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BBepeHue

Hacrosimee uccnenoBanue BoimosiHeHO 1o ipoekty MHTL] CORPHAD st yrounenus
($a30BbIX JMarpaMM KOPUYM-COJAEP)KAIlUX CHUCTEM, HEOOXOAMMBIX [UIsl aHaliu3a TsDKEIbIX
aBapuil. B 1aHHOM HCCle0BaHNN HCIIOJIb30BaJIaCh MHOTOKOMIIOHEHTHAsI CMECh MTPOTOTUITHOTO
KopuyMma, oOpasyromiascsi B pe3yjabTaTe B3aUMOJEHCTBUSL paciulaBa aKTUBHOM 30HBI C
KOHCTPYKLIMOHHBIMU U CTPOUTEJIbHBIMH MaTe€pHajlaMU peakTopa, OETOHHOM IIaXThl U JIOBYIIKU
pacriaBa. JlaHHble 0 Temrmeparypax (a3oBBIX MEPEX00B HEOOXOIMMBI NIl ONTUMM3AIMU 0a3
JAHHBIX, HCIOJIb3YEMBbIX COBMECTHO C TEPMOJMHAMUYECKHMMH PpACUYETHBIMH KOJaMU JJist
MOJenupoBaHus (Ha30BOro paBHOBECHSI.

enpto paboTbl MO TMOCIETHEMY JTally MPOEKTa SBISAIOCH SKCIEPUMEHTAIBHOE
ONpeJieNieHue TeMIlepaTypbl JIMKBUAYC PEKOMEHJIOBAaHHOTO KoJulabopaTopaMu IpOEKTa
CORPHAD mpoTOTHITHOTO MHOTOKOMIIOHEHTHOTO BHEKOPITYCHOTO KOPHUYMa CJICIYIOIIECTO
cocTaBa:

Conepxanue, macc.%

uo;

SO,

ZrOs

Al>O3

CaO

FeO

Cr203

54.2

13.7

17.9

1.3

3.8

7.6

15

1. Cxema YCTAaHOBKN U MeTOAUKa IKCNepumMmeHTa

JlJis TpoBeeHUsT WCCIICIOBAHUN CO CMECSMH, COJICP)KAIIUMH OKCHJI KpEeMHUs, Oblia
CIPOSKTUPOBaHA M COOPYXKEHa ycTaHOBKa PacruiaB-4 ¢ mHTaHHEM OT BBICOKOYACTOTHOTO
mammnioBoro reHeparopa ycraHoBku «Kpucramr 401» ¢ dgacroroit 5.28 MIm. Cxema
WHIYKITMOHHOM TI€YH C XOJIOAHBIM TUTJIEM MpeJcTaBleHa Ha puc.l.
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1 - npuBon BepTHKANBLHOrO TEpeMelleHMs TUIIA 2 — MHPOMETP, COBMENIEHHBI C BHIEOKAMEPOi;
3 — miaxta nupomeTpa; 4— BogooXaxKaaeMas KpbIlka, 5 - kBapleBas obOevaiika, 6 - ceKuuu TUris; 7 - paciuias;
8 - unnykTop; 9 - nouHbI kKanopumerp; 10 - uHbOpMaLIMOHHO-U3MepHTENbHAs cucTeMa; 11 — ycTpolcTBO Bpe3KH
PE3yabTaTOB U3MEPEHHUH B BHICOKAAPHI; 12 — MOHUTOP/BHACOMArHUTODOH.

Puc. 1. Pa3pe3 neun

HaGumroneHne 3a MOBEPXHOCTHIO BAaHHBI PACIUIABA OCYIIECTBIISUIN C IOMOIIBIO CHCTEMBI
BUJICOPETUCTPALIMK TOBEepXHOCTU paciuiaBa (11) coBmemieHHOW ¢ mupomeTpoMm (2), KoTopas
oOecrieunBaeT Bpe3ky ¢ vacToTroil 50 [’ 3Ha4eHMsT M3MEPEHHOW TeMIIepaTypbl U TOJOKCHHS
MSITHA BU3UPOBAHUS MUPOMETPA B KaXKIbI KaJp BHICOIIOCIIEIOBATEILHOCTH, PETUCTPUPYEMOH C
oMOIIbI0 BueokaMepbl (2) u Buaeomaruutodpona (12). TemmepaTypy MOBEpXHOCTH paciliaBa
u3Mepsuti  mupoMeTpoM  cnekTpanbHoro otHomeHuss RAYTEK MR1-SC. Buneokamepa
pEerUCTpUpOBaia Ha TIOBEPXHOCTH pacillaBa OTPaHUYEHHYIO ITUAMETPOM IIaxXThl 00JacTh, C
araMeTpoM 22 mMM. JlmaMeTp TSATHAa BHU3MPOBAHUS THPOMETPA COCTaBISLT MPUMEPHO 6 MM.
Buyrpennuii pasmep xosomHoro turias 40 mm. HeBuammass o0nacte mpeacTaBisiia KOJBIO
MUPUHON 8 MM BOJIHM3H CTEHKH THTJIS.

Jlnia ompeneneHusl cocTaBa paciuiaBa IpOM3BOIWIN O0TOOp mpoObl. Temmneparypa JIUKBUIYC
obuta onpenesnena meroaom BITA UIIXT /1/. Jlns aToro obecnednBaiy JIOKAIbHOE OXJIaXKICHUE
CBOOOJHOM MOBEPXHOCTHU MEPETPETON B OCHOBHOM 00bEME BaHHBI paciijiaBa. ITo JOCTUIajoCh C
MTOMOIIIBIO BBIBEJICHUSI MOBEPXHOCTH paciuiaBa M3 HHAYKTOpa, YTO OOECIeYMBajo CHIDKEHUE
TeMIIepaTypbl pacijiaBa TOJBKO B TMpejesiax TOHKOTO IMOBEPXHOCTHOTO cios. Temmeparypa
MOBEPXHOCTH PaCIUIaBa, COCYIIECTBYIOLIErO C 3apojbpllliaMu TBepAod (a3bl, Habio1aeMoil B
BHUIC TEMHOH HJ'IGHKI/I/KOPKI/I, InpuHUMajlaCb 3a TEMIICPpATYypy JIMKBHUAYC. 3aTreM THUTEIb
BO3BpAllaId B MCXOJHOE MOJOXKEHHE, U I0CII€ YCTAaHOBJIEHHUS TEIIOBOTO pPaBHOBECHUS, IPU
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ONM3KUX TMMapaMeTpax IUIaBKH, B YaCTHOCTH TEIUIOBBIX TOTEPSIX B CTEHKH W JHO THIJIA,
MPpOUEAYpPY MOBTOPSUIH JJIs1 IPOBEPKHU BOCIIPOU3BOAUMOCTH PE3YIbTATOB.

