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BBepeHue

Hacrosimas pa6ora npoBoautcst mo npoekty MHTL] CORPHAD st yrouneHust Gpa3oBbIX
JMarpaMM CHCTEM Ha OCHOBE KOpHyMa U MPOJIYKTOB €ro B3amMoAeHCTBHs ¢ marepuanamMu ADC u
MOCBSIIEHA YKCIIEPIMEHTAIBHBIM UCCIEIOBAHMIM auarpamMmbl miaBkoctu cuctembl UOy — ZrO; —
FeOy.

Cnenyer ormeruts, uto cucteMa UOy, — ZrO; — FeOy sBnsercst 6a30Boil [y onmcaHus
MIPOIIECCOB TPH MPOTEKAHUH TSHKEIIONW aBapHH.

Ha puc. 1 npeacraBieHO KOHIICHTPAIIMOHHOE TI0JI€ KOMITO3UIIHA, XapaKTePHBIX ISl BHYTPH
U BHeKopmycHoro kopuyma (aromuoe ortHomenue U/Zr=0.8-1.3, FeO, ~ 30 wmacc.%). s
onTUMHU3AIMKH 0a3bl JAHHBIX TO (a30BBIM JMarpaMMaM KOpHyMa M IPOTHO3a IPOIIECCOB
B3aMMOJICHCTBUS KOpHUyMa C MaTepHallaMH, COICP)KAIIUMH JKelIe30, IUPKOHUH M MX OKCHJBI,
MPOIECCOB TpPH KPUCTAJUIM3AMU KOPUyMa, BaXHO 3HATH TPOMHBIE 3BTEKTUYECKHE TOYKH H
MpEJeNbHYI0 PaCTBOPUMOCTh KOMIIOHEHTOB JPYr B JIpyre, €CIM B CHCTEME HMMEIOTCS TBEpIbIC
pacTBOPHI.

U308
L U0z

2r

Puc. 1. KOHHeﬂTpaHI/IOHHOC moJjie KOMH03I/IIII/II71, XapPaKTEPHBIX JISA BHYTPHU U
BHEKOPITYCHOI'O KOpuyma

B nmmreparype mMmeroTcs BeCbMa OIrpaHUYEHHBIE JaHHBIE MO yKa3aHHOU cucteme. Da3oBble
paBHOBECHSI B 3TOH CHCTEME B Y3KOM HMHTEpBajie KOHIEHTpanwidi Obuti m3ydeHsl B pamkax CIT
npoekra [1], a Takke B pamkax npoekra MHTI] Ne64 “Pa3zpaboTka JIOBYIIKK paciijiaBa siIEPHOTO
peakTopa Ha OCHOBE JUOKCHAIMPKOHHEBOTO OeroHa”. JJis peakTOpHOTrO MPUMEHEHHUS Ba)KHBIMU
SBJIAIOTCS IB€ 00JaCTU JUarpaMMbl, OJlHa — C HU3KUM KUCJIOPOJIHBIM MOTEHIIMAJIOM, XapaKTepHas
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IV COCTOSIHUSI paciulaBa TIPU «KHCJIOPOJHOM TOJIOJAHWM», W JApyras — JUIsl TOJHOCTBIO
OKHCIIEHHOTO KOpHyMa.

[lpu BeImOAHEHWH mepBoro dtama pador mo mnpoekry CORPHAD [2] wamu Obutn
uccnenoBanbl kBazuOuHapusie cucrembl UO; — FEO u ZrO; — FeO, xapakTepHble IiIsi HU3KOTO
KHACJIOPOJAHOTO MOTSHIIHAIA.

OTH XK€ CHUCTeMBl B BO3AYIIHOW arMocdepe paHee OBUIM HCCIICAOBAHBI Pa3TMYHBIMHU
aBropamu [3,4] 1 0 HUM HUMeeTCsi HEeKOTOopasi UHPOPMAIHS.

®azoBas guarpamma UO; — ZrO, sBisieTcst XOpomio u3y4eHHou. M3BecTHO, 4yTo B HEl mpu
BBICOKHX TEMIIepaTypax HaOIltoJaeTcss HeOTpaHMYCHHAs B3aUMHAasi PaCTBOPHMOCTh KOMITOHEHTOB.
OnmHako TpH CHWKEHUM Temmeparypel mnpuMepHo n0 1600°C  pacTBOpHMOCTH CTaHOBHTCS
OTPaHMYCHHOMW M CYIIECTBYET B BECbMa Y3KUX KOHIICHTPALIMOHHBIX HHTEpBaiax. [5].

[TporHo3HBIE pacdeTsl TpoiHOM 3BTekTHKH cucTteMbl UOy — ZrO; — FeOy mnsa Huskoro
KHACJIIOPOJHOTO TOTCHIIMAIA W OKCICPUMEHTAIbHBIE PE3yJbTaThl, MOJYYCHHBIE B BO3AYIIHOM
atMocepe [6], maBamu pasHble 1O KOHIEHTpalMH OOJIACTH CYIICCTBOBAHUS TPOHHOM
9BTEKTHUYECKOM TOUKH.

B ordere mpencTraBiIeHBl ONWCAaHWE H OCHOBHBIE pE3yJbTAaThl  KCIIEPHUMEHTOB,
BBITIOJTHEHHBIX IO TIPOEKTY W HATPABJICHHBIX HAa UCCIIEOBaHNE TPOHOM okcuaHo# cuctembl UOy —
ZrO, — FeOy B mHepTHON aTMocdepe M HAa BO3AyXE M OIpPEAEICHHE COCTaBa M TEMIEpPaTyphl
TPOMHOM 3BTEeKTUKH. DKcriepumeHTh! BbinosiHeHbl B HUTH, r. CocHoBelil bop, u B nmabopatopuu
¢uzukoxumuu Hanopaszmepubix cucteM MUXC PAH, r. Cankr- [letepOypr.

IeassMu padoThl SIBJISIJINCD!

Ompenenenue TemmepaTyphbl IUIAaBIEHUS W COCTaBa TPOMHBIX HBTEKTHK B BO3IYIIHOW |
WHEPTHOM aTMoc(epax.

OmnpeneneHue NpPENENbHON PACTBOPHMOCTH KOMIIOHEHTOB B  OOpa3ylOIIUXCS TBEPIBIX
pacTBOpax.
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1. Cxema YCTaHOBKN U MeTOAUKa IKCNepumMeHTOB

OKCIIEpUMEHTBI  MPOBOJWJIM Ha  ycTaHOBKe Pacmma-3, HCIONB3YIOMEH  METO
MHIYKIMOHHOU 11aBku B XosogHoM turie (MITXT). Cxema neun npejcTaBieHa Ha puc.2.

wynber mul _— | 1 WWELE

hdd L)
L1

1 — maxra nupomerpa; 2 — mepeMellaeMblii BOJOOXJIAXKIAEMbId AJIEKTPOMArHUTHBIA 3KpaH; 3 — IMHUPOMETP,
COBMEIICHHBIH ¢ BUAEOKaMepoi; 4 — nH(OpMalMOHHO-U3MEpUTENbHAs CUCTEMa; 5 — YyCTPONHCTBO BPE3KU PE3yNIbTATOB
U3MEpEeHHUil B BUICOKAAPDI; 6 — MOHUTOP/BUACOMArHUTODOH; 7 — MPUBOJ BEPTHKATIBLHOTO TIEPEMEIICHHUSI THIJISI

Puc. 2. Cxema neun

HaGnronenne 3a MOBEPXHOCTHIO BaHHBI PAacCIUiaBa OCYIIECTBIUIA C TOMOMIIBIO CHCTEMBI
BUJICOPETUCTpALIMK MOBepXxHOCTH paciuiaBa ((5) Ha puc.2), coBMelleHHOW ¢ mupoMeTpoM (3) u
obecrieunBaromei Bpe3ky ¢ yactoroit 50 ['l 3HaYeHNH M3MEPEHHOU TeMIIepaTyphl U TOJI0KECHUS
MSITHA BU3MPOBAHUS MMHPOMETPA B KAKABIH KaJIp BUACONOCIEIOBATEIBHOCTH, PETUCTPUPYEMOH C
noMoInpo Buaeokamepsl (3) u Bumeomarautodona (6). TemmepaTypy MOBEPXHOCTH pacIuIaBa
u3Mepsuii - mupoMeTpoMm  criekrpainbHoro otHomenns RAYTEK MR1-SC.  Buaeokamepa
pEerucTpupoBaa Ha TIOBEPXHOCTH paciiaBa 00JacTh, OTPAHHUYCHHYIO THAMETPOM IIaXThl PABHBIM
22 mM. Pazmep msATHa BH3MPOBAHUS TTHPOMETPA COCTABISUT MpUMEpHO 6 MM. BHyTpeHHMIT pa3mep
xonogHoro Turis 38 mMm. HeBummmasi o0nacTe MpenCTaBIsuIa KOJBIO IMUPHHOW 8 MM BONM3H
CTEHKHU THTJIS.

Jlisg  ompeneneHuss cocTaBa HCXOJHOTO paciuiaBa IPOM3BOAUIM OTOOp MpoObl. 3aTem
ofecrieunBaliv JIOKAJIbHOE OXJIaXKJIEHHE CBOOOHOM MMOBEPXHOCTH, NIEPETPETON B OCHOBHOM 00beMe
BaHHBI PacIIaBa, ¥ MU3MEPSUIH TEMIIepaTypy JIMKBUAYCA paciuiaBa. ITO JOCTUTAIOCH C MOMOIIBIO
[ePEeMEIIaeMOro BJIOJb BEPTHKAIBHON OCH THIIIA BOJOOXJIAKIAEMOT0O IEKTPOMArHUTHOTO AKpaHa
(puc.2, (2)), ycraHOBKa KOTOPOro B pabodee TMOJIOKCHUE OTHOCHUTEIBHO MPEABAPUTEIILHO
neperpeToil BaHHBI 00ECTICYMBAIIO CHIDKEHHE TEeMITEpaTyphl paciiaBa TOJBKO B MpeesiaX TOHKOTO
MOBEPXHOCTHOTO CJIOS M HE NPHBOAWIO K HM3MEHEHHIO cocTaBa paciuiaBa. OCOOEHHOCTH 3TOM
METO/IMKH MPEJICTABICHBI B [7].

®dopMHUpOBaHUE CIUTKA IBTEKTHYECKOTO COCTaBa MPOU3BOAWIM IYTEM KPHUCTAUTH3AIIUN
paciiiaBa B yCJIOBHUSX, OJIM3KMX K PABHOBECHBIM, IyTeM MeaaeHHOTo (5-10 Mm/yac) HempepbsIBHOTO
MEPEMEIIEHHUS TUTJIS C PACIUIABOM OTHOCHTEILHO HHAYKTOPA C IIOMOIIBIO TPUBOIA BEPTHKAILHOTO
nepemernenuss turas (puc.2, (7)). I[Ipu Takoi TEXHOJOTHH IMOCIEAHEH KPUCTAJUIM3YETCs camast
JICTKOIUTaBKasl JKUAKOCTh, T.€. KHUAKOCTh 3BTEKTHYECKOTO COCTaBa. PU3MKO-XMMHUYCCKHIA aHAJIN3
npo0 W3 30HBI CJIMTKA, TJC MPOMCXOAWIA KPHUCTAJUIM3AIMs MOCICIHUX MOPIHA paciuiaBa,
MIO3BOJISICT OIMPEICIIUTh COCTAB IBTEKTHKHU. V3 3TOM 30HBI CIIUTKA TaKKe MPOU3BOIMIN OTOOP MPoo
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JUISL  OTIPENICTICHUSI ABTEKTHYECKOW TeMmIlepaTypsl MeTojioM auddepeHInanbHO-TEPMUIECKOTO
aHaJyu3a.

[Tocne mpoBeneHUs BBIMICTIEPEYUCICHHBIX UCCIICIOBAHUM OTIPEAETISIICS MPUMEPHBIN COCTaB
U TeMIlepaTypa TPOWHBIX ASBTEKTHK. Jlajee MPOBOAMIMCH IOMOJTHUTEIBHBIC SKCIICPUMEHTHI, B
KOTOPBIX COCTAaB HMCXOJHOW 3arpy3Kd I€Yd COOTBETCTBOBAJ MPHUMEPHOMY COCTaBYy HIBTEKTHK, a
MpoIeaypa MOBTOPsIa MPEIIIECTBYIONINE IKCIIEPUMEHTBI. TakuM 00pa3oM, MpH KPUCTAIUIA3AIUN
dbopmupoBasiack OoJIbIas IBTEKTHUECKAsT 001acTh, a GU3HKO-XUMHUUECKHI aHAU3 MPOO W3 ITOM
00J1aCTