mo
o6acrsm 7-11 (SQ®°)

Ne U Zr ~0
Mace.% 86.98 0.72 12.30
SR on% 31.99 0.69 67.32
Mon.% MeOx | 97.88 212
sQe macc.% 91.28 - 8.72
mMoi1.% 41.29 - 58.71

Puc. 3.55. Mukpodortorpadpuu odaactu 11 ciurka CORDA41

AHamM3 MHKpPOCTPYKTYpPHl W (DOPMBI Kameilb Kak OKCHAHBIX, TaK M METaUTMYEeCKUX,
YKa3pIBa€T, 4YTO B TMpOIEecCe OXIAXKACHUS W KPUCTAUIM3AIUM pacIuiaBa IPOUCXOJUT
B3aUMO/ICUCTBHE OKCHIHBIX TBEPJbIX KaleNbHBIX BBIACACHUN (TJ00YN) C MeETaTHYecKOn
KUJIKOCTBIO M METAUIMYECKUX JKHJIKUX Kalellb C TBEpAOW OKCUIHOW Marpuueil. [Ipu stom
OTpENeNNTh, TIEe HAXOMUTCS TpaHWIa pas3iena TIoOyn W MaTpuyHOM (a3el  BecbMa
3aTPYJHUTEIIFHO M3-3a HAJMYHs OKAMIICHHUS, KOTOpOe Ul MeTautnueckux riodyn (puc. 3.48
obmacte 3-1) MOXeT SBIATHCS (a30i MEPBUYHON KPUCTAUTM3AIMK MATPUYHOW OKCHIHOM
CTPYKTYpHI, a Ui OKCHUAHBIX Tio0yn (puc.3.47 obmacte 2-2, 2-2-1) mMoxeT sBIAThCS (a3oi
MEPBUYHON KPHUCTALIM3AIMHA MaTPUYHOTO METALTMYECKOTO pactuiaBa. l[loaTomy pe3ynbraTsl
aHaM3a coCTaBa ria00yn MetoqoM SEM/MIOTHOCTE B HAIMX YCIOBUSX (B OTIMYHME OT pabOThI
[2]) xapakTepu3yrOTCs AOMOJHUTEIHHON HEOTPEAETICHHOCTHIO.

Ecnu ydecth, 4YTO YyCIOBUS OXJNXKICHUS M KPUCTAJUIM3AIMU paciuiaBa OJNU3KH K
YCIIOBHUSIM 3aKaJIKH, a MOBEPXHOCTh pa3Jielia )KUIKOCTEeH OrpaHHYCHa, TO MOYKHO MPE/IIOJIOKHTb,
YTO MAcCOOOMEH MEKIy OKCHIHON M METAJUTMYECKOM JKHIKOCTSAMH TPU UX OXJIOKICHUH U
KPUCTAJUIM3AlMK HEe3Ha4YuTelieH. Eciam cuutath 00YIIbI BTOPUYHBIMH BBIJCICHUSMH, TO
COCTaBbI JKUJKOCTEH JOJDKHBI OBITh OJM3KKM K CPEIHHUM COCTaBaM COOTBETCTBYIOIIMX YacTei
ciutka. OmnpezeneHue CpPemHero COCTaBa OKCHUAHOW M METAJUIMYECKOW 4YacTH CIUTKA 110
pe3ynbrataMm SEM 0cII0KHSETCS HAIMYUEM CIIOCB C III00YIaMH B HEOOXOIUMOCTBIO PACUETHOTO
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ycpenHeHus. TeM He MeHee, MOKHO YTBEP)KIaTh, YTO MCKOMBIE CPETHUE COCTABBI HAXOJMSATCS B
JMana30He MEXJy CPEIHHMH COCTaBaMH CJIOEB C INIOOYJIaMH M CIIOEB, B KOTOPBIX TJI00YT HET.
OTH naHHBIC HaHeceHbl Ha auarpammy cuctembl U-O (puc.3.56). U3 prucyHka BUAHO, YTO HAIIH
IKCIIEPUMEHTAIbHBIC PE3YIbTaThl XOPOIIO COTJIACYIOTCS C JaHHBIMU [2/ U TIOATBEPKAAIOT
MPOTSDKEHHBIN KYITOJI paccianBaHUsl.

~2670°C

2515®C

Puc. 3.56. PesyabTarsl 3kcnepumenta CORDA41

MeTtaumdeckas xuakocts. O o6macts Ge3 o6y Ta6m.3.35 SQC (95.42U-4.580),
A\ o6nacts ¢ ro6ynamu a6n.3.34 SQ@° (90.02U-9.980)

OkcuaHast KumKoct: <> oGmacts 6e3 rmo6yn Ttabm. 3.39 SQP° (41.29U-58.710),
[oGiacth ¢ riaoGynamu Ta6in.3.36 SQ®° (44.69U- 55.310)

Ixcnepument CORD42

Kakx ormeuasochb BBIIIC, 3TOT OKCIICPUMCHT OBLJI BBIMIOJIHEH C OOJIBIIAM COACPIKAHUEM
MeTajimyeckol komnoHeHThl. [lo ¢doTtorpaguu oceBoro paspe3a BHJIHO, UYTO 00BEM
MeTayu3upoBanHoro ciosi 6oneine yeM B CORD37. Ha puc. 3.57 npezacrasien oOmmidi BUA
IPOIOJIBHOTO pa3pesa ciuTKa ¢ momeueHubiMu st SEM/EDX uccnenoBanus 001acTsIMH.

CIIMTOK MMEET I1Ba CJOS — BEPXHHIA, MHUKPOCTPYKTYpa KOTOPOTO OTOOpakeHa Ha pHLC.
3.58-3.61, u HWKHUNA, MUKPOCTPYKTYpa KOTOPOTO IMpejacTaBieHa Ha puc. 3.65-3.69. [Ipu stom
obnactu 5-7 HPEJCTaBISIIOT MUKPOCTPYKTYPY IOTPaHUYHOW OOJIACTH MEXKIY STHUMH JBYMS
ciosimu (puc. 3.62-3.64).
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Puc. 357. IloroBuHa mpoaoJbHOr0 pa3pe3a cauTka »3kcnepumMenta CORD42 ¢
nomMeyeHHbIMH 111 SEM/EDX ucciienoBanust 06JacTsaMu

MukpocTpyKTypa BepXHEH YacTH CIMTKA, Kak U B ciydae dkcrepumeHToB CORD34 u
CORD37, HOCHT JAEHAPHTHBIN XapakTep Mo Bcei uccimeayemoit obmactu (puc. 3.58), uto
CBHJICTEIICTBYET O KPUCTAIM3AIMU B YCIOBUSX 3aKaJKh, NMpH 3TOM (Da3oil MepBUYHOM
KpUCTa/TU3aluK sBisieTcst ¢dasa Ha ocHoBe TBepaoro pactsopa (U,Zr)O (taba. 3.40, SQ6).
[lpu nanbHelieM oxJaxJIeHUU B (ase Ha ocHoBe TBepmoro pactBopa (U,Zr)Osx MOXKHO
HaOJIr0IaTh pacmaj, Mo KpaitHei mepe, Ha aBe (asel — dasy, oboramennyo UO, (puc. 3.58,
toukn Pl, P2 u tabn. 3.40) u da3y ¢ menbium comaepxanneMm UO; (puc. 3.58, Touku P3-P5 u
taba. 3.40). da3oii BTOPUYHON KPUCTAUTM3AIMU B OTOM cjoe sBisieTcs (pasa Ha OCHOBE a-
Zr(U)(O) (puc. 3.58, SQ5 u tabm. 3.40), koTOpas HpU OXJIAXKJCHHH, B CBOIO OYepe/ib, TOXKE
pacragaercs Ha aBe (asel: a3y Ha ocHoBe a-Zr(O) ¢ HeOOJIBIINM COAepKaHnEeM ypaHa (puc.
3.58, temuas oxpyrmas asa, toukun P1l0-P12 u Tabmn. 3.40) u ¢a3y Ha OCHOBE TBEPIOTO
pactBopa U-Zr (puc. 3.58, cBeTbie BKIFOUCHHUS B TEMHOM OKpyriioi (ase, Touku P6-PO u tad.
3.40).
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1-1-2-1 1-1-2-1-1 (SQ5)

Puc. 3.58. Mukpodortorpadpuu odaactu 1 ciimrka CORD42



Taoauna 3.40. lannbie EDX anamm3a o6aactu 1

Ne U Zr ~0
macc.% 72.24 | 22.59 5.17
SQ1 | mon.% 34.71 | 28.32 | 36.97
Moi1.% MeOy 55.06 | 44.94
Mmacc.% 73.33 | 23.02 3.65
SQ2 | mon.% 39.06 | 32.01 | 28.93
Mo1.% MeOy 5496 | 45.04
Mmacc.% 27.88 | 58.68 | 13.43
SQ3 | Mmon.% 7.32 | 40.21 | 52.47
Moi1.% MeOy 15.40 | 84.60
macc.% 19.06 | 63.30 | 17.64
SQ4 | mon.% 427 | 36.98 | 58.75
M071.% MeOy 10.34 | 89.66
macc.% 2754 | 60.12 12.35
SQ5 | mon.% 748 | 42.62 | 49.90
M071.% MeOy 1493 | 85.07
macc.% 84.85 3.88 | 11.26
SQ6 | Mmon.% 32.32 3.86 | 63.82
M071.% MeOy 89.34 | 10.66
P1 macc.% 97.56 2.44 -
MoJ1.% 93.87 6.13 -
P2 macc.% 98.65 1.35 -
MoJ1.% 96.56 3.44 -
macc.% 84.86 2.74 | 12.40
P3 M071.% 30.70 259 | 66.72
M071.% MeOy 92.22 7.78
Mmacc.% 85.28 406 | 10.66
P4 MoJ1.% 33.52 416 | 62.32
Mo1.% MeOy 88.96 | 11.04
macc.% 86.58 3.53 9.89
P5 M071.% 35.64 3.79 | 60.57
M071.% MeOy 90.39 9.61
PG macc.% 86.19 | 1381 -
M071.% 70.52 | 29.48 -
P7 macc.% 8753 | 12.47 -
M01.% 7291 | 27.09 -
Mmacc.% 2458 | 60.54 | 14.88
P8 MoJ1.% 6.09 | 39.11 | 54.80
Mo1.% MeOy 13.47 | 86.53
Pg macc.% 75.64 | 24.36 -
MoJ1.% 5434 | 45.66 -
macc.% 8.88 | 67.45 | 23.67
P10 | m01.% 1.65 | 32.77 | 65.57
M071.% MeOy 480 | 95.20
macc.% 930 | 67.50 | 23.21
P11 | m0o1.% 1.75 | 33.18 | 65.06
Moi1.% MeOy 501 | 94.99
P12 | macc.% 10.18 | 66.25 | 23.57
MO0JL.% 191 | 3239 | 65.70
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M01.% MeOy 556 | 94.44

Macc.% 1464 | 61.38 | 23.97
P13 | m0o1.% 276 | 30.14 | 67.11

M011.% MeOy 8.38 | 91.62

Mmacc.% 9.69 | 66.05 | 24.26
P14 | m0o1.% 1.78 | 31.74 | 66.48

M071.% MeOy 5.32 | 94.68

macc.% 26.54 | 56.76 | 16.70
P15 | m01.% 6.27 | 35.00 | 58.72

M071.% MeOy 15.20 | 84.80

B o6nactax 2-4 (puc. 3.59-3.61) HabromacTcs aHAIOTHYHAS KapTHHA.

b gl s IR
. !

CHMET R e B

T

.

Puc. 3.59. Mukpodortorpadpuu odaactu 2 caimrka CORD42

Taoauna 3.41. lannsie EDX anamm3a o6acTu 2

Ne U Zr ~0
Mmacc.% 68.42 | 21.61 9.96
SQ1 | mon.% 25.06 | 20.66 | 54.28
M01.% MeOy 5482 | 45.18




3-2-1

Puc. 3.60. Mukpodortorpaduu odaactu 3 caimrka CORD42



Ta6auua 3.42. Jlanubie EDX anamm3a o6aacru 3

Ne U Zr ~0
Macc.% 70.99 | 22.96 6.05
SQ1 | mon.% 32.13 | 27.11 | 40.76
Moi1.% MeOy 5423 | 45.77
Mmacc.% 12.14 | 65.90 | 21.96
SQ2 | mon.% 238 | 33.67 | 63.96
M071.% MeOy 6.60 | 93.40
macc.% 81.56 7.47 | 10.97
SQ3 | mon.% 30.86 7.37 | 6177
M071.% MeOy 80.72 | 19.28
P1 macc.% 97.25 2.75 -
Moi1.% 93.14 6.86 -
macc.% 85.24 248 | 12.28
P2 MoJ1.% 31.07 2.36 | 66.57
Mo1.% MeOy 92.95 7.05
macc.% 38.89 | 55.49 5.62
P3 M011.% 1455 | 54.18 | 31.27
M0J1.% MeOy 21.17 | 78.83
macc.% 1843 | 64.14 | 17.44
P4 MO0JL.% 414 | 37.59 | 58.27
M011.% MeOy 9.92 | 90.08
Mmacc.% 7.22 | 69.17 | 23.61
P5 MoJ1.% 1.34 | 3348 | 65.18
Mo1.% MeOy 3.85 | 96.15
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Puc. 3.61. Mukpodortorpaduu odaactu 4 cimrka CORD42

Taoauna 3.43. lannbie EDX anamm3a o6aacru 4

98

4-1-1 (SQ3)

Ne U Zr ~O
macc.% 73.89 | 24.43 1.67
SQ1 | mom% 45.46 | 39.22 | 1531
Mon.%MeO, | 5368 | 4632 | |
macc.% 7478 | 22.61 | 2.60
SQ2 | mom% 4334 | 3420 | 2245
mom.% MeOx | 5589 | 4411 | |
macc.% 8469 | 588 | 943
SQ3 | mom% 3523 | 6.38 | 58.39
Mon.%MeO, | 8466 | 1534 | |
macc.% 85.43 283 | 11.73
PL | mMon% 31.95 | 276 | 65.29
Mon.%MeO, | 9204 | 796 | |
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O06sacTh 5 OTHOCHTCS K IPUTPAHHUYHON 00JIACTH MEXKTY ABYMs citosimu (puc. 3.62).

Puc. 3.62. Mukpodortorpaduu odaactu 5 ciimrka CORD42

OcOo0CHHO OTYETIMBO OKCHAHBIE TJIOOYJIbI B METAUIMYECKON  COCTaBIIAIONICH
HAOJIIOIAl0TCS B MPUTPAHUYHON oOmacTu 6 HwkHero cios ciutka (puc. 3.63, obmacte 6-1).
MerammsupoBaHHble TJIOOYNbI, HaOMIO/aeMble B OKCHIHOW COCTaBIISAIONIMICH CIHMTKa OoJiee
Menkue U popma ux 6osiee BeiTsHyTas (puc. 3.63, oomacts 6-4).
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64 (SQD

6-4-1

Puc. 3.63. Mukpodortorpaduu odaactu 6 ciimrka CORD42
Taoauna 3.44. lannbie EDX anamm3a o6acru 6
Ne U Zr ~0
Macc.% 7435 | 21.69 3.95
SQ1 | mon.% 39.18 | 29.83 | 31.00
M0J1.% MeOy 56.78 | 43.22

101

B npurpanuuHoii obnactu 7, Tak ke Kak U B oOnacTu 6, 3aUKCHPOBAHBI OKCHJIHBIC
rJI00YJIbl B METALIMYECKON MaTpHUIle M METaJUIMYECKHe TJI00YNIbl B OKCHIHOW Matpuie (puc.

3.64).
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Puc. 3.64. Mukpodortorpadpuu odactu 7

Oo6mnactu 8-15 oTpakaroT MHKPOCTPYKTYPY HHKHETO METAUTM3UPOBAHHOTO CJIOS CIIUTKA
(puc. 3.65-3.69). IlpakTuyeckn BO BCEX OO0JACTSIX HAOMIOMAIOTCS CPEPHUUECKUE OKCHIHBIC
BBIJICICHUST BTOPOH kuaKocTu. ClieyeT OTMETUTh 3HAYUTEIbHOE OTIIMYME BaJOBOTO COCTaBa
OKCHIIHBIX TJIOOY7T OT BAJOBOTO COCTaBa PA3JIMYHBIX O00JAcTell OKCHUAHOTO CJIOSl CJIHTKA,
Hanpumep: puc.3.65, Tabmn. 3.45 obmactu SQ2, SQ3 u puc.3.58, Tabdn. 3.40 o6macts SQL.
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8-1(SQ2)

8-2 (SQ3) 83 (SQ4)

8-4 (SQ5)

Puc. 3.65. Mukpodortorpaduu odaactu 8 cimrka CORD42



Taéauua 3.45. lannbie EDX ananu3a obaacru 8

Ne U Zr ~0

Macc.% 73.33 | 23.35 3.32
SQ1 | mon.% 39.92 | 33.16 | 26.92

Moi1.% MeOy 5462 | 45.38

Macc.% 80.04 | 17.52 2.43
SQ2 | mon.% 4942 | 28.23 | 22.36

Moi1.% MeOy 63.64 | 36.36

Macc.% 78,55 | 19.06 2.39
SQ3 | mon.% 4792 | 30.35 | 21.73

Moi1.% MeOy 61.23 | 38.77

macc.% 75.48 | 24.52 -
Q4 on% 5412 | 4588 | -

macc.% 7433 | 25.67 -
S5 on% 5260 | 47.40 | -

11 (SQY)

Puc. 3.66. Mukpodortorpaduu odaacreii 9-11 ciurka CORD42

104



Taoauna 3.46. lannbie EDX anamm3a o6acreii 9-11

Ne U Zr ~0

Macc.% 7219 | 21.01 6.80
SQ1 | mon.% 31.64 | 2403 | 44.32

M071.% MeOy 56.84 | 43.16

macc.% 71.14 | 20.62 8.24
SQ2 | mon.% 28.74 | 21.74 | 49.51

M071.% MeOy 56.93 | 43.07

Mmacc.% 80.40 | 15.91 3.69
SQ3 | mon.% 4549 | 2349 | 31.02

M071.% MeOy 65.95 | 34.05

macc.% 78.78 | 21.22 -
Q4 on% 5872 | 4128 | -

macc.% 74.15 | 20.28 5.58
SQ5 | Mmon.% 3530 | 25.19 | 39.51

M071.% MeOy 58.36 | 41.64

macc.% 78.40 | 21.60 -
SQ6 MoJ1.% 58.17 | 41.83 -

12-2-2-1 (SQ4)

Puc. 3.67. Mukpodortorpaduu odaactu 12 ciurka CORD42
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Taoauna 3.47. lannsie EDX anamm3a o6actu 12

Ne U Zr ~0O
macc.% 74.86 25.14 -
SQ1 Mo0J1.% 53.30 | 46.70 -
macc.% 96.13 3.87 -
SQ2 Mo0J1.% 90.50 9.50 -
macc.% 48.68 | 51.32 -
Q3 1 on% 2666 | 7334 | -
S04 macc.% 90.89 7.17 1.94
mou1.% 65.67 | 1352 | 20.81
p1 macc.% 96.43 3.57 -
mou1.% 91.18 8.82 -
macc.% 96.07 3.07 0.87
P2 M011.% 82.13 6.84 | 11.03
mou.% MeOy 92.31 7.69
P3 macc.% 98.29 1.71 -
Mo0J1.% 95.65 4.35 -
macc.% 84.54 6.86 8.60
P4 M011.% 36.69 777 | 5554
m0J1.% MeOy 82.53 17.47
macc.% 84.58 2.09 13.34
P5 mou1.% 29.32 1.89 | 68.79
mou.% MeOy 93.95 6.05
macc.% 7.41 69.55 | 23.04
P6 mou1.% 1.39 | 3413 | 64.48
mou.% MeOy 3.92 | 96.08

CrienyeT OTMETUTH JOCTAaTOYHO pPaBHOMEpHOE pacrpeneneHue (a3 B HIKHEM ciioe (B
omiuure ot dkcnepumenta CORD37).

B MeramumsupoBaHHOM clioe ciuTKa (a3oil MEepBUYHOW KPUCTAJUIM3ALUH, BEPOSTHO,
seisiercst TBepablid pactBop (U,Zr)Ou (Tabn. 3.47, touku P4, P5). KomruectBo 3toii daser B
METAJUIM3UPOBAHHOMN KUIAKOCTH Mano. Da30il BTOPUYHOW KPUCTAJUIM3ALNN SIBISETCA TBEPABINA
pactBop Ha ocHoBe a-Zr(U)(O), kortopeiii mpopacract B (dopMmMe JICHIpPHUTA Ha
3akpuctauimzoBanHoM (U,Zr)O... TlocnenHent KprcTaum3yercst )KUAKOCTh, oboramienHas U ¢
HeOobIIUM cosiepykanueM Zr (tabin. 3.47, touku P1-P3)
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G N _ ."kx | |L.L
13-1-1

Puc. 3.68. Mukpodortorpaduu odaactu 13 ciurka CORDA42

Puc. 3.69. Mukpodortorpapun odnactu 14 u 15 caiurka CORD42

B otmuune ot CORD37, mpakTHueckr BO BCEX OOJIACTSX METALTM3UPOBAHHOTO CIIOSI CIIMTKA
CORDA42 nabnromaroTcsi BBIICICHHS BTOPOM KHUIAKOCTH, YTO MOYKET OBITh CBS3aHO C OOJIBITAM
HarpeBOM BaHHBI pacIliaBa BBIIIE MOHOTEKTHYECKON TEMITEPATYPHI.
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3.4.6.2 SEM/EDX ananm3 npo6 u3 sxcnepumentoB CD

B skcniepumentax CD ObUTH MOATOTOBICHBI TEMILUIETHI U3 P00, BHIKOJIOTHIX U3 CIIUTKOB.
MuxkpocTpyktypbl mpo0 i 3kcnepumentoB cepun CD mpencraBinensl Ha puc. 3.70-3.72, a
BaJIOBBIC COCTABHI MMPOO — B COOTBETCTBYIOIINX TaOJIHUI[aAX.

IOkcnepument CD3

Ne U Zr @) C Nb Hf

SQ mon.% | 11.25 | 39.81 | 47.00 | 1.57 0.32 0.05

Puc. 3.70. Mukpodortorpaduu u nanusie EDX ananuza ¢pparmenrta camtra CD-3

IOxkcnepument CD4

Ne U Zr @) C Nb Hf

SQ mon.% | 4.69 | 50.74 | 42.30| 1.75 | 0.36 | 0.07

Puc. 3.71. Mukpodortorpadpuu u 1anusie EDX ananmuza pparmenra caurka CD-4
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Okcnepument CD5

SQ M011.% 16.27 25.22 56.95 | 0.89 0.63 0.04

Puc. 3.72. Mukpodortorpaduu u nanusie EDX ananuza ¢pparmenrta camtra CD-5

B pesynbraTax aHanm3a OTMETHM COJIepKaHue yriepo/a B mpobax B koymdectse 1-2 moir.%.

3.4.7. BIIA UIIXT B X0/10HOM THIJIE.

Ha puc. 3.73-3.79 u B Ta0i. 3.48 npejcraBieHsl 00paboTka U 0000IIEeHNEe JAHHBIX IS
skcniepumenToB cepun CORD, mosryaeHHbix mpu uccienoBanuu cuctembl U-Zr-O meromom
BITA WIIXT. Ha pucyHkax TpeacTaBJeHbl (parMeHTh TEePMOTpaMM C BHICOKaIApaMU
MOBEPXHOCTH PACIUIaBa B MOMEHT U3MEPEHUS TEMITEPATYPHI JINKBHILYC.
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CORD 28

2160
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Puc. 3.73. ®parment TepMmorpammsl 3Kcnepumenta CORD28-1 ¢ Buaeokaapamu
MOBEPXHOCTH pacijiaBa
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Temperature, C
N
H
a1
o
|

2100
2050 LI‘
2000 ! ‘
4720 4725 4730 4735 4740 4745 4750 4755 4760

Time, s

Puc. 3.74. ®parment Tepmorpammbl 3kcnepumenta CORD28-11 ¢ Buaeokaapamu
MOBEPXHOCTH pacijiaBa
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Temperature, C
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il
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1735 1740 1745 1750

Time,s

Puc. 3.75. ®parmMeHT TepMOrpaMMbl
MOBEPXHOCTH paciiaBa

skcnepumedTa CORD29 ¢ Buaeokaapamu

2350

Cord34

2300
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N
a
S

Temperature,

g

2150 -

2100

2455

2465

2475

2485

2495 2505 2515 2525

Time, s

2535

Puc. 3.76. ®dparmMeHT TepMOrpaMMbl

MOBECPXHOCTH paciliiaBa

skcnepumedTa CORD34 ¢ Buaeokaapamu
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Tmel Cord 37
2400

2350

2300

2250

Temperature, C
N
|_\
al
o
|

2000 i i i i i i

4515 4520 4525 4530 4535 4540 4545 4550
Time, s

Puc. 3.77. ®parment Tepmorpammbl Jkcnepumenta CORD37 ¢ Buaeokaapamu
MOBEPXHOCTH pacijiaBa

Tmel Cord41
2700

2600

2500

2400

Temperature, C

2100 T T T T T T
4260 4261 4262 4263 4264 4265 4266 4267 4268 4269 4270

Time, s

Puc. 3.78. ®parment Tepmorpammbl Jkcnepumedta CORD4l1 ¢ Buaeokaapamu
MOBEPXHOCTH pacijiaBa
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2500

Tmel

Cord42

Temperature, C

N\
|

1651 1651,5 1652 1652,5 1653 1653,5 1654 1655
Time, s
Puc. 3.79. ®parment Tepmorpammbl Jkcnepumenta CORD42 ¢ Buaeokaapamu

MOBEPXHOCTH paciljiaBa

Tao6.. 3.48. Pe3yabTaThl H3MepeHnii TeMnepaTypsl JukBuayca B cucreme U-Zr-O metoaom

BITA UIIXT
Pacuer cocrara pacmiapa
1o 3arpy3Ke ¢ yueTom CocraB npo6 pacrmaB;l no
Tect npockineii u gebéananca, AannbvM PCOA, ar.% Tiig, °C
ar.%
U Zr @) U Zr @)
CORD28-I 7.7 53.6 38.7 7.7 53.7 38.6 2085
CORD28-I1 13.0 43.9 43.2 12.9 43.9 43.2 2170
CORD29 20.0 171 63.0 19.8 17.2 63.0 2461
2302
CORD34 22.1 33.8 44.1 215 34.7 43.8 2307
2305
232
CORD37? 325 | 292 38.3 - - - 320
2330
CORD41™? | 56.0 31 40.9 - - - 2515
CORD42” 405 | 270 | 325 2390

T v
) IIpHu pacu€Te COCTaBa paciuiaBa 110 3arpy3ke y4uTbIBaJInu 2.3r aspo30JIicu.

2) Tlo npunHe paccIoeHus CPeTHUT COCTaB paciiaBa He MOXKET OBITh OIpe/IeNCH 1Mo MPode BEpXHEH XUIKOCTH.
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3.4.8. U3mepenus TemMnepaTyphbl JUKBHIYCA U COJHIYCa HA ycTaHOBKe «Tureap»

Ha puc. 3.80-3.92 u B Ta6i. 3.49 npejicraBieHsl 00paboTka U 0000IIEeHNEe JaAHHBIX IS
skciepuMenToB cepun CD, momydeHHBIX Tpu ucciemoBaHuu cuctembl U-Zr-O mertomom
maddepeHnmpoBanuss  TepMorpamMMm. Ha  pUCYHKax — NpEACTaBIEHBI  TEPMOTPAMMBI
AKCTIEPUMEHTOB, X ()parMEHTHl U 3aBUCHUMOCTH TPOU3BOJHON TEMIIEPATYpHI 10 BPEMEHU IPH
M3MEPEHUHU TeMIIEPaTyphl JIMKBHYCa U COJIUIYCA.

2800

T \ /|

2000

1600
V

temperature (°C)

1200 ' g

800

0 50 100 150 200 250
time (min)

Puc. 3.80. Tepmorpamma s3xcnepumenta CD1
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2440 \

N
5
o
o

temperature (°C)

N
w
D
o

\\

N

2280

198 198.4 198.8 199.2 199.6 200
time (min)

Puc. 3.81. ®parment Tepmorpammbl 3kcniepumenTa CD1 npu oxia:kaennu pacniasa
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-400
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-1200
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-1600

-2000 v

1800 2000 2200 2400 2600
temperature (°C)

Puc. 3.82. 3aBucuMocTh MPOU3BOAHON TeMIepaTypbl MO BPeMEHH OT TeMIepaTypbl Jisi
skcnepumenTa CD1

2800

VAd)
/

temperature (°C)

1600

1200 \

40 80 120 160 200 240
time (min)

Puc. 3.83. Tepmorpamma s3xcnepumenta CD2
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-400

-800 ]

-1200 L

dT/dt (mK/sec)

-1600 \

-2000

1600 1800 2000 2200 2400 2600
temperature (°C)

Puc. 3.84. 3aBucuMocTh MPOU3BOAHON TeMIepaTypbl MO BPeMEHH OT TeMIepaTypbl JJisi
skcnepumenTa CD2
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1600

1200

20 40 60 80 100

time (min)

Puc. 3.85. Tepmorpamma s3xcnepumenta CD3
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2200

N
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o
o

N
o
o
o

Temperature (°C)
|

AN

70 71 72 73 74 75
Time (min)

1900

Puc. 3.86. ®parment Tepmorpammbl 3kcniepumenTa CD3 npu oxsia:kaennu pacniasa
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-800
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|

DAY

-1600

1800 1900 2000 2100 2200
temperature (°C)

Puc. 3.87. 3aBucMMOCTh NPOU3BOAHOI TeMIepaTypbl M0 BpeMeHH OT TeMIepaTrypbl JJisi
skcnepumenta CD3



2800

2400

Temperature (°C)

1600

1200

Puc. 3.88. Tepmorpamma s3xcnepumenta CD4

2300

2100

Temperature (°C)

2000

1900

[ N
0 40 80 120 160
time (min)
\\
84 88 92 96
Time (min)

Puc. 3.89. ®parment Tepmorpammbl 3kcniepumenTa CD4 npu oxjia:kieHnu pacniaBa
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Puc. 3.91. Tepmorpamma 3xcnepumenta CD5S
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0 CD-5 experiment
—  1stcooling
24 cooling

3d cooling

-500

-1000

-1500

dT/dt (mK/s)

-2000

-2500 ‘ ‘ ‘

1800 2000 2200 2400
Temperature (°C)

Puc. 3.92. 3aBucumMocTh NMPOU3BOAHOI TeMmepaTypsl M0 BpeMeHH OT TeMIepaTypsl s

skcnepumenTa CD-5

Tao6.a. 3.49. Pe3yabTaThl H3MepeHnii TeMepaTypsl JukBuayca B cucreme U-Zr-O metoaom
AU pepeHIUPOBAHNS TEPMOTPAMM

Cocras pacniiasa no
TecT 3arpy31<e1), ar.% Tel, °C Tiigs °C
U Zr @)
CD1 22.9 19.1 58.0 - 2370
CD2 25.7 15.8 58.5 - 2400
CD3 13.0 43.0 44.0 2072 2135
CD4 8.0 52.0 40.0 2085 2100
CD5 16.0 36.0 48.0 2025 2225

1
). B I'opsA4Y€EM TUTJIC ITPOUCXOJUT IIOJIHOEC, 0e3 MOTEPhb, IUIaBJICHUE 3aIrpy’KCHHOI'O MaTepuaa..

[ToctyrieHne B paciuiaB yriiepoja B HE3HAYMTEIbHBIX KojuuecTBax (1-2 moir. %, kak
mokasaHo B pasgene 3.4.6.2) mpakTHYeCKM HE BJMSET Ha BAJIOBOW COCTaB, IOITOMY
AKCIEPUMEHTAJIbHON TOUKe Ha (ha30BOI AUarpaMMe COOTBETCTBYET COCTaB 3arpy3KH THUTJISL.

3.4.9 U3mepenus TeMinepaTypsbl cojinayca B Mukponeuu I'anaxoBa

Kak yxe Obuto ckazaHO BbINIE, M3MEPEHHE TEMIIEpATyphl JIMKBUAYCa B MHKPOIEYH
["amaxoBa I METAUI-OKCHIHBIX CUCTEM 3aTPyJHUTEIHHO M3-32 B3aMMOICHUCTBUS JIEpIKATENS C
mpo6oi. DTO Ke 00CTOATETHCTBO OKA3bIBACT BJIMSHUE HA M3MEPEHHE TEMIIEPATYpPhl COJHUIYCA,
0COOEHHO B TOM Ciydae, KOTJa pa3HUIA MEXIy TeMIepaTypod CcoJIMAyca W IJUKBUIYCa
OKa3bIBaeTCsi HEOOJBIION. BONBIIyI0 TOrpEenIHOCTh MOMKET TakKe BHOCHTh OCOOCHHOCTh
KpUCTAUTU3aIliH, T.6. MHUKPOCTPYKTypa 00pasma, 1Mo KOTOpPOMY OTpEAeIsieTCs TeMIlepaTrypa
conuayca (pacmpenencaue a3 B o0Opasiie, HAIMYUE IBTCKTUYCCKUX 30H) M HEOOJbINAS OIS
XKUAKOM (ha3bl B 0Opa3iie BOIM3H TOUKH COJIHTYCA.
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Ixcnepument CORD28-1

Ha puc. 3.93 npexacrasiensl pparMeHTHI Mpoliecca HarpeBaHus M IDIaBJIeHHUs 00pasia B
mukporieun [‘amaxoBa, Ha KOTOpHIX BHUAHA jAedopmarus oOpasma, Havajao IJIaBJICHUS,
¢duKcupyemMoe 10 OIUIaBICHHIO (OKPYIJICHUIO) YroJiKa aHAM3HPYeMOW MpoObl U MHTCHCUBHOE
IUTaBJICHUE, KOTJIa PACIIaB PacTEKaeTcst NO JiepkaTento (mranrosas npoda Ne2).

Bi8EEE. 85 E
TIMEZ

83: 88z 5. 14
18525, 3. 2

Havano mnJjaBjieHus,

(puxcupyemoe

BidE31. 16 2
FIMES

B3z 8RS, 55
faigail. 16. 2

10 | UuTeHCHUBHOE NJIABJIEHUE MTPOOBI

OKPYIJICHHIO YTOJIKA NMPOObI

Puc. 3.93. Bua npo6bl npu onpeaejieHHH TeMIEPaTyphbl COJHIYyCa METOAOM BH3YAJIbHO-
MOJINTEPMUYECKOro aHajm3a B Mukponedu lanmaxoBa ais CORD28 (mranrosasi mpobda
Ne2)

Br1OpaHHBIi 17151 UCCIIeTOBAaHUS YTOJIOK MPOOKI JajIeKO OTCTOUT OT JepKaTeisi, IOATOMY
B IIpollecce€ BHU3YyalbHOIO AaHaIW3a OPUEHTUPOBAINCH MMEHHO Ha Hero. OOpamiaer Ha ceOs
BHUMaHUE TOT (akT, 4To HWKHsAA (B Kaape) YacTh HpoOBI, MPUMBIKAMOMIAs K JEPXKAaTelIo,
HAaYMHACT OIUIABJIATHECA paHbLIC B PE3YJIBTATC B3aI/IMOI[eI\/JICTBI/I$[ C ACPKATCIICM.

TemmepaTypa conuayca (Hayajia IUIABJICHUS) JUIS [ITAHTOBOM MPOOBI U3 IKCIIEPUMEHTA
CORDZ28-I1, onpenenenHass METOIOM BH3YaJIbHOTO-TIOJUTEPMHUYECKOTO aHAIN3a B MUKPOIEYH
["amaxoBa, cocraBmina 1945-1962°C. Temmneparypa JukBHyca (ITOJHOTO paciijiaBiecHus) oOpasia
HE OTIpeJielieHa U3-3a HHTCHCHBHOTO B3aUMO/ICHCTBUS MPOOKI C IepiKATENIEM.

Ixcnepument CORD34

Ha puc. 3.94 npencraBieHsl pparMeHTHI MPOIIecca HArPeBaHUs M TUIABJICHUS TPOOBI, HA
KOTOPBIX BHIHO Hauano aedopmanuu (ycaaku), Ha4aio IUIABJICHHs, ONMpPEeIsIeMOe M0 Havally
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OKpYTJICHHSI yrojika aHamu3upyeMmoil mpoOsl (mranroBas npoba Ned). Bun ananuzupyemoit
poOBI U Jiep KaTens mocie MPOBEACHUS aHaIn3a MpejcTaBieH Ha puc. 3.95.

(o]
2121°C — mauado aedOPMANMH YroJKa 2146°C — Bu3yajbHOe HA4aJIO0 MJIABJIEHHUS

M
y
Ll

= i-{ﬂ
] -
-0

4
732

33

2157°C — mosiHoOe oMJIaBJIeHHE YIOJIKa

Puc. 3.94. Bua npo6bl npu omnpeaejieHHH TeMIEPaTyphbl COJHAYyCa METOAOM BH3YaJIbHO-
NOJINTEPMUYECKOro aHajm3a B Mukponedu lamaxoa aisas CORD34 (mranroBasi mpoba
Ned)

Puc. 3.95. Bua ananuzupyeMoii mpoObl M jep:KaTejsi mocje NMPOBeAeHUs] aHAIU3A I
CORD34

Temmeparypa conmayca (Hayana IUIABJICHHS) JUIS INTAHTOBOM TMPOOBI paciuiaBa H3
skcniepumenta CORD-34, onpenenenHas METOJIOM BH3YalIbHOTO-TIOJUTEPMHUYECKOTO aHAN3a B
Mukporieun ['amaxoBa, cocraBmia 2121-2157°C. Temneparypa JIMKBUAYCa HE OIpeaecHa I10
IMPUYNHE MHTCHCHBHOTI'O B3aI/IMO)IeI\/JICTBI/I$I HpO6BI C ACPKATCIIEM IIPpHU HArpCBaHUH.
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Ixcnepument CORD37

Ha puc. 3.96 mnpexacraBiensl u300pakeHHWss MpoObl, Ha KOTOPBHIX BHUIHO HAYaiIo
neopMalvi ¥ HAYaJIO IJIABJICHUS, (PUKCUPYEMOE IO OIUIABJICHHUIO BBICTYNA aHAIM3HPYSMOMN
npoOsI (mTanroBas mpoda Nel).

Trepaas npoda Hauano nepopmannu BeicTyna

Ili1aBeHue BbICTYNA Pacrexanue BbICTyNA 110 NIPO0e

Puc. 3.96. Bua npo0bl mpu onpeejieHNH TeMIEPATyphbl COJHAYCA METOJAOM BHU3YaJIbHO-
MOJINTEPMUYECKOro aHajm3a B Mukponedu lamaxoBa mainsas CORD37 (mranrosasi mpoba
Nel)

Temmepatypa comumyca (Hayana IUIaBICHUS) JUIS INITAHTOBOM NpoOBI paciuiaBa W3
skcniepumenta CORD37, onpeneneHHass METOIOM BH3yaIbHOTO-TIOJIMTEPMUIECKOTO aHAN3a B
mukporneun ["anaxosa, cocrasuia 1824-1860°C.
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3.4.10. OnpenesieHHe KHCJI0POIa METOIOM KApOOTEPMHUYECKOT0 BOCCTAHOBJIEHUSI

Jlnist yTOUHEHUS COJIepKAHUS KHCIOPOa B OKCHIHBIX M METAUTHIECKUX YaCTSIX CIIMTKOB
ObUT TIpoBejeH aHanu3 npod u3 Hux merogoM KTB (kapOoTepMudeckoe BOCCTaHOBIICHHE).
KosndecTBo Kuciopoga B MpoOe MOXKET ObITh ONPENSNICHO M0 M3MEHEHHIO MAacChl W/WiU
aHaJIM30M Tra3oBoM (as3pl. HauanbHast mMacca mpo0, UCHOJIB3YEMbIX Ul aHaJlM3a COCTaBlisja ~
500mr, Bpemsi Boiepskku — 1 muH nipu temneparype 2300°C B uneptHo#t atMocdepe (apros).

CynrHocTs METOJa 3aKII0YACTCsl B BBIJCIICHUH M3 PACIUIaBICHHOUN MpoOBI KUCIOpoaa B
Buge okucioB yriepoga (CO — COz) npu ee BOCCTAHOBICHHH YIIIEPOJAOM THIJS C
MOCIIEYIONUMH aHAIM30M Ta30BO# (pa3bl M yueToOM NOTepu Macchl. B pazpaboTaHHON MeToIMKe
IUTSL aHaM3a KaKJI0W MpoObl MPUMEHSETCS WHAWBUIYAIBHBIA TUTEIh W3 MOPUCTOTO TrpaduTa.
Turens, BMemAONUi OMUH 0Opa3ell U BaHHOOOpa3zoBarenpb (IJIaBEHb W3 HHKENS), a TaKKe
rpaduTOBBII MOPOIIOK, UMEeT HebobIHe pazmepsl (quamerp 10 — 15 Mm), moaTomy He TpeOyeT
JUTUTENTFHON nlerazanuu. J[o0aBKa TOPOIIKOBOTO Yriiepofa ¥ IUIABHS IIO3BOJIIIOT CBECTH K
MUHUMYMY oOpa3oBanue COp yIydmuTh KHHETHYECKHE M TEPMOJWHAMHYECKUE YCIOBHS
BBIJICICHUST Ta3a W3 00pas3ioB. [lpw aHamms3e HEKOTOPHIX CHUCTEM OBUIO OOHAPYKEHO, YTO
BBEJICHHE IUIABHS yMEHBINAET IIOJIHOTY BOCCTAHOBJICHHUS, II03TOMY TaKH€ CHCTEMBI
BOCCTAaHABJIMBAJNCH 0€3 HuKeJleBoro IuiaBHsA. [lpm oOecneueHWH BOCTIPOM3BOIMMOCTH
TEPMOTpPaMMBI HarpeBa THUTJIS € 00pa3loM TepMorpamMmme peepeHCHOro THUTIS TOYHOCTh
aHaJM3a JI0CTaTOYHO BeIcoKa. O0mas 610k-cxema ycranoBku st KTB npusenena na puc. 3.97.

YcerpoicTBo
JUIsL  3arpy3KH
Hcrounuk obpasima
rasza- HOCUTEJA
V3en OYHCTKH V3en n3Me- Y3ea Bblje-

rasa- HOCHUTEJS peHus U pe- JEeHHs TIa30B

OT puMeced | Y TynupoBaHus | Y M3 o0pasua lj\l/ Amnanusa-
V| pacxoma rasa- V1 (maayxumon- TOP

HOCHTEJIS Hasl mevb)

Puc. 3.97. bBaok-cxema ycranoBku 1Jis1 KTB B Toke raza-nocuresis

Kak BHUJHO U3 CXEMbI YCTAHOBKA COCTOHUT U3 TPEX OCHOBHBIX qacTei.
-CUCTEMBI IIOATOTOBKH I'a3a-HOCUTCIIA C y3JIaMU OUYMCTKU U PEryJIMPOBaHus,
-y3J1a BBIJICJICHUS ra30B U3 oOpasiia (me4yn) ¢ ycTpoicTBOM Mpodo3arpy3KH,
-ra3oaHagn3aTropa.

Jlisg poBeZieHHs] aHAIM30B Oblila CIPOEKTUPOBAHA U M3rOTOBJIEHA IKCIEPUMEHTAIbHAS
MHIYKIIMOHHAs Ie4Yb C KOAKCHUAJIbHOW KBaplEBOM BOJOOXJIAXJIaeMoOil o0edaiKoi, B KOTOPYIO
noMeuiancs: rpaduToBbI TUTENb C MPOOOH, U coOpaHa cxema AJs MOJBOJA ra3a-HOCUTENS U
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aHaJM3a oTXoammx ra3oB. Ha puc. 3.98 mpencraBieHbl BUJ KCICPUMEHTAIBHON SYCHKH U
rpaduroBoro THIII, a Ha puc. 3.99 - cxema meuwu.

Graghite cover

Graphife crucible

Grapffe powder
Mckel Hoafer

Analyzed sample

o o o [ o [ |

water i11E

& 14
% 13@

1
@— @ ]

5

1- Gamton ¢ Ar; 2- GIIOK OYHMCTKH ra3a-HOCHTENs; 3- MOHUTOP/BUACOMArHUTO(POH; 4- YCTPOHCTBO
BpPE3KH pE3yJabTaTOB M3MepeHuid B BuAeo kaiupbl; 5- MCCJI;, 6- mupomerp, COBMEUIEHHBIH C
BHJICOKaMEPOil; 7- BOJOOXIaXKIaeMas KBapiieBas obeuaiika neun; 8- uaaykrop; 9- turnu (pabouwnii u
peniepusiii); 10- nepxxatens turneit; 11- macc-ciektpometp; 12- BakyymHsIi cocyn (pecusep); 13,14-
aHasuTHueckue GunbTpel [etpsiHoBa (ADA); 15- 6ap6ortep ¢ morsomaroimm CO, pacTBOpoM.

Puc. 3.99. Cxema neun I RapﬁoTepaneCKoro BOCCTAHOBJICHUA B TOKE ra3a-HoCUTEJIA



[pouenypa aHanu3a BKiIrOYana B ceOs:

1
2.

o g~ w

10.
11.
12.
13.
14.

[lepe3arpy3Ky naTpoHa-oCyIIMUTENS AJIs Ta3a-HOCUTEIIS.
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BssemuBanue mpo6sr (0kos10 0,5 ), cMemmBanue ee ¢ mopomikoM yrieposa (oxoso 30%
OT Macchl TPOObI), 3aCBINKY CMECH B IpaduTOBbIi THUTENb ¢ noOaBieHueM ruiaBHs (Ni) B

kommyectBe 30-100% oT macchl TpoOEI.

B3BemmuBanue CHApsXCHHOT'O TUTJIA.

Jleraszanuio TUTJIsI B KaMepe Mpu JAaBjieHur okosio 1 mbar.

3arpy3Ky TUTJISI B TI€Yb.

['epmern3anuio Ta30BOTO TpakTa H TOAKIIOYCHHUE CHCTEMBI

OTXOJAIICro ras3a.

cobopa u aHanm3a

HpOHYBKy I€YN ra30M-HOCUTEJIEM B T€UeHHE 3 MUH JJIA yAaJICHUs BO34yXa U3 CUCTEMBI,

BrICTpBIN MHIYKIMOHHBIN HarpeB poOsl 1o Temmeparyps 1400°C;

Nsmepenue conepxanusi CO B oTX0Ad11IEM Taze™;

KoppekTnpoBKy HaBeJIeHHs] HA TUTEIb MUPOMETPA U BUICOKAMEDPHI;

[TnaBHBII HarpeB THrIIA 10 padoueii Temmeparypsl (2300 - 2550°C);

DKCIO3ULMIO TUTJIS [TPU paboyeil TeMiieparype B TeueHue 1+5 MuH;

OTkIIroYeHHEe HarpeBa M OXJIAXIACHUC TUTJIA,

Pacuer coneprkanusi B 00pasiie KUCIOpoa o AeUIIMTY MACChl C YYETOM XOJIOCTOTO

onbiTa U 110 KosmuecTBy CO.

*) 1o pe3ynbTatam u3mepenuit konmnenTpamus CO2 B raze He npeBbimana 2% i BceX mpoo

B Ta6x. 3.50 yka3aHbl yCIIOBUS IPOBEICHHS aHAIN3A.

Ta6ua. 3.50. YcinoBusi npoBeeHns aHAIN3A

IMapameTpbl 3HayeHusn
I'a3z-HOCHTETIE Ar
Pacxon raza- Hocurenst, Mi/MUH 100+-3000

. -3

Koneunoe cojaepkaHue mpumeced B rase- menee 10
Hocurene, 00.%
PaGouast Temreparypa TUrist, °C 2300+3000
Bpemsi  Bblaepxkku oOpasuma Ha  paboueit 15

TeMIlepaTrype, MUH

Bun npo6st

[Topomok niny KyCouku

[TnaBens (BaHHOOOpPA30BATEb)

Hukens koMOakTHBIN

TouHocTh ompeneneHust Kuciopoga cocrabisier He Oosnee 3 % otH. [lpu pacuere

)IC(bI/IIII/ITa MacCCHhI IIOCJIC MPOBCACHUA aHAIMW3ad, YYUTBIBAJIM IIOTCPU B MacCCax CaMOI'0 TUIJIA U
KPBIIIKH, a TAKKC KOJIUYCCTBO KHUCJIOPOAa, COACPKAICCCA B MCTAIINIMUCCKOM HUKCIIC.
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B ta6u. 3.51 npepcraBieHsl pe3yabTaThl U3MEPEHUS KOHIICHTPAUN KHCIIOPoia B TIpobax
n3 skcnepumenToB CORD37, 41, 42 u ux ycpenHEHHBbIE 3HAYCHHUS, KOTOPHIE UCIIOIh30BAJIHChH
TSl KOPPEKTHPOBKH COCTABOB MPOO M PACYETOB TIOAJIEMEHTHBIX MaTePHAIbHBIX OAJTAHCOB.

Ta6a. 3.51. Pe3yabTrarbl H3MepeHHs] KOHIEHTPAIMM KHCJIOpoaa B mpodax u3
skcnepumenToB CORD37, 41, 42

Conep:kanue O, macc.%
CORD IIpo6a
IKCNEePUMEHTAIbHbIE YcpeaHeHHbIe
3HAYCHMS 3HAYCHMS
OxcniHas — 4acTh | § 49 8.27 838+0.11
CIINTKA
37Y
Mertaumyeckas 34,32 3.3+0.1
4acTh CINATKA
[Tpoba Ne2 8.48 8.48+ 0.1
OxcumHas  4acTh 8.52, 8.08 8.3+ 0.22
,2 CIINTKA
4
Merammueckas 19 17 20.15 1.775+ 0.225
4acTh CJIIMTKA T e
OxcuaHas  4acTh 761 7.45 7.53+ 0.08
) CIINTKA T
41
Meraymueckas 0.37, 0.34, 0.38, 0.60 0.42+ 0.17
4acTh CINATKA

) —Mecto 0T60pa mpol st aHamM3a cM. puc. 3.9;
2 _ mecto oT60pa 1po6 uIst aHanm3a cM. puc. 3.11;
9 _ mecro o160pa mpol s aHaTH3a cM. puc. 3.10

4. O6cyxaeHne pe3ynbTaToB

CocraB pacmiaBa B skcriepuMeHTax CD ompenenieH mo 3arpys3ke, Tak Kak B TopsdeM
THUTJIC IPOUCXOIUT MOJIHOE, O€3 MOTepPh, IUIABJICHHE 3arpy:KEHHOT0 MaTepuaina. HesHauntenpHOe
UCIIapEeHUe OTICIbHBIX KOMIIOHCHTOB OOpa3siia B MPOLECCe KCICPHUMEHTa TaKKe HE MOXKET
NPUBECTH K 3aMETHOMY M3MEHEHHUIO COCTaBa paciuiaBa, Macca KOTOPOro JOCTaTOYHO BEJHKA.
OTMeTHM OIpeNeliecHHOe 10 pe3ysibTaraM aHajih3a HE3HAYMTENIbHOE 3arpsA3HCHUE paciuiaBa
yriepoaoM. [1o HameMy MHEHHUIO , Majibie KOHIEHTPAI[MH TYrOIUIAaBKOW YIIepo0CcoIepiKaIei
(ba3bl MPaKTHYECKU HE BIIMSIOT HAa PE3YJIbTAThl TEPMUUECKOTO aHAIN3a, IIOCKOJIBbKY TEPMUYCCKHIE
3¢ dekThl onmpeaesIICh M0 U3MEHEHHIO Temreparypbl aHa Turis. Kak ussectno u3 /50/ (cm.
rmaBy 2.1 Carbon Induced Stratification), yrmepoacoaepskamue ¢assl B pacijiaBe KOpuyma
UMCIOT TCHICHIMIO K IUIOTHOCTHOM CTPaTU(HUKALUK M KOHICHTPUPYIOTCS B TOBEPXHOCTHBIX
CIIOSIX pacIuIaBa.

B skcnepumentax CORD cocraBbl pacruiaBa TakkKe JIOCTaTOYHO OJIM3KH K COCTaBy
3arpy3kd. B HEKOTOPBIX AIKCIEpUMEHTaX HaOIIOAaeTCsl HEe3HAYHTEIbHOE OOCTHEHHE COCTaBa
paciuiaBa IO CpPaBHEHHUIO C 3arpy3KOH THUIJISL B pe3yabTaTe KPUCTAJUIM3AIMU TYTOIJIaBKOM
KOMIIOHEHTHI (OKCHIa ypaHa) Ha CTEHKAX XOJIOJHOTO TUTJIS.



Ta6ua. 4.1. PesyabTarsl anaiuza CORD28, 29, 34, 37, 41, 42

U, at.% Zr, at.% 0O, at.%
Tect Mpoba Xumu- < Xumu- < Xumu- <
YecKui (=) EDX YecKui (=) EDX YeCcKui (=) EDX
aHaJIu3 g aHaJIu3 g aHaJIu3 g
lpoda pacrinasa Nel 6.9 7.7 8.2 553 | 537 | 543 | 378 | 386 | 375
(cocrag I)

28
lpoda pacniraa Ne2 120 | 129 | 124 | 446 | 439 | 407 | 425 | 432 | 469
(cocras I1)

29 [Tpo6a pacmnasa 18.9 - 17.9 15.2 - 17.2 65.9 64.9
Cpennsis mpoba ciuTka 19.3 19.8 - 15.7 17.2 - 65.0 63.0 -
Cpennsis mpoba ciuTka 25.0 215 16.9 39.6 34.7 42.4 35.4 43.8 40.8
[ItanroBast mpoba Nel 234 20.5 19.6 41.3 35.9 294 35.3 43.7 51.0

34 | IIranrosas mpo6a Ne2 - 20.2 16.9 - 36.2 29.0 - 435 4.1
[lITanroBas mpoba Ned - 211 17.2 - 34.5 25.7 - 44.4 57.1
[lItarroBas mpoba Ne5 - 21.3 17.0 - 35.0 25.8 - 43.7 57.2
ITpo6a pacruraBa Nel 255 26.4 231 25.7 24.3 26.7 48.8 49.3 50.2
[Tpo6a pacruiaBa Ne2 26.0 27.5 204 25.0 22.5 271 49.0 49.8 52.5

37* | Comrok (oxcuaHast 25.7 24.6 24.3 25.8 275 20.5 485 47.9 55.5
9acTh)

Comarox (meTammrdeckas | 409 41.5 324 33.1 313 40.2 26.8 27.2 27.4

9acTh)
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Cnuroxk (oxcuaHas 43.7 41.3- 1.4 ) 54.9 55.3-
94acTh) ' ) a44.7 ) i 58.7
41

Courox (Metamueckas | gq g 90.0- 29 - 55 4.6-10.0
YacTh) ' i 95.4 . ) )
Cantok (oxcuaHas 28.5 26.8 32 21.9 245 16.5 49.6 48.7 o1.5
94acTh)

42x*
Conrox (veranmmieckas | gp g 53.4 47.4 295 29.0 35.9 17.5 17.6 16.7

YacTh)

*). PacueT cOCTaBOB OKCHUIHOU M METAJUTHUECKOM acTeil ciutkoB EDX meromom mpoezeH mo obnactu 4 puc.3.38, tabn. 3.28

**). Pacyer cOCTABOB OKCHIHOM U MeTaJUTNUeCcKOi yacteii ciutkoB EDX meronom mposesen mo obmactu 10 puc.3.66, Tadiu. 3.46

129
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CocraBpl mpo0 M3 paciulaBa U CIHTKA, ONPEJENICHHbIE pa3jIMYHbIMH METOJAaMH,
npenacraieHsl B Tabu. 4.1. B nannsle xumuueckoro ananuza u PCOA BKIIOUEHBI pe3yiabTaThl
onpeneneHus kuciopoaa merogom KTB. W3 nanHbix Tabiuibsl BUIHO, YTO:

- Pesynmprarel EDX aHanu3a cucTeMaTHYECKH OTIWMYAIOTCA OT JAHHBIX XHMHUYECKOTO
aHamm3za U PCDA. OcoOEHHO OTYETIMBO 3TO MPOSBUIOCH MJsl JTAHHBIX TIO COJEPIKAHHIO
kuciopona. Kak yxe 00Cyxaanoch, 3TO OTAWYKME M.0. BBI3BAHO KaK HEYYBCTBUTEIHHOCTHIO
MHUKPOPEHTI€HOCTIEKTPAIBHOTO aHAJIN3a K KUCTIOPOTY, TaK U CIIOKHOCTBIO YCPETHECHHS TaHHBIX,
BBI3BAaHHOM 3aMETHON MHUKPO ¥ MaKpO HEOTHOPOTHOCTHIO COCTaBA CIUTKOB.

- CpaBHeHue NaHHBIX XxuMuuyeckoro aHamuza W PCDA moka3piBaeT WX JIOBOJBHO
XOpOILIee COBNAJEHUE B MIPEACIIaX MOrPEIIHOCTH.

B kauectBe (uHaNbHBIX JaHHBIX II0 COCTaBy paciljiaBa, COOTBETCTBYIOLIEMY
U3MEpEHHBIM TeMIlepaTypaM JHMKBUIYyca, Hcnosnb3oBaHbl pesyabTtaTel PCOA u KTB mno
kuciaopoay. Kpome Ttoro, ObUIO NpPOBEAEHO COMIOCTAaBICHHE HW3MEPEHHBIX TEMIIEpaTypbl
JUKBUAYCA M COJIAJYyCA C PE3YIbTaTaMU TEPMOAMHAMUYECKHX pPACUETOB, IOJYYEHHBIX IO
nporpamme GEMINI-2 ¢ ucnonb3oBanurem 6a3el qanHbix NUCLEA-05 (Tat6u. 4.2).

Ta6a. 4.2. NU3MepeHHbIe W pacCUNTAHHbIE TeMIepPaTypbl JUKBHAYCA W COJHAycCa [JIA
cocTaBoB u3 dkcnepumentoB CORD28-1,11, 29, 34, 41, 42 u CD-3-5

Cocras, at.% IKCNePUMEHT Pacuer
JKCIEePUMEHT

U Zr O Tiig K | T, K | Tiigy K | Tsa, K
CORD28-1 7.7 53.7 38.6 2358 * 2238 2076
CD4 8.0 52.0 40.0 2373 2358 2231 2092
CORD28-11 12.9 43.9 43.2 2443 2249 2357 1917
CD3 13.0 43.0 44.0 2408 2345 2362 1985
CD5 16.0 36.0 48.0 2498 2298 2426 1988
CORD29 19.8 17.2 63.0 2734 * 2803 2103
CORD34 21.5 34.7 43.8 2578 2423 2470 1703
COLLOS(ITU test) 22.0 33.0 44.0 2550 2550 2486 1703
CORD37 325 29.2 38.3 2601 2115 2570 1710
CORDA41 56.0 31 40.9 2788 - 2690 1440
CORDA42 40.5 27.0 32.5 2663 - 2595 1705

*) — U3MEpHUTH HE YAAIOCh M3-32 B3aUMOJICHCTBHUS paciuiaBa ¢ AepikaTeieM

Pa3znuna Mex 1y n3MepeHHbIMH U PACCUMTAHHBIMU TEMIIEpaTypamMu JIMKBUYCa HEBEIUKA
u cocranisgeT okono 100K, a i TeMneparypsl CONuayca OHAa BECbMa CYIIECTBEHHA U JJOCTHIAeT
B HekoTopelx ciydasx 7/00K. DTo MokeT OBITh CBSI3aHO C OYCHb HE3HAUMTEIILHOW JOJIeH
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JICTKOINJIABKOI'O KOMITIOHECHTA B o6pa3ue, 4YTO MOXKCET MPHUBOJUTH K BBICOKOM MOrp€IIHOCTU BCEX
HCIIOJIB3YEMBIX MCTOA0B TCPMHUUCCKOI'0 aHaJIn3a.

Kak yxe Oputo ormeueno, skcrniepumeHT CORD34 Obul BEITIONHEH Kak OCHYMAapK ¢
[EJIbI0 KPOCC-BepUHUKAIIMKM HAIIUX PE3YJabTaTOB C pe3yiabTaramu skcrepuMentoB | TU /47/,
BoinosHeHHBIX 10 TpoekTy EC COLLOS meTo10M j1a3epHOro UMITyJIbCHOTO Harpesa /48/, u mis
OTIpe/IeNIeHUs] BO3MOXKHOTO PAcCIaWBaHUsl paciuiaBa, KOTOpoe ObLIO MpPEACcKa3aHO sl 3TOTro
cocTaBa TePMOJAMHAMHUYECKUM pacdeToM 1o nporpamme GEMINI-2. U3 nannbix Tabn. 4.2 u puc.
4.1 cnemyer, 4TO TEMIIEPATYpPHI JIMKBHTyCa, H3MEPEHHBIC PA3IMYHBIMA METOJAMH TSI OJTHOTO W3
COCTaBOB, XOPOIIIO COBMAAIOT JIPYT C IPYTOM M C pe3yJIbTaTaMU pacyera.

TENTATIVE PHASE DIAGRAM OF THE PSEUDOBINARY UO_-Zr SYSTEM
(by H.Kleykamp and R.Pejsa, KFK 1991)

3200 T T T T T T
HITI measuraments ITU measurements |}
3000 - SFIhd.IJE e Solidus
<~ Liguidus L R
2800 e Liquidus
5 _
v 600 'y
5 u(Zno, +L A ]
é 2400 L+b |
E u(@@no, + azr U(Zr)Oz L 1 E
2 2200 Lta q
£ Uo L +a+b
G,) 2
2000 u(Zno, +azr+L, ]
bzr |
1800 T
1600 T
aZr +bZr(U) b
1400 U(Zn0O, + aZr +bZr(U) a
. 1 . 1 . 1 . 1 .
0 20 40 60 80 100

at. % Zr

Puc. 4.1 CpaBuenne pe3yabtaTtoB npoektoB CORPHAD u COLOSS apyr ¢ apyrom
u ¢ quarpammoii Kneiitkamna /49/

Pesynbrarhl u3MepeHuil TeMiepaTypsl COJIHAYCa, BHITIOJTHEHHBIX B MUKpomieun ["aiaxoBa
s  skcriepumeHToB  CORD, cylmecTBEHHO OTJIMYAIOTCS KakK OT PAacueTHBIX JIaHHBIX,
MOJTydeHHBIX Tpu ucnoib3oBannu koga GEMINI u 6a3er manasix NUCLEA, Tak 1 0T 1aHHBIX
M3BECTHBIX IICEBAOOMHAPHBIX auarpaMMm /8/. 3pech cieayeT ydecTh, 4YTO ONpEICICHHBIC B
HACTOSIIEM HMCCICOBAaHUU TEMIIEPATypPhl CONHMIyca MOTYT OKa3aThCAd KaK 3aHM)KCHHBIMU H3-3a
B3aUMOJICHCTBUS MPOOBI C JepxaTeleM B MHUKporeud [amaxoBa, Tak W 3aBBINICHHBIMH H3-3a
HEOTHOPOAHOCTH 0OPAa3IIOB.

[ToBenenne pacruiaa B xoxe dkcrepumenTa CORD34 mocnie MOJHOTO IIaBJICHUS
3arpy3Kd M XapakTep KPHUCTALIM3AIlMM PACIUIaBa yKa3bIBAIOT HA OTCYTCTBUE paCCIIaMBaHWUS.
Pesynbratet CORD34, napsny ¢ ganHbiMu 14/, MOATBEPKIAFOT MEHBIIYIO MPOTSIKCHHOCTh
KYIIOJIa pacciIanBaHUs TI0 CPABHCHHIO ¢ pe3yiabTaTamMu pacdera mo koxy GEMINI.

st cpaBHenus pesyabTarhl skcnepumenToB CORD u CD, a Takxke pe3ynbTaTsl IpYrux
aBTOPOB, Y KOTOPBIX COCTaBbl HCXOJHBIX paciuiaBoB Jiexxar BOMm3u cedeHus: UO,-ZrOgpss,
HaHeceHbl Ha rnceBnoOuHapHbiid paspe3 UO2-ZrOpss (puc. 4.2). M3 pucyHka BHIHO, YTO HAIIU
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JaHHBIC TIOATBEPKIAIOT BEPCHIO AMAarpaMMBbI STOTO pa3pesa, MPEUIOKEHHYI XalBapIioM.
Temmeparypa conuayca, u3MepeHHass B okcrepumentax CD3-5, xopomo coBmamgaer ¢
TEeMIepaTypol colMayca Ha 3TOM auarpaMme, a TemIeparypa JUKBumyca oTimdaercs Ha 30-
100°C

2800 — ]

2400

2000
s
=) i |
g Phase Diagram
5
— 16001 —  P.J. Hayward (1996)

A. Scocan (1984)

+ T(lig) (CD 1-5) @ T(lia) (CORD 28L11)

¢ T(sol) (CD 3,4,5) A T(sol)(CORD 28I1)
1200 | ‘ . , | | . ‘
0 20 40 60 80 100
ZrQ, UO, (mol %) uo,

Puc. 4.2. Mlcesnoounapusiii paspes UO,-ZrOps; cuctembl U-Zr-O mo JaHHBIM
CkokaHna u XaiiBapaa /6, 7/ B cpaBHeHUH ¢ pe3yJibTaTaMHu HacTosiieii padoTsl (Tada. 4.2)

3arpy3ka B skcnepumerntre CORD37 (puc. 4.3) Obuta mojgoOpaHa Tak, 4TOOBI COCTaB
paciiaBa oxaszayicsi ONrKe K IEHTPaIbHOW YacTH MPOTHO3MPYEMOTro KyIoJia pacciauBaHus. B
OKCIICPUMCHTEC BTOpaAd XKUIKOCTb HC ObLIa BUJIHA HA MOBCPXHOCTHU BAHHBI. OI[HaKO PE3YJIbTATHI
aHaJIM3a MUKPOCTPYKTYPhI KaK Hp06, TaK U CIMTKAa — HAJIMYUC 3aKpUCTAIJIM30BAHHBIX KaIllCjib
OKCUJIHOH JKUIKOCTH BHYTPHM METaJUIMYECKOWM W HA00OPOT — TOJTBEPKIAIOT paccllanBaHUC
pacijiaBa JaHHOTO COCTaBa Ha JIBE€ JKHIKOCTH. 3aKpUCTAJUIM30BAHHBIA CIUTOK pa3leNviIcs Ha
JIBE€ TIOYTH paBHbIE 110 00beMy yacTi. Takum 00pa3oM, MOKHO YTBEPKAATh, YTO B IKCIIEPUMEHTE
MIPOM30LLIO PacClauBaHUE U IPABUTALMOHHAS CTpaTU(UKALMS KUAKOCTEH, OJJTHA U3 KOTOPBIX —
BEPXHSIS, cojJiepKasia OoJibliie KUCiopoaa (B JajdbHEHIEM - OKCHIHAS KHIKOCTh), a BTOpas
coJleprKaia CYIIECTBEHHO MEHbIIE KHUCIopoaa (MeTayuiiueckas KUAKOCTb) M pacrlojarajiach B
)IOHHOI\/II JacTH BaHHLBL. B YCIIOBHUAX OXJIAXKACHUA, OIM3KUX K 3aKaJIOYHBIM, COCTAaBbI OKCI/I)IHOf/i u
METAJUIMYECKON dacTeu CJINTKa, IIO0-BUIUMOMY, IOOJIXKHBI ObITh OJM3KM K CcOCTaBaM
COOTBCTCTBYIOIIMX PAaCCIOCHHBIX )KI/IZ[KOCT@f/i. Ecmu »to TakK, TO, ONIPECACINB CPCAHHUEC COCTABbI
4acTel CIMTKA, MOXXHO IOCTPOUTH KOHHOJY, COOTBETCTBYIOIIYIO TEMIIEPATYPE, OT KOTOPOM
ObLTa IPOM3BECHA 3aKaJIKa pacIijiaBa.

OCOOCHHOCTBIO ~ KPHCTAUIM3AIMA  CTPATH(GUIMPOBAHHBIX  CIIOEB  (OKCHIHOTO U
MeTaJ'IJ'II/I‘-IGCKOFO) SABJIICTCA TO, 4YTO Ka)KI[BIfI U3 HUX HMMEET CBOH IIyTb KpUCTAJUIM3allUW B
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COOTBETCTBUU C JuarpaMMoil cocrosinusi. Hamum ycranoBineHo, uto (a3oif nepBUYHOMN
KpHUCTAJUTM3AIMK JIJIsi 000uX cioeB sBisiercs: TBepabiid pactBop (U,Zr)Ozy. B manHOM cityuae
IIPU OXJIAXKJACHUM OKCHJIHOTO CJIOSl €€ COCTaB M3MEHSAETCsS BJIOJIb JIMHWM TBEPABIA PacTBOp —
UCXOJHBIH COCTaB OKCHUIHOM KMJIKOCTH. DTOT Jy4 B 3aBUCUMOCTH OT ()OPMBbI MOBEPXHOCTU
KYyI0JIa MOKET OBbITh KacaTelIbHbIM K KYIOJIy, @ MOXKET nepecekars ero (puc.4.3), no-BHIMMOMY,
C OJHOW CTOPOHBI OT KPUTHYECKOW TOUKH. B mepBOM cilyuae MOHOTEKTHMYECKOTO IpoIecca He
Oyzer BOBce, BO BTOPOM MOHOTEKTHYECKUH IIPOLECC CONPOBOXKIACTCA CHAayajla yBEIMYEHUEM
KOJIMYECTBA BBIJCISIONICHCS JKUIKOCTH, a 3aTeM ¢ IOJIHBIM HCYe3HOBEHHEM (CM. CXeMy
puc.4.3). Bo3MOXHO, MOTOMY B OKCHIIHOM CJIO€ OTCYTCTBYET KJIacCHUYecKas MOHOTCKTHYECKas
MUKpPOCTPYKTYpa, U pa3iMyHble O0OJACTH CIUTKA MOTYT ObITh OOeaHEHbI (a30il mepBUYHON
Kpuctajuimzauuu. [Ipy  OXJaXJeHUM METAUIMYECKOIO  ClO0s, KOTOPBIM HE  SBIISIETCS
MOHOTEKTUYECKOW KUIKOCTBIO, O TEMIIEpAaTypbl MOHOTEKTHKH JOJDKHA BBIACIATHCS BTOpas
KUJKOCTb U 3aT€M KPHUCTAJUIM3AIMS UAET IO OObIUHOM cXeme C BblesieHueM (a3bl MepBUYHON
KPUCTAJUIM3aLHH.

B
M
H
G
A C
Puc.4.3 Iyt kpucrajjiM3aluu paccjoeHHbIX xuakocreii (M — ¢a3za nmepBuuHOii
kpuctamzanuu, H,G — cooTBeTcTByIOIME COCTABbI OKCHAHOW M MeTANLINYECKOMH
KUKOCTei)

B ciutke CORD37 BepXHssl OKCHHAS YacTh CIIMTKA UMEET JECHAPUTHYIO, OJHOPOIHYIO
CTPYKTYpY, OJIM3KYI0 K MHKpPOCTPYKType ciutka u3 skcrepuMmeHTa CORD34, 9to BO3MOXKHO
YKa3bIBAET HA OTCYTCTBHE MOHOTEKTHYECKOrO Mpolecca B OKCHUAHOM KuUIKOoCTH. Dazou
NEPBUYHON KpUCTAUTU3aMu siBisiercs: TBepabiid pactBop (U,Zr)Ozy, a 3aTeM KpUCTATUTU3YETCS
a-Zr(U)(O). Hmxuss Merainyeckas dYacTh, TakXKe JICHAPHUTHAsA, rac (a3oi MepBHYHON
KpHCTaJUIM3aliK BeicTyrnaer TBepabiid pacTBop (U,Zr)Ozy, BOKPYT KOTOPO# B BHIE JICHIPHUTOB
kpuctayumsyercst 0Zr(U)(0), u nocneaneit 3acteiBaet TBepabiid pactBop U-Zr, oboramienusiit U.
B HmwkHEH MeTauiMueckod dYacTh HaONIOAAOTCs KAaIUIeBUAHBIC BKJIIOYEHUS OKCHIHOU
KHUJIKOCTH, KOTOPBIE BBIACIIJINCH TIPH OCTHIBAHUM paciuiaBa JI0 MOHOTEKTHYECKOM
temnepatypbl. Ha puc. 4.4 mnpencraBieHbl COCTaBbl COCYIICCTBYIOIIUX JKHIKOCTEH H
HaIpaBJICHUsT KOHHOJI, OTIPE/IeICHHBIE Pa3TMYHBIMI METOIAMH aHAIIH3A.
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l |
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Puc.4.4 CoctaBbl COCYIIECTBYIOIIMX KHIKOCTEH M HANPABJIeHHE KOHHO/I. € — 110 JaHHBIM
EDX, -mnopanaeiM PCPA, - no gannniM XA

MOoXHO BUIETH, YTO COCTaBbl OKCHUIHOM JKUJKOCTH MO KATHOHHOMY COOTHOIICHHIO ISt
BCEX BUJIOB aHaJM3a MPAKTHYECKU COBHAAaroT. [IpuueM coctaB oKCHAHON XKUAKOCTH st EDX
aHaJIM3a OMPEJIEJICH M0 CPEJHEMY COCTaBY OKCHUIIHBIX Kallellb B METAJUIMYECKOW MaTpHuile, Tak
KaK COCTaB Karelib MOXKEeT HauboJiee aleKBaTHO COOTBETCTBOBATH COCTABY COCYIIECTBYIOIMIETO C
MmetaimioM okcupa. CocTaB METaUIMYECKOW JKUIKOCTH HeomHoponaeH (cm. puc. 3.32-3.37).
HNanusie EDX anmamm3a pasnuunbeix oOnacTedt cmiibHO paznuuaroTcs. [lostomy cocraB
METAJUTMYECKON KHUAKOCTH, ompeneneHHbii metomom EDX, moxer nmaBath CyiiecTBEHHBIS
norpemHocT. Jlanupie xumMudeckoro anainnsza u PCOA, BBINIOJHEHHBIE TTO OOJBIIOMY 00BEMY
mpoObl COBIMANAIOT H, TO-BHJAMMOMY, COOTBETCTBYIOT CPEIHEMY COCTaBYy METANTUYCCKOMN
xuakoctd. CocTaBbl BepxHel (OKCHIMPOBAHHOW) U HIDKHEH (METAITM3UPOBAHHOM) HKHIKOCTEH,
3akajieHHble oT Temnepatypsl 2370°C, nmpuBenensl B Tadmuie 4.4.

O6cymum  pesynbratel  okcriepuMeHTa CORD 41, xoTopwlid  TPOBOJHICS — Kak
MeToaudeckuid. M3MepenHas TemriepaTypa JMKBUIyCa HE TMPOTHUBOPEUYUT pe3yjbTaTaM APYTUX
aBTOpPOB. Pe3ynbTaThl MHKpoOaHaIM3a CIMTKA — HAJIWMYME 3aKPUCTAJUIM30BAHHBIX Karleilb
KHUJKOCTEH — MOATBEPKIAIOT paccllanBaHUE HMCCIEAYyeMOTro cocraBa pacruiaBa. CIMTOK HUMEET
7B CJIOSI — OKCHJIHBIA M METAJUIMYECKUM, YTO TO3BOJIACT YTBEP)KAAaTh, YTO B IKCIIEPUMEHTE
MPOM30IIIa TUIOTHOCTHAs cTpatudukanus sxkunkocteid. CocCTaBbl KaK OKCHUIHOM, TaKk H
METAJUTMYECKOM YacTel CIMTKA, HEOJHOPOIHBI M3-32 KOHIIEHTPUPOBAHUS Kamelb KUIKOCTEH Ha
rpaHuIle pa3aena. MeTaTnYecKrue Karuii B OKCHUIHOM KUIKOCTA M OKCUHBIE B METAJUTHIECKOM
SIBJISFOTCSI  PE3YJIbTATOM BTOPWUYHBIX BBIJCIICHUH TIpHU OCTBHIBaHMM paciiaBa ot 2675°C no
MOHOTEKTUYECKON TeMIeparypsbl. s omnpeneneHus cocraBa XUJIKOCTEH, COOTBETCTBYIOIIMX
temneparype 3akanku (2675°C), HeoOXOAMMO 3HATH BaJOBBIC COCTABBI Ka)JOTO M3 CIIOCB.
[TockosbKy TOATOTOBUTH PENPE3CHTATHBHBIE CPEAHHE MPOOBI HE YAAIOCh, ObUI BBITIOJHEH
BBIOOPOYHBIM aHAIM3 PA3IUYHBIX OOJACTEH CIWTKAa pa3IMYHBIMH METOAaMH. Pe3ynbTarsl
aHanu3a, B OOIIEM, COOTBETCTBYIOT JaHHBIM pab®oT /2, 20, 21/ u MOATBEP)KIAAIOT HAIHYHE
mUpoOKo obnactu paccrnamBanusi. CilemayeT OTMETHTh, YTO HCIIOJIB3YEMBIM B JIKCIEPUMEHTE
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METAJUIMYECKUI ypaH COAEPKUT HEKOTOPOE KOJMYECTBO IIMPKOHUS B BUJE MPUMECH, KOTOPOE
MOXKET OKa3blBaTh BIHMSHUE Ha pacnpejesieHne KOMIOHEeHTOB 1o (asam. Ilo gaHHBIM
XMUMHYECKOTO aHau3a, ZI B OKCUJIHOM M METAININUYECKON JKUJKOCTH PACIIpeesieTcsl IPUMEPHO
OJIMHAKOBO. Pe3ynbTHpyloiue naHHbie npuBencHbl B Tadd. 4.3 u Ha puc.4.5 (koHIEHTpauuu
UPKOHUS T00aBIICHBI K YPaHY).

Ta6u. 4.3. PesyabTarsl anaiu3za CORDA41 no copepkaHuio Kucjaopoaa

XA KTB SEM/density

HaumeHoBaHnue npoobl
O, a%

Oxcuanas 4acThb 55.4 54.8 58.7
cauTKa 0e3 riaodyJa
Okcuanas 4acTh ) - 55.3
CJMTKA C 1J100yJIaMH
Oxkcuanas 1acTh 55.8+0.5
CJIMTKA Cpe/JHee
Mertajinyeckasi 4acThb 7.0* 5.9 4.6
CJMTKA 0e3 1100y
MeTtaaandyeckasi 4acTh 11.9%* _ 10.0
CJMTKA € 1J100yJIaMu
MeTtaaandyeckasi 4acTh 8.4+2.6
CJIMTKA Cpe/Hee

*) Cpennee 30ubI |V u 11l 1261.3.5
**) 3ona Il Ta61.3.5

~2670°C

2515°C

Puc. 4.5. Koopaunatsl koHHOABI B cucteme U-O mo pesyabraram sxciepumenta CORDA41
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OkcniepumenT CORD42, Ttak e kak u CORD37, mpoBommics ¢ paciiaBoM,
HaxXoJsIIMMCSI B KyloJjie pacciauBaHus. Ha ocHOBaHMHU MPOBENEHHBIX HCCIIEJOBAHUM MOMXHO
yIBepkIath, 4Tto, kKak W B ciaydasx CORD37 u CORDA41, B skcriepuMEHTE IMPOU30IIIIa
IUIOTHOCTHAsE ~ CTpaTU(UKAlus OKCHUIAHOIO M  METaUIMYECKOro cioeB. Anamu3  ¢a3
METAJNINYECKOM M OKCUJIHOW YacTU CIUTKA COOTBETCTBYET (pa3aM, HUJIEHTU(PHUIMPOBAHHBIM B
CORD37. MukpocTpyKTypa MeTauIn4eckoid yactu ciautka, B otiamune oTr CORD37,
paBHOMEpHasi, MPHYEM BBIICIICHUS BTOPON SKUAKOCTH (OKCHIHOW) HAOIIONAIOTCS MO BCEMY
o0wvemy. Ilo-BunuMOMY, 3TO CBS3aHO C OOJBIIMM IEPErpPeBOM paciulaBa Haj TEeMIepaTypoil
moHoTekTnkr, yeM B CORD37. 3akaneHusle MeTAINIMUECKUE KAILIM B OKCUIHOM YacTH CIIMTKA
3auKCUpoBaHbl BOJIM3M TpaHMIBI pasfena AByX cioeB. Ilo gaHHBIM MHMKpoaHalM3a, COCTaB
OKCHJHBIX Kalellb B METAJUIMYECKONW MaTpulle 3HAYUTENIbHO OTJIMYAeTCsl OT cocTaBa oliactei
OKCHJHOTO CJIOS CIMTKa. DTO MOXET YyKa3blBaTh Ha pa3jIMyUe TEMIIepaTyp OKCHIHOTO U
METAJJINYECKOTO CJIOEB B MOMEHT 3aKaJIKU CIUTKA. EciM MpUHATH 3TO 32 UCTHHY, TO COCTaBbI
COCYILECTBYIOIINX KUAKOCTEH MOXKHO OIPEJEIIUTD [0 BaJIOBOMY COCTaBY METANIMYECKOTO CJIOS
CIIUTKA M COCTaBY 3aKpUCTAJUIM30BAHHBIX OKCHUIHBIX Kamlesb, MNpPUYEM HpPU OXJIAXKIECHUU
METAJNINYECKON JKUIKOCTH COCTaB OKCUAHBIX Karellb MOXeT u3MeHsAThcs. I[lpu mpoBenenun
EDX ananu3a OblT KUCIIOJIB30BAH 30H] HEUYBCTBUTENBHBIN K KUcIOpoay. Pesynbrarsl aHanusa
OKCHJIHBIX Karlejib W METaJUTHYEeCKOTO CIIOS CIUTKa ObLIH mepecuuTansbl (1adm.4.1) ¢ yuerom
KTB mpo6, oToOpaHHBIX W3 OKCHAHOTO M METALINYECKOTO cJIoeB. JlaHHBIE XUMHUYECKOTO
aHasnnza u PCOA, BbnojgHeHHbIE 110 00JIbIIOMY 00beMY P00, MOATOTOBIEHHBIX U3 OKCHUAHOTO
1 METaJNINYECKOTO CIIOEB CIMTKA, COBMAJIAIOT U 3HaUUTENbHO oTiinyatoTcest or EDX ananuza. Ha
puc. 4.5 mpeacraBieHbl COCTaBbl COCYIIECTBYIOUIMX >KUJIKOCTEH U HaIpaBJIeHUs KOHHOJ,
OTpe/ieNIeHHbIE Pa3IMYHbIMU METOIaMU aHAJIN3A.
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Puc. 4.6 CocTaBbl cOCYyHIECTBYIOIIMX JKUJAKOCTE M HANPaBJIeHNEe KOHHOA. € — M0 JaHHbIM
EDX, A - nmo nannbiMm PCDA, XA
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W3mepeHHass B OSKCIHEPHUMEHTE TemIlepaTypa JMKBUayca (MOHOTEKTHKA) XOPOIIO
COTJIACYEeTCS C PACUETHBIMH OIEHKAMH, TPOBEACHHBIMH C TIOMOIIBIO0 TEPMOIMHAMHYECKOTO KO
GEMINI na ocuoBe 6a3bl qanHbix NUCLEA (Ta6m. 4.2), Temmeparypa COJIHIyca OTIAYAETCS
npumepHo Ha 400K no npuurHam, 00cyxeHHbIM Bbilie. CocTaB BepxHel (OKCHIMPOBAHHOI) U
HIDKHEH (MeTaJUTM3MpOBaHHOM) XU IKOCTeH TpH 3akaike oT 2480°C npuBeneHs! B Taduie 4.4.

CpaBHuBasi pe3ysibTaThl aHAM3a COCTaBa METAIMYECKOTO M OKCHIHOTO CioeB (Talu.
4.4), cnenyeT OTMETUTh XOPOIIEe COTIACOBAHHUE JaHHBIX MO0 KATHOHHOMY COCTaBY MCCIICIyEeMBIX
KOMIIO3ULIMHM, MOJIyYEHHBIX pPAa3JIMYHBIMM METOJAaMH, a TaKKE€ XOpOLIee COIrJIacoBaHUE C
pe3yibTaTaMi TEPMOJAMHAMHYECKUX PACYeTOB, BBHIMONHEHHBIX mo mporpamme GEMINI-2 ¢
ucnoap3oBanneM 6a3bl qanabix NUCLEA-06.

Tada. 4.4 Pe3yiabTaThl aHAJIH30B METAIMYECKOT0 M OKCUIAHOIO CJI0EB JIKCIEPUMEHOB
CORD37, 42 u TepMOANHAMHYECKOT0 pacyeTa COCTABOB cocyllecTByommux ¢a3

IKCIepUMEeHT Pacuer
corp | Meron | e~ T Oucumman | Meramumueckas | Oxcmamas | MeTanimueckas
aHAIM3a | MEHT |  KHIKOCTDH KHIKOCTh KHIKOCTh KHIKOCTh
Cocras, at.%
XA 25.7 40.1
PCDA U 24.6 415 24.4 44.6
cpenHee 25.2+0.5 40.8+0.7
XA 25.8 33.1
PCDA Zr 275 31.3 21.1 41.4
37 cpenHee 26.7+0.9 32.2+0.9
XA 47.4 27.2
PCDA O 47.9 27.2 54.5 14.1
cpeaHee 48.2+0.3 27.2
MaccoBast 10Js1 43.9 56.1 49.6 50.4
XA 285 52.9
PCDA U 26.8 53.4 29.5 50.6
Cpennee 27.7£0.9 53.2+0.3
XA 21.9 29.5
PCDA Zr 24.5 29.0 16.2 36.9
42 Cpennee 23.2+1.3 29.3+0.3
XA 49.6 17.6
PCDA O 48.7 17.6 54.3 125
Cpennee 49.2+0.4 17.6
MaccoBasi 10Js1 34.7 65.3 35.7 64.3
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HpI/I OIMPCACIICHNU COCTABOB COIMPS’KCHHBIX TOYCK, OTBCHAIOIMIUX HpOBGHGHHOI\/II KOHHOJIC

B KYIIOJIE paccilauBaHMs, OCHOBHOM MPOOJIEMOH SBJISIIOCH OMPEIETICHUE KUCIOPOaa B OKCUAHOU
1, OCOOCHHO, B META/UNIMYECKOW 4acTu ciauTka. Hambosnee TOUHBIMHU, MO HameMy MHEHHIO,
SBISIFOTCSL pe3ynbraThl PCDA, BBINOJIHEHHOTO € JOOKHCICHHBIME MpoOamu (cM. pasaen 3.4.4).
OTmeTHM clieAyroe BO3MOKHbIE HCTOUHUKH HEOTIPEAECIEHHOCTH 3TUX JIAHHBIX!

1. U3menenue cocraBa M, B YAaCTHOCTH, COJEPXKAHUS KHUCIOPOAA MPU OXJIAXKJIECHUU pacIuiaBa,

€ro KpUCTATM3aLUU U OXJIAXACHUS cauTKa. HecMoTps Ha J0CTATOYHO BBICOKHE CKOPOCTH
OXJXKICHUS 00JacTei, NPUMBIKAIOIUX K XOJIOAHOMY THUIJIIO IpUd 00pa3oBaHUU
MTOBEPXHOCTHON KOPKH, UMEIOIIEH HEBBICOKYIO TEIUIONPOBOJHOCTD, PACILIaB KalCyJIUPyeTcs
U CKOPOCTh OXJIQXKJEHHUS TJyOMHHBIX CJIOE€B YMeEHbLIaeTcs. B 3THX ycloBHSX MOryT
MIPOUCXOJUTh MacCOOOMEHHBIE MPOIIECCH KaK MEXIY CIOSIMH, TaK U MEXIy paciylaBOM M
arMocgepoil Hax HuM. OJHaKO, CpaBHUBAas COCTaB IMPOOBbI paciuiaBa IO KUCIOPOLY C
COCTaBOM OKCHJIHOW 4acTH ciauTka B akcniepumente CORD37 (tabi. 4.1), MOXKHO OTMETHTb,
qT0 pasnuyue coctaBoB 1o MaHHEIM PCOA+KTB cocraBnser nmpumepno 1-2 at %, T.e.
HaxOJWUTCAd B IHpeaenaax HNOTPEHIHOCTH U3MEpEeHHH. BO3MOKHBIM BBIXOJ KHCIOpOAA U3
pacmiaBa B ra3oByl0 (pa3y mpoBepsuid ee aHanu3oM. Hu B OZHOM M3 3KCIIEPUMEHTOB HE
00HapyKEHO YBEJIMYECHUsI KOHIIEHTPAIMH KUCIIOPO/ia B aproHe MpU KPUCTAJUIU3AINU CIUTKA.

TepMOrpagMeHTHOCT  CHCTEMBI, T.€. HEOJMHAKOBBIE TEMIIEpaTypbl OKCHIHOHM U
METAUIMYECKOM  KUAKOCTEH,  MOXKET  BO3HHKAThb  BCIEICTBHE  PA3IMYMAs  HUX
3NEKTpONpoBOHOCTEW. Hamnune TepMUYECKOM HEPAaBHOBECHOCTH MOXKET OKa3bIBaTh
BJIMSIHUE HA COCTaBbl COCYLIECTBYIOIIUX >KHMJIKOCTeH. OJHAaKO XKHUAKOCTh C MEHBIIEH
ANEKTPONPOBOJHOCTBIO, B KOTOPOM ClEIyeT OXKUJaTh MEHBLIEE SHEPrOBBLICICHUE —
OKCHJHAs KUJKOCTh, — pAaCIOJIaraeTCsi CBEpPXY METAUINYECKOW. YYUThIBas BBICOKHE
CKOPOCTH CBOOOJ/IHO-KOHBEKTHBHOIO MEPEMEILMBAHUS PACIlJIaBa B XOJIOJHOM THUIJIE, MOXKHO
0’KMJIaTh MWHTCHCUBHON KOHBEKTMBHOM TEIUIONEpPENaYd MEXAY CJIOSIMH, B 3HAYUTEIIBHOU
CTENEHU BbIpaBHUBaIOLIell uX Temmeparypel. K coxanenuto, B Hacrosiueid paboTe He
YAQJIOCh M3MEPUTh TEMIIEPATYPHl COCYIIECTBYIOIIMX JKHJIKOCTEH H3-3a HEBO3MOYKHOCTH
HCIIOJIb30BAaTh KOHTAKTHBIE METObI U3MEPEHUS TEMIIEPATyp ISl XUMUYECKH arpeCCUBHOIO
pacmiaBa. OLIEHKH TEMIEPATYP CJIOEB MOTYT OBITh MOJYyYEHbl PACYETHO, C UCIOIb30BAHUEM
umetoierocss y Hac koga DYMELT, kortopslii BepudunupoBan i pacijiaBa KOpuyma B
pamkax npoekra MHTL] METCOR.

3akn4veHue

C wucHooJib30BaHHEM pa3iindHbIX MCTOJOB TCPMHUUCCKOIO aHalIM3a OIPCACIICHBI

TEeMIIepaTypbl JUKBUJyCA COCTABOB, KOTOPHIE MOTYT OBbITh KCIIOJIB30BAaHbl JUISI ONTHUMH3ALUU
6a3b1 nanHbIXx NUCLEA. PexomeH1yemMble JaHHBIC TIPEACTaBICHbI B Tadmuie 4.5.

Tabn. 4.5

0 :
Cocras, ar.% Tiig, K Metoa nzmepenus

U Zr @)

7.7+0.2 53.7+1.6 | 38.6+1.2 | 2358+35

12.9+04 | 43.9+1.3 | 43.2+1.3 | 2443+36

19.8+1.0 |17.2+09 | 63.0+3.1 | 2734+41

215+0.2 |347+03 |438+04 |2578+38 BIIA MIIXT

325+0.3 | 29.2+0.3 | 38.3+t0.4 | 2601+39

56.0£0.5 |3.1+0.1 40.9+0.4 | 2788+42

40.5+04 | 27.0+0.3 | 32.5+0.3 | 2663+40
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22.9:t04 [19.1:03 |[58.0:11 | 264339
257:05 [158:03 |685tll [2673t40 | ;o beocimmonanie
13002 |43.0:0.8 |44.0:0.8 |2408+36 TepMOrpamMM

8.0t0.1 |520:t10 |40.0:0.8 |2373:35
16.0:03 |36.0:0.7 |48.0:0.9 |2498:37

N3MepenHbie TemIiepaTypbl COJIMyca OKA3ajJuCh CUCTEMATHYECKHM M CYIIECTBEHHO BBIIIE
0’KMJIa€MbIX 3HAYCHUH, BUTUMO, H3-32 MAJIOTO KOJIMYECTBA KUJIKOU (pa3bl MpH IIaBICHUH TIPOO.

Takum  o0pazoMm, TOJy4eHHbIE  pe3yJbTaThl  MOATBEPKIAIOT  KOPPEKTHOCTH
MO/JIEIMPOBAHNS NTOBEPXHOCTH JIMKBUAYCA B CHCTEME, HO HE MO3BOJIIOT IMOATBEPAUTH WU
OIIPOBEPIrHYTh PE3YNbTAThl pacyeTa TEMIIEPATYPHI COIUAYCA.

Texnonoruss WIIXT oxkazanace NEpPCHEKTUBHBIM METOAOM JUII  MCCIEHOBAHMS
BBICOKOTEMIIEPATYPHBIX PACIUIAaBOB B KyMoJie pacciauBaHusA. [Ipu JocTaToyHOM pazivnduu
IJIOTHOCTEH JKHAKOCTEH MPOUCXOAUT OOpa3oBaHME ABYXCIOMHOW BaHHBI, KaK MPaBWIO, C
OKCHJIHBIM CJIOEM Ha TOBEPXHOCTH, a MPHU 3aKAJIKE paciuiaBa 00pa3yeTcs CIUTOK, COACpKaIui
OKCHUJIMPOBAHHYIO U METaJUIM3UPOBAHHYIO YacTH. V3y4yuB JOBOJBHO OOMIMPHOE IMOJIE COCTABOB,
MOXHO YTBEP)KJaTh, YTO KYIIOJ pacCilaMBaHMs B CHCTEME OXBaThIBa€T MEHBINYIO 001acTh IO
CPaBHEHUIO C pe3yJbTaTaMy TEPMOJMHAMUYECKUX pacyeToB. boyiee TOUHOE M3ydeHHE TpaHHUI]
KyroJia TpeOyeT CyIeCTBEHHO OOJIBIIEr0 KOJTMYECTBA OTBITOB.

[Toxazana, B TOM wumciie B Oonee mpoctoii cucreme U-O, paboTocrmocoOHOCTH
pa3zpaboTaHHOW HOBOM METOJMKM M3y4eHMs] KOHHOJ B Kymojie pacciauBanus npu WIIXT.
BoinosiHeHHBI KPpUTHUECKUN aHAJIN3 pe3yJIbTaTOB SKCIEPUMEHTOB M IOCT TECT aHajau3a mpoOd
MO3BOJISIET PEKOMEHI0BATh M3 OOIIE COBOKYIHOCTH CIIEAYIOUIME JaHHbIE 10 KOHHOJAM, Kak
HauboJjee J0CTOBEPHBIE:

Cocras komno3uuuu, ar%/Temneparypa 3akajaku,K
Uo.325Z1 029200383 Uo.405Z1 027000.325 Uo.560Z T 0.03100.409
12643 12753 12948
U 25.2+1.2 27.7+1.3 43.7+2.1
Cocras
OKCHUIHOM Zr 26.7+1.3 23.2+1.1 1.4+0.07
JKUIKOCTH, aT%
(@] 48.2+2.4 49.2+2.4 54.9+2.7
U 40.8+2.0 53.2+2.6 88.8+4.4
Cocras
MeTaJTJIHYeCKO Zr 32.2+1.6 29.3+1.4 2.7+0.1
JKUIKOCTH, aTY%
(@] 27.2+1.3 17.6+0.8 8.5+2.5

B 3axiiroueHue oTMeTuM, 4TO B paboTe MOJIyuyeH 3HAYUTENbHbIM 00beM MHpOpPMALUU 1O
XapakTepy KpHUCTaJUIM3allMKM Pa3IMYHBIX COCTaBOB B HMCCIEAyeMOW cucteme. JTta mHpopManus
MOXXET OBbITh HCIOJb30BaHA JUIs YTOUHEHHUS MOJeNell HEepaBHOBECHON coNMIupUKaLUIN
paciiaBoB. YTOYHEHHbIE MOJIEIHM, B CBOIO Oue€pe/lb, MOTYT ObIThb MPUMEHEHBI JUIsl pacyera
COCTaBOB HJIKOCTEH 0 UMEIOLIMMCS COCTaBaM CJIUTKOB.
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