2. lMMpoeedeHue VPA IMCC uccnedoeaHuli. dkcnepumeHm CORD46

2.1. AHanus wuxmali

[lpn MOArOTOBKE K IKCIEPHUMEHTY KOMIOHEHTBI IIUXThI OBUIM TPOAHAIM3UPOBAHBI Ha
CoJiepKaHne OCHOBHOTO BEIIECTBA U TIPUMECEH.

OkcHJl KpeMHHs BBOJWJIM B IIHUXTY B BHJE IPECCOBAHHBIX TaOJCTOK, YJIOKEHHBIX B
MOPOIIOK U3 CMECU IPYrHX KOMIOHEHTOB. OKCH KaJIbIHMs CIICKAIU C JUOKCHUIIOM IUPKOHHUS HA
MOJUTOKKE W3 JAMOKcHaa wupkoHUs mnpu Temmeparype 1200°C B Ttewuenme 4 yacoB
HETOCPEICTBEHHO Mepe]l BBEJACHHEM B IIUXTY C IETbI0 MOJYYCHUS «IIMPKOHATA KaJbLHUA» U
yIQJICHHS U3 HErO BJIATH M YTIICKHUCIIOTHI.

Oxcuzpl amoOMUHES, XpoMa U KpeMHHUs npokanuBaiu npu temneparype 700°C ¢ menbio
yaajieHus Biard (B T.4. KpUCTALTM3ALMOHHOM).

CocraB MUXTHI peCTaBIeH B Ta0. 1.

Ta6a. 1. CocTaB INXThI

Conepxanue
KoMmmnoneHnTsl OCHOBHOI'O Ipumecu, macc. % Ipumeuanue
BeliecTsa, %
UO; nopomiok, Fe<0.03: As<0.0003: _ [TacniopTHBIC
ucnepcHocth <200 >99.0 ©<0.03; As<0.0003, CuO<0.01, JTaHHBIC, TEPMO-
A docdarei<0.002; xmopuer<0.003. ’
MKM rpaBUMETPHUS
Al,03<0.03; Fe,03<0.05;
Zr0; ROPOMOK, | | (Z1O,+HIO,) | CaO<0.03; MgO<0.02; Si0,<0.2; | TMacnopriie
JMCTIEPEHOCTD >09.3 Ti0,<0.1; P,05<0.15; JlAHHBIE
MM (NapO+K,0)<0.02.
ITo pe3ynpraram
FeO 67.68 Fe,0s-30.86; Fe-0.57 XAMHAYECKOTO
aHaausa
Fe >09.9 Si-0.0005; Mg-0.0001; Cu-0.0001; [TacmopTHbIE
' Ni-0.019; Pb-0.0001; Zn-0.00028 JTAHHBIE
Fe-0.001, Pb-0.002, HuTtpaThI- I
SO, >08.5 0.001,cynbdatei-0.01, xmopuabt — ACHOPTHBIC
0.001 JAaHHBIE
Oo6muii a301-0.06, kapOoHar -2.5, TlacHODTHbLE
CaO >96.0 cynbdater-0.05, xmopuer -0.015, HaHE:He
Fe-0.02
Si<0.05, xmopuapi<0.05, I
Al,O3 >07. cynbdater <0.2, Fe<0.05, ACHOPTHBIC
JAaHHBIE
menoynsle MeTauibi<0.1
Xnopunpi<0.003, cynsdarsr <0.01, TTacoDTHLLE
Cr,03 >90.0 Fe<0.01, pacTBopuMEIe B BOJIC P
pemectsa -0.1, Pb-0.005 JIAHHbIC

Jlis  mpoBedeHMsI OKCIEpUMEHTa U3 ClHeUU(UIHUPOBAHHBIX KOMIIOHEHTOB ObLia
BBINOJIHCHA 3arpy3ka Turis (tabm. 2). Ciaenyer OTMETHTh, YTO KOMIIOHEHTBI IIMXTHI OBLIH
PABHOMEPHO PACIIPEIENICHBI IO BBICOTE 3arpy3KHU.
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Tao6a. 2. CocTaB 3arpy3KH THIJIS

Conepxanue, macc.% Macca
i 3arpy3KH,
uo, SO, ZrO, A|203 Cao FeO Cr203 I.
54.2 13.7 17.9 1.3 3.8 7.6 15 300

2.2. lMpouyedypa akcnepumeHma CORD46

[Ipurorosnenne meronom UIIXT pacnnasa, coaepkamero OKCHIbl KPEMHMS U KaJbLus,
COTPSDKEHBI CO CIOKHOCTSAMU B CBSI3U C HU3KOM 3JIEKTPOIPOBOJHOCTHIO PACILIAaBOB U CUIIbHBIM
ucnapeHueM. B kauecTBe mHEpTHOUN armocdepsl A CTEXUOMETPUPOBAHMSI OKCHJA JKeJie3a B
(dhopme BbrOCTHTA OBLT BBIOpaH a30T.

Ha nauvanpHOM cTaguu SKCHEpUMEHTa IMPOBENU CTAapTOBbI HarpeB W (OpMHUpPOBaHHE
BaHHBI paciiaBa. [lpy nmuaBieHUM MIUXTHI U €€ YCaJKe Ha CEKIUSAX TUIJIS BbIIIE MOBEPXHOCTU
BaHHBI pacIljlaBa OCTAJIUCh KOPKU U3 CIIEYEHHON IIMXThI, COUTh KOTOPBIE B PACILIIAB HE yJAJIOCh.
NmepeHHble 30HI0M IryOMHA BaHHBI M TOJIIWHA JIOHHOTO TapHUCaXa cocTaBwim 35 u 15 Mm
COOTBETCTBEHHO. TeMmIiepaTypa MOBEpXHOCTH BaHHBI cocTtaBuiia npumepto 2400°C (Puc. 2), nmpu
ATOM HAOJIIOIaTM UHTEHCUBHOE 00pa30BaHUE a’p030Jiei. YBEIMUYCHUE MOITHOCTH, BBOJUMOU B
paciiiaB, He IMpPHUBEIO K pacTBOPEHHUIO JOHHOTO TrapHucaxa. TakuMm oOpazoMm, ObLia
chopMUpoBaHa BaHHA pacIulaBa, COCTaB KOTOPOIO MOXET OTJIMYAThCsl OT CPEIHEro COocTaBa
3arpy3kd H3-3a HEpacIUIaBJIEHHBIX KOPOK M JIOHHOro rapHucaxa. Ilocie BblIEpKKH U
FOMOT'€HM3AllMM BaHHBI paciljlaBa TPU pas3a IMPOBEIU HU3MEPEHHUs TeMIepaTypbl JUKBHAycCa U
OoTOOpaiy TpU IUTAHrOBbIE MpPoObI paciiaBa. [[Ba mM3MepeHHs, a UMEHHO BTOPOE U TPETHE,
OKa3aJIMCh YCICIIHBIMU, U3MepeHHbIe 3HaueHus T1iq coctaBmim 2219 u 2221+30°C (puc. 3),
cpenHee 3HaueHHE MO ABYM m3MmepeHusM - 2220+30°C. [Tocne mpoBeaeHUs H3MEPEHHI HarpeB
OTKJIFOUMJIM U MPOBENU KPUCTAJUIM3ALIMIO CIIUTKA B aTMocdepe a3orta.

Ha puc. 2 mpencraBneHsl M3MEHEHHs] BO BPEMEHU aHOIHBIX HampsDKeHHs u Toka BY
reHepaTopa, TeMIIepaTypbl IOBEPXHOCTHU paciulaBa U OTMEUEHO BpeMs 0TOopa mpoo.

oT6op npoﬁk Cord 46
2600 1 tm / L #2 . #3 7 26
2400 £ ' ' 1 24
2200 + IH 122
L \ =
2000 “ |' A ! n3mepeHue T,
O 1800 | | 118
o [ 4
© 1600 | | 116
El \ 102
T 1400 | t14 X<
[} r \\ 1 ©
g— 1200 | t12 2
(@) : ] <
= 1000 10 g
800 + i 8
. — »
600 | o 6
400 | la ——py 1a
- P e T e e \ Y e s ' 1
200 | fl-frﬁw 12
0 : B t e B N 0
0 500 1000 1500 2000 2500 3000 3500 4000 4500
Time, s

Puc.2. U3mMeHeHHe BO BpeMeHH TeMIlepaTypbl MoBepxXHOcTH pacmiaBa (Tm), aHOIHOTrO
Toka (1a) u aHoagHOTr0 Hanpsizkenus (Ua)
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Cord 46

2250

Temperature, °C

1800

3697 3698 3699 3700 3701 3702
Time, s

Cord 46

Temperature, C
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L
i 22

1750 . . . . . . . . . . . . .
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Time, s

Puc. 3 ®parmentsl Tepmorpamm skcnepumenta CORDA46 ¢ BuieokagpaMu noBepxXHOCTH
pacmiaBsa

3. Mlocm-mecm aHanus

3.1. MamepuanbHbIlU 6anaHc

[locne mnpoBeneHHs] SKCIEPUMEHTAa BCE MaTepHalibl ObLIM W3BJICYEHBl U3 THUIJS U
B3BeIeHb! ¢ TouHOCThIO 0.1 r. M3BieueHHbIH CIIMTOK OBUT 3aJIUT B STIOKCUIHYIO CMOJTY, a 3aTeM
paspe3aH BOJIb OCH C Iebi0 mpurotoBieHus Temiuiera it SEM/EDX anamusa. M3 mpo6
pacmiaBa, KOpKU M IIPOChINe ObLIM MPUTrOTOBIIEHBI 00pasubl i npoBeaeHus PCDA c nenbio
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OTpeJIeNIEHUs] COCTaBa pacIljiaBa, sl KOTOPOro ObLIM MPOBEIACHBI M3MEPEHMsI TeMIIepaTyphbl
TUKBUAYca. MarepuanbHbIi OanaHc SKCIIEpUMEHTa, IPECTaBIeH B Ta0. 3.

Ta6a. 3. MarepuaabHblii 0ajaHc

BBeneHo B TUreNb, T Co6panu, r
ZrO; 45.6 Caurtok 195.7
Zr 6.0 IITtanroBasi mpoda Nel 29
UO, 162.6 IITtanroBasi mpoda Ne2 24
SO, 41.9 IIranroBasi npo6a Ne3 35
CaO 11.9 IIpo6a c 3ou12 2.4
Al,O3 3.9 Adpo3ou 9.2
FeO 20.6 HepacniiaBienHasi mmxra 30.0
Fe 23 Kopka najx pacniasom 52.8
Cr,03 4.5
) 299.3 ) 298.9
Jledbananc 0.4

Mertannmuyeckuii LUMPKOHUM MCIOJB30BAIM B KAuyeCTBE CTAPTOBOTO Marepuana, a
MeTaTHuecKoe xeme3o i crexuomerpupoBanus FeO. M3 npuBeaeHHoro 6ananca BUAHO, YTO
30% 3arpykeHHOT0 MaTepualia OTCYTCTBYET B CIIUTKE M Ba)KHBIM SIBIIICTCS OTpEACTICHHE
HCTUHHOTO COCTaBa paciuiaBa.

3.2. PCPA

DJeMeHTHBI  aHaJIW3  MPOJYKTOB  IUIABKA  MPOBOAWIM  PEHTTEHOCIEKTPAIbHBIM
dryopecuenTabiM MeTo1oM Ha criekrpomeTpe CIIEKTPOCKAH MAKC-GV /2/.

[Ipenapatsl U UCCIIEIOBAHUN TOTOBHIIH, HCIIOIB3YS METOIMKY MIPECCOBAHHBIX Ta0JIETOK.
[Ipu npurorosnenuu npoO Jyisd aHaau3a Bce paboThl Besiu B atMocdepe aprona. CHavana npoObl
OpoOWIIM 10 pa3Mepa 3epHa He Oosiee 2 MM. 3aTeM KBapTOBAHHEM ITOJIYYaIH CPEAHIOK MPO0y,
KOTOPYIO M3MeNbUaId 10 pasMepa dactuil He Oonee S50 mxm. Bce mosydeHHBIE pe3yinbTaThl
MpeACTaBiICHBI B Ta0. 4.

Tabu. 4. Pesyabtatel PCOA

HaumenoBanue npoOsr Conepxanmne, macc.%
uo, ZrO; FeO SO, CaO Al,O3 Cr.03

[ltanrosast mpo6a Nel 54.9 19.3 7.9 125 35 0.1 1.8
[Tanrosas mpoba Ne2 53.9 18.7 7.6 134 3.8 0.7 19
[ltanroBas mpoba Ne3 53.0 18.6 7.8 12.9 3.8 2.0 19
Kopka nan pacriaBom 49.9 21.3 5.8 15.6 4.4 14 1.6
Hepacnnasnennas 44.5 211 11.6 3.2 4.4 11.6 3.6
IITUXTa

Anamu3 npo0 paciulaBa OTOOpPaHHBIX BO BpeMsl SKCIEPUMEHTa I0Ka3zal HeOOJbILIOE
OTKJIOHEHHE OT CHEeUU(UIUPYEMOTO COCTaBa, HECMOTPs Ha 3HAYUTENbHYI Maccy
HEepacIIaBJIeHHON YacTH 3arpy3KU YTO MO HALIEMY MHEHUIO CBSA3aHO C €€ PAaBHOMEPHOCTHIO.
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3.3. SEM/EDX aHnanus

Omnpenenenne MHKPOCTPYKTYpbl M 3JEMEHTHOTO cocTaBa oOOpas3loB MPOBOAMIIOCH
METOJaMH CKAaHUPYIOIIeH JIeKTpoHHOUW Mukpockonuu (SEM) u  31meKTpoHHO-30HI0BOTO
mukpoananusa (EDX).

HccnenoBanne oO0Opa3snoB METOJOM 3JIEKTPOHHOM MHKPOCKOIHMHM OCYLIECTBIISUIOCH Ha
CKaHHMPYIOIIEM JJICKTPOHHOM MuKpockorie ABT-55. DnemeHTHBIM aHamW3 BBIICICHHBIX
Y4aCTKOB 00pa3IioB MMPOBOIMIICS C TIOMOIIBIO MUKPO30HA0BO#H mpuctaBku Oxford Link.

Jliig xaxaoro odpasia npoBOAUIIACh CheMKa CIEKTPAIbHOM XapaKTEpUCTUKH, [0 KOTOPOM
ONpEJeNsCs €ro HUHTErpalbHbIi COCTaB W COCTaB KaXJA0H  pas3ieneHHOW  (asbl.
KonunuecTBeHHBIN aHaNU3 MPOBOIMIN IIyTEM CPAaBHEHUS MHTEHCUBHOCTEW CIIEKTPOB ATAJIOHHOTO
(0oco0o0 uucThIe, crienuatbHBIM 00pa30M MOATOTOBJICHHBIC BEIIECTBA) U UCCICAYeMOTo 00pasiia.
Hcnons3yemsie stanonsr U, Zr, Cr, Fe, Si, Ca, Ni BXomiT B KOMIUIEKT MHKPO30HIOBOM
npuctaBku ¢pupmbr Link.

[Ipenen yBepeHHOTO OMpENENICHUsI 3JIEMEHTa 3aBUCUT OT €ro MOPSIKOBOTO HOMEpa B
nepuoandeckoil cucreme MenneneeBa u konebnercs ot 0.3 macc.% mo 0.5 macc.%.
OOHapyxkeHue MEHBIINX KOJIUYECTB 3JIEMEHTOB SIBJISIETCS HEHAIEKHBIM.

EDX-ananu3arop Ha mukpockone ABT-55 HeuyBcTBHTENEH K JierKUM 3jeMeHTaMm (B
YACTHOCTH K KUCIIOPOIY), TOTOMY OIpEACICHUE KHCIOPOIa Ha TOM MPHOOPE OCYIIECTBIISIOCH
10 1e(pUIUTY MAcChl U MOTPEIIHOCTb OIPEEIIEHUS KUCIOPO1a COCTaBIsAET ~5 Macc.%0.

W3 otoOpaHHBIX NpU IPOBEIECHUU M3MEPEHUI TeMIepaTyphl JMKBHUAYyca MpoO paciuiaBa
OBLTM TIOJTOTOBJICHBI TEMIUIETHI, aHAIN3 KOTOPBIX IPHUBEICH Ha puc. 4-6 u B Tabm. 5-7.

Xapaktep MHUKPOCTPYKTYpPBHl BCE€X MPOO METKOKPUCTAJUIMYECKUH JIEHIPUTHBINA, YTO
YKa3bIBaeT Ha KPUCTAUIM3ALMIO 00pa3lia B YCIOBUSIX 3aKAJIKH.

12 (503) ) ' 2(Q4)

Puc. 4. Mukpodortorpaduu mranrosoii npoost Nel
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Ta6u. 5. lannsie EDX ananusa npoob1 Nel

12

Ne UO, ZrO; SO, CaO AlO;5 FeO CrOss
SQ1 Mmacc.% 53.19 11.82 16.55 4.78 2.08 9.22 2.36
Moi1.% 23.07 11.24 32.26 9.98 4.78 15.02 3.64
SQ2 Mmacc.% 51.70 11.86 17.56 5.16 2.22 9.47 2.04
Moi1.% 21.91 11.01 33.43 10.52 4.98 15.08 3.07
SQ3 Mmacc.% 53.00 11.81 16.72 4.96 2.27 9.21 2.04
Moi1.% 22.87 11.16 32.43 10.31 5.18 14.93 3.12
SQ4 Mmacc.% 51.67 1211 17.24 5.18 2.26 9.25 2.30
Moi1.% 21.94 11.26 32.89 10.59 5.09 14.76 3.47

Puc. 5. Mukpogororpadpuu mraHroBoii npoonr Ne2

Tao6a. 6. lanubie EDX ananu3za npo6s1 Ne2

Ne UO, ZrO; SO, CaO AlO;5 FeO CrOss
SQ1 Mmacc.% 53.73 12.12 15.86 5.13 1.84 9.28 2.04
Moi1.% 23.55 11.64 31.25 10.82 4.26 15.29 3.18
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Puc. 6. Mukpodororpadpuu mranroBoii mpodnr Ne3

Ta6ua. 7. Jlannsie EDX ananu3a npooni Ne3

Ne uo, ZrOs SiOz CaoO A|01,5 FeO CrO;5
SQ1 macc.% 53.06 11.44 16.60 5.06 2.04 9.70 2.10
M0J1.% 22.89 10.81 32.18 1051 4.66 15.72 3.23
SQ2 macc.% 54.26 12.24 15.18 5.17 1.75 9.45 1.96
M0J1.% 24.02 11.88 30.20 11.02 4.10 15.71 3.08

CocTaB MpoaHaM3UPOBAHHBIX 00JIACTEH MPOO MPAKTHYECKH COBIIAIAECT, YTO YKA3bIBACT HA
OJTHOPOJTHOCTH COCTaBa BaHHBI PACILIaBa IPHU MPOBEICHUH U3MEPEHUI TEMITEPATYPhI JINKBHIYCA.
Ooparaer Ha ce0s BHUMaHKE JIHIIEL 00eqHeHre paciutaBa ZrO, u oboramierne SiOz. D10 MOXKET

OBITh CBSI3aHO C KPUCTAJUIM3ALMEH TYrormiaBKoi (a3el 1Mo nepudepru XOJOJHOTO THUTIIS WU
MOTepb MaTepuasa B KOPKax U MPOCHIIISX.
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ITociie orbopa mpoO ObUIa OCYyIIECTBICHA 3aKajka MacChl paciuiaBa, B Pe3yIbTare
KOTOPO# OBLI MOJIyYEH CIUTOK, OABeprHyThiii 3aTeM SEM/EDX ananusy.

CxemMa wuccnemoBaHMs TPOJOJIBHOTO pa3pe3a CIUTKa IpeacTaBlieHa Ha puc. 7, a
pesyibratel SEM/EDX ananusa - Ha puc. 8-11 u B Tabm. 8-11.

Puc. 7. IlpomoabHblii pa3pe3 cautka 3kcnepumenTa CORDA46 ¢ moMedyeHHBIMH sl
SEM/EDX uccienoBanusi 00,1acTAMHA

Ha puc. 8 npencrasiiena Bepxuss nepudepuiinas 30Ha ciaurka (oomacts 1).

W3 npuBeeHHBIX B Ta0J. 8 pe3y/bTaToB BUIHO, YTO Kpasi CJAMTKA MPEACTABISAIOT CO00i
3aKpUCTAUTM30BAHHYIO TYrOIUIaBKyIo a3y, cocrosiryio B ocHoBHoM u3 UO, (SQ1, Pl).
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Ta6xa. 8. lannbie EDX ananm3za o6macru 1

Puc. 8. Mukpodororpadpuu odaactu 1

Ne uo, ZrOs SiOz CaO A|01,5 FeO CrO;5
SQ1 macc.% | 95.22 1.28 0.93 0.77 1.13 0.68 -
M0J1.% 83.22 2.45 3.65 3.22 5.22 2.23 -
SQ2 macc.% | 95.97 0.70 0.85 0.79 1.06 0.63 -
M0J1.% 84.84 1.35 3.37 3.38 4.94 211 -
SQ3 macc.% | 4741 11.96 18.96 6.04 2.29 10.80 254
M0J1.% 18.99 10.49 34.13 11.66 4.87 16.25 3.61
SQ4 macc.% | 46.16 11.92 19.55 6.24 2.40 11.31 241
M0J1.% 18.17 10.28 34.59 11.83 5.01 16.73 3.37
P1 macc.% | 98.84 - 0.44 - 0.72 - -
M0J1.% 94.45 - 191 - 3.64 - -
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2-1-1-2 (SQ3) 2-1-1-3 (SQ4)

Puc. 9. Mukpodortorpadpuu odaactu 2
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Ta6a. 9. lannbie EDX ananu3za ob6aacru 2

17

Ne UO, | ZrO, | SO, | CaO | AlO;s | FeO | CrOus
so1 | Macc% | 4581 | 1265 | 2200 | 623 | 270 | 862 | 199
mon% | 17.88 | 1082 | 3860 | 1171 | 558 | 1264 | 276
sQ2 | Macc% | 6066 | 1567 | 1021 | 309 | 160 | 514 | 361
mon% | 30.88 | 1748 | 2336 | 757 | 433 | 984 | 653
sQ3 | Macc% | 607 | 688 | 5148 | 1207 | 567 | 17.84 .
won% | 149 | 370 | 56.75 | 1425 | 7.37 | 1645 .
SQ4 | Macc% | 7.28 | 749 | 5039 | 1208 | 529 | 1728 | 0.4
mon% | 181 | 408 | 5635 | 1441 | 697 | 1616 | 022
p1 | macc.% | 5178 | 3322 | 787 | 228 | 116 | 332 | 038
mon% | 2713 | 3814 | 1853 | 574 | 322 | 653 | 071
Py | macc.% | 6425 | 1642 | 1067 | 295 | 142 | 428 .
mon% | 3454 | 1935 | 2579 | 763 | 406 | 864 -
p3 | Macc% | 6379 | 1844 | 168 | 091 | 104 | 499 | 916
mon% | 3690 | 2337 | 436 | 253 | 318 | 1085 | 1882
P4 | macc.% | 8166 | 1446 | 146 | 095 . 110 | 037
won% | 6284 | 2438 | 505 | 354 . 317 | 102
ps | macc.% | 77.25 | 1635 | 243 | 146 | 130 | 121 .
won% | 5422 | 2514 | 767 | 494 | 48 | 318 -
pg | macc.% | 7716 | 17.31 | 217 | 126 | 070 | 140 .
mon% | 5516 | 2711 | 697 | 435 | 263 | 3.77 .
p7 | Macc% | 7956 | 1364 | 314 | 133 | 098 | 134 -
mon% | 56.74 | 2132 | 1008 | 456 | 371 | 359 -
pg | macc.% | 131 | 167 | 281 | 048 | 642 | 3048 | 56.82
mor% | 035 | 099 | 341 | 063 | 918 | 3093 | 5451
pg | macc% | 115 | 066 | 118 | 025 | 515 | 3194 | 59.68
mon% | 031 | 039 | 145 | 032 | 740 | 3258 | 5755
P10 | macc% | 301 | 435 | 5527 | 1287 | 58 | 1868 -
won% | 071 | 225 | 5859 | 1462 | 727 | 1656 .
P11 | macc% | 345 | 438 | 5477 | 1274 | 565 | 1872 | 0.28
won% | 0.82 | 228 | 5835 | 1454 | 7.09 | 1668 | 0.24
P12 | macc% | 29.63 | 1185 | 3422 | 819 | 402 | 1208 .
mon% | 939 | 823 | 4874 | 1250 | 675 | 14.39 .
P13 | Macc% | 1850 | 1130 | 4059 | 1021 | 437 | 1474 | 030
mon% | 522 | 699 | 5147 | 1387 | 652 | 1563 | 0.30

Bunano, uro temuas dasa (puc. 9) cmisHo oboramena SIO,, CaO u FeO (tabn. 9, SQ3,
SQ4, touku P10, P11). Csetnas ¢asza oborameHa TyromiaBkumu komnoneHtramu UO; u ZrO;
(tadm. 9, SQ2, Touku P1-P5).
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Puc. 10. Muxpodortorpadus odaacru 3

Ta6ua. 10. Janubie EDX ananu3za o6aactu 3

No uo, ZrO, SlOz Cao A|Ol_5 FeO CrOl_s
sQ1 macc.% 45.37 13.02 22.28 6.13 2.96 8.42 1.84
M011.% 17.63 11.08 38.91 11.46 6.09 12.29 2.54

O6unactu 2 u 3 cmutka CORD46 0ToOpakaroT MUKPOCTPYKTYPY BepXHeii ero yactu (puc.
9 u 10). OHM UMEIOT CXOJHBIN XapaKTep KpUCTAUTU3alMu U Oiu3kuii coctaB (tadn. 9 u 10,

SQ1).

Oo6unactp 4 cnutka (puc. 11) nmpeacraBiseT nepuepuiiHyro ero 4acThb OJIMKE KO JIHY.

Puc. 11. Muxkpodororpaduu odaacrtu 4
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Taoa. 11. lannbie EDX ananu3a ob6aactu 4

Ne UO, | ZrO; | SO, | CaO | AlOis | FeO | CrOis
p1 | Macc% | 8929 | 9.99 - 0.72 - - -
won% | 77.89 | 19.10 - 3.02 - - :

3nech cBetias (aza Takke 000oraiieHa TyroliaBKuMU KoMIoHeHTaMu (tabu. 11).

B menom, aHamM3 MHKPOCTPYKTYpPHI 3aKpHUCTAJUIM30BAHHOTO paciulaBa  IOKa3all
PAaBHOMEPHYIO JICHIPUTHYIO KPUCTATU3AIMIO BO BCEM 00bEME BaHHBI, KpoMe TepudepuitHoi
obsiactu. AHanmu3 OOKOBOM MOBEPXHOCTU ciauTKa (prc. 8 u Tabi. 8) moka3plBacT HATUYUE CIIOS
TyromiaBkoi (azer Ha ocHoBe UO;.

Kpome Toro, ciemyer orMeTuth, 9yTO B mpobax pacruiaBa coxaepxkanue UO; Beime 1o
CPaBHEHHUIO CO CIIMTKOM, YTO MOXKET OOBSICHATHCS KpUCTAIM3alUel 3TON TyromiaBkon (a3bl Ha
OXJIAXKIAECMBIX IMOBEPXHOCTAX THIJIA IMPU OTKIHOYCHHU BY HarpceBa. HmwxkHsasg gacTe cIIMTKa
MMEEeT XOPOUIO pa3IMYMMBIi Ha MakpouuIHde cioil, KOTOpbIil He ObUI pacIjiaBjieH B Ipoliecce
OKCIICPpUMCHTA. Ot0 IMOATBCPKAACTCA HU3MCPCHUAMHA FJIY61/IHI)I BaHHbI paciuiaBa W TOJIIIHWHBI
JIOHHOTO TapHHUCaXa.

3.4. QugppepeHyuanbHo-mepmMuYyeckull aHanu3

Bbua McnbITaHa MPUTOHOCTD Psifia THrelbHBIX MaTepuanoB (Hampumep, Mo, W u T.1.)
s muddepenipaibHo-TepMuueckoro ananusa (ATA) B 1ensx ompejieneHusl TeMIIepaTyphbl
mukBuayc. OJHAKO, ATH THUTEIbHbIE MAaTepHallbl 3arpsA3HIIOT pacijiaB, YTO MPEMSTCTBET
IIPOBEJCHUIO aHAIN3A.

XO0Ts U3MEpeHre TemIepaTypbl COJIMAyca HE BXOJWIO B LIeTU paboThl, Oblaa cheiaHa
momneITKa ee ompenenutbh metonoMm JTA mpu Oonee HHM3KHX Temmeparypax Ha [is sroro
ucnoss3oBanu npudop SETSYS Evolution-2400 ¢ nporpammubiM obecnieuernem SETSOFT
2000.

w— amier gas

=== Fyrnace proteclive gas
w11 %1 lArY Qa5

el 1117

| = Gas analyzer Vacuum pump

Puc. 12. Buemnuii Bug npuéopa SETSY S Evolution-2400
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SETSY S Evolution-2400 (puc.12) no3sossier nposoauts DSC, DTA, TG-DTA u TG-DSC

U3MepeHus

B LIMPOKOM juanasone temreparyp: ot 196°C mo 2400°C. [lekmapupyemast

M3rOTOBUTENEM IIpUOOpa MOTPEIIHOCTh OINpeNesieHHs] TeMIeparypbl (a3zoBoro mnepexoga =+
2.5°C. Pa6ouee IpOCTPaHCTBO II€YHM MOKET OBITh BAKYyMHUPOBAHHO MIIM 3aII0JHEHO Pa3IUYHBIMU
razaMu/CMecsiMH, HallpuMep BO3yXOM, aprOHOM, T€IUEM, YIIICKHCIIBIM Fa30M.

Jlist mpoBeneHust aHanm3a ObUT MOATOTOBJICH OOpasell, B3ATHIM M3 IEHTPATLHON 001acTh
cimTka.Macca oOpasia coctaBisiia » 32Mr, MaTepuall THrIs — Pt, m3MepuTenbHas sueiika mepen
MIPOBEJICHUEM aHAIM3a BaKyyMHpPOBAlIach, a 3aT€M HAIOJIHSIACH ApPTOHOM BBICOKOW YHCTOTHI,
CKOpoCTh HarpeBa coctanisiia 5’ C/muH, Tun Tepmonapst - B (Pt-30%Pt/Rh - 6% Rh).

Figure: Experiment: Cord 46_4 (?enter slitka)

SETSYS Evolution - 246810.2006  Procedure: (Zone 1)

Crucible:. Pt
Molar mass:

100 pl
107.8

Carrier gas: Vide - Coeff.
Mass (mg): 31.6

T T T T T
Sample temperature/°C

| 1600

| 1400 e

| 1200

4000 6000 8000 12000
| | | | |

10000

14000

16000
|

T
HeatFlow/uVv

Exo 4\ 0|

- 5_

18000 20000 Time/s
| |

Puc. 13. KpuBas DTA o6pa3ua u3 ciimrka Cord46
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Figure: Experiment: Cord 46_5 (?enter slitka) Crucible: PT 100 pl Carrier gas: Vide - Coeff.
SETSYS Evolution - 2486-10.2006 Procedure: (Zone 1) Molar mass: 107.8 Mass (mg): 31.6
T T T T T T T T I
Sample temperature/°C HeatFlow/pVv
Exo 4\
| 1600 -25
| 1400
-30 |
| 1200
-35 |
| 1000
-40 |
800
-45 |
6
-50 |
| 400
| 200 -55 |
4000 6000 8000 10000 12000 14000 16000 18000 20000 Time/s
| | | | | | | | |

Puc. 14. Kpusas DTA nocJe or:xura npoont

Figure: Experiment: Cord 46_6 (center slitka) Crucible: PT 100 pl Carrier gas: Vide - Coeff.
SETSYS Evolution - 4496-10.2006 Procedure: (Zone1) Molar mass: 107.8 Mass (mg): 316
T T T T T
Sample temperature/°C HeatFlow/pVv

Exo
| 1600 4\ -30.0|

Peak :1294.3230 °C
Onset Point :1204.1830 °C

| 600 -42.5
| 400 -45.0
| 200 -47.5|

4000 6000 8000 10000 12000 14000 Time/s

Puc. 15. KpuBast DTA npu 60J1ee HU3KHX TeMIlepaTypax nocjie 0TKUra npoonl
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Ha puc. 13 npencraBnena kpuBas JTA, aHanu3 KOTOpOH TOKazajd OTCYTCTBHE SIPKO
BBIPAKEHHBIX 3HJ0TepMUUECKUX 3¢ (HeKToB B 00JaCTH HCCIeI0BaHHbIX Temnepatyp. OaHol u3
BO3MOXHBIX IPHUYUH OTCYTCTBUSA 3(PGEKTOB  SBJISETCS  HEPABHOBECHAs, 3aKallouHas
KpUCTAJIJIM3allMsl MHOTOKOMIIOHEHTHOM cucteMbl. [lpu HarpeBe Takoro oOpas3na BO3MOXKHBI
(da3oBble MpeBpaleHus, YTO MPOSBISETCS B BUJE COOTBETCTBYIOIIMX TEIUIOBBIX 3((eKTOB Ha
kpusoii [ITA.

Jlis ompeneneHus TeMIEpaTypbl COJIMJYyca, COOTBETCTBYIONIEH PAaBHOBECHOMY COCTOSIHUIO
CHCTEMBI OBUT MTPOBEICH OTKUT 3TOr0 e o0pasia npu Temreparype 1350°C (puc.14), a 3aTem
npoBeneH JITA mnpu temmeparype Bbime 1350°C. 3arem muana3zon Ttemmeparyp JITA
ymenbmunu. Ha puc. 15 npencrasnena kpusas [ITA ¢ HESBHO BBIpaXEHHBIM SHIOTEPMUUYECKUM
3¢ deKToM, HE MO3BOJISIONIMM TOUHO OMPENEIUTh TEMIIEPATYPY COTHIYC.

OTCcyTCTBHE XOpOILO MPOSBIEHHBIX TEPMHUUYECKUX I(PPEKTOB Ha y4aCTKE HArpeBa MOXKHO
00BSCHUTh MayibiM KosuuecTBoM (puc. 9, Touka 10, 11) mepmoii *xwuakoi (a3bl, BHICOKOH
BSI3KOCTHIO M HHU3KOW TEIUIONPOBOJHOCTHIO MpoObl. Temmeparypa coimjayca IO aHAJIU3Y
HESBHOTO 3HJI0TepMUYecKoro 3¢ ¢exra U IMepeceuyeHnto KacaTelbHOW ¢ 0a30BOM JMHUEH Ha
kpuBoii [ITA coorBerctByer 1204°C. OctanmbHble TemIiieparypHbie 3((EKThl CKOpee BCEro
BBI3BaHbI MOJIMMOP(HBIMU MPEBpAIICHUSIMU (HAPUMEP BO3MOXCH MEPEXO0J1 MPH TeMIeparype
1480°C /3/ TpuaumMuT —KpUCTOOAIHT U T.JI.).

1611}
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Puc. 16. Inarpamma cocrosinusi yacTHoii cucrembl Ca0-SiO—FeO-SiO, no boysny u ap.*
13,4/

OtmeTuM, uto 1o pe3yiabTaram SEM/EDX ananu3a ciuTka mocieHei KpUCTauI3yeTcst
KHUJIKOCTh, oboramiennas SiO,, CaO, FeO (taba. 9 toukm 10, 11). ITo maHHBIM JHArpaMMbI
yacTHOM cuctembl /3/ (puc. 16) Temmeparypa 3aTBEpACBaHMS TaKOW IKHJIKOCTH MOXKET
cocraBiaTh 1200-1300°C. Hanwmune HEOONMBIINX KOJHMYECTB APYTrHUX OKCHUIOB B STOW KUAKOCTH,
[0-BUIMMOMY, HE MPHUBEICT K 3HAYUTEITLHOMY U3MCHEHHIO TEMIIEPATYpPhI COJIUIYCA.
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4. O6¢cyxdeHue pe3ysibmamoe

N3mepenne Ttemmeparyp JHMKBUAYCa MHOTOKOMIIOHEHTHOTO IPOTOTUITHOIO KOpHUyMa
KJIACCUYECKHMMHU METOJIAMHU CBSI3aHO CO 3HAYUTEIIbHBIMM TEXHUYECKHMMHU TPYIHOCTSIMU HU3-3a
B3aMMOJICMCTBHUS paciuiaBa ¢ Marepuanamu turied. [lpumenenume meroma BIIA UIIXT
ITO3BOJIAJIO IIPOBECTU ATO U3MEPEHHUE.

Kak yxe ynmomunanocs B pasaene 2 u 3.1, cymecTBeHHas Macca TBEPIBIX KOPOK MOXKET
MPUBECTH K M3MEHEHHMIO COCTaBa paciljiaBa IO CPaBHEHUIO ¢ 3arpy3koil. Jlyis ompeneneHus
COCTaBa pacIulaBa, JUIsi KOTOPOIO H3MEpPEHbl 3HAU€HUs TEMIIEpaTypbl JUKBUAYC, MOKHO
UCIO0JIb30BaTh pPE3y/lbTaThl aHalu3a MNpo0 paciuiaBa, OTOOPAaHHBIX NPU HPOBEACHUM STHUX
n3mepenunii. Pesympraret SEM/EDX mpo6 Heckonbko omimyarorcs or PCDA 1o OCHOBHBIM
KOMITIOHEHTaM. B03MOJXHO, 3TO CBfI3aHO C HEPAaBHOMEPHOW KpHUCTAJUIM3AIMEeH TyromjiaBKon
¢a3el ipu 0TOOPE MPOOBI, YTO KOCBEHHO MOATBEpKaaeTcs pedyabraramu SEM/EDX ananuza
ciutka. [lostomy nannbie PCOA Ham npeacTaBisitoTcsi 60ee TOUHBIMHU M ObUTH HCIIO0Ib30BaHbI
JUTSI OTIPEJICICHHS cocTaBa paciuiaBa. OTMETHM, YTO COCTaBHI, ONpe/eeHHbIe 0 JaHHBIM PCDA
npo6 2 u 3 (tabn. 4) oausku. OTIHYKMS UMEIOTCS JIMIIb 10 COACPIKAHUIO OKCHIA aTFOMHUHHUS.
VYuuteiBas 10, 4to pe3yiabTathl SEM/EDX mnonarBepkaatoT KOHIICHTPAIMIO QTOMHHUS —
npuMepHo 2 mace % Bo Bcex mpobOax (tada. 5-7), — nanusie PCPA npoObl 3 mpecTaBistoTes
0oJjiee JOCTOBEPHBIMU U OBLIM KCIIOJIb30BAHBI KaK Pe3yJIbTUPYIOIINE JJISl ONPEAETICHHs COCTaBa
pacriaBa, KOTOPBIH mpencTaBiieH B Ta0n. 12. M3 maHHBIX TaOMUIBI BUAHO, YTO OTKJIOHEHHE OT
CHEeU(PUIIMPOBAHHOTO COCTaBa HE3HAUUTEIIBHO.

Ta6ua. 12. CocTaBbl pacnjaBa NMpH H3MePeHHHN TeMIEPaTyphbl JUKBUAYC B CPABHEHHH CO
cnenu(puuNpPOBAHHBIM

HaumenoBanue Conepxanne, macc.%

uo, ZrO, FeO Si O, CaO Al 203 Cr203
Crewnpuunposanueiit | o/ o | 429 | 76 | 137 | 38 13 15
COCTaB
CocraB pacmmaBa 1o | 53.0 18.6 7.8 12.9 3.8 2.0 19
mpooe Ne3

Takum 00pa3oMm, MO pe3yabTaTaM MPOBEACHHBIX HCCICIOBAHUN OBUIA OIpPEACIICHbI
COCTaB M TEMIIEpaTypa JUKBHIYCAa MHOTOKOMIIOHCHTHOW CHUCTEMBI, a TAK)Ke MPUMEPHO OIllCHEHA
Temneparypa comumyca. CpaBHEHHWE H3MEPEHHOW TEMIIEpaTyphl JIMKBHAYCAa C pe3yJbTaTad
TEPMOJIMHAMHUYECKOTO pacyera ¢ ucroib3oBanueM kojga GEMINI-2 u 6a3e1 nanaeix NUCLEA-
06 npuBemeHo B Tabm. 13.

Ta6u. 13. IkcnepuMeHTATbHAS M PacuyeTHAsl TEMIEPATYPbI JUKBHAYC U COJUAYC

T
Cocras, Macc./at. %"~ OusIT Pacuer
OT1BIT

U Zr Fe Si Ca Al Cr @) T|iq, K| Tal, K T|iq, K| Ta, K

CORD |46.71138| 61 | 60 | 27 | 11 | 1.3 | 223 | 2493+

~1477 | 2290 | 1350
46 89 |69|49| 98| 31| 18| 11|635| 30
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5. 3aknroyeHue

Pesynbrarel paboTbl B HOBOM MHAYKIIMOHHOW II€4M, CO3JAHHOW [UIsl MPOBEACHUS
SKCHEPUMEHTOB C pacIulaBaMu, 00JIaJaloIIMMHI HU3KOM 3JIEKTPONPOBOIHOCTHIO, MOATBEPHKIAIOT
npuMmeHnMocTbh Metosia BITA UIIXT mns uccnenqoBanusi BHEKOPIYCHOTO MHOTOKOMIIOHEHTHOTO
paciuiaBa ¢ BBICOKAM COACPKAHUEM OKCHJIa KDEMHUS.

W3mepennas temreparypa mukBuayc npumepro Ha 200K oTmuvaercst OT pacdeTHOW. D10
PacX0oXKJACHUE MOXKET JIaTh MPEICTABICHUE O TOYHOCTH MOJCIHPOBAHUS MHOTOKOMIIOHEHTHOTO
pacIuiaBa Ha CyIIECTBYIOIIEM YPOBHE TEXHHUECKHX BO3ZMOXKHOCTEH.

PacxoxaeHue o temmneparype coJIuyca MOXKET ObIThb OTHECEHO 3a CUeT MOTPELIHOCTH
AKCIIEPUMEHTA, MaJIOTO KOJIMYECTBA KHUIKOCTH MPU TeMIIepaType COJUAYC, a TAKKEe HHU3KOU
TEIUIONPOBOIHOCTH M BBICOKO# BS3KOCTH paciuiaBa, cojaepxamiero SiO,.
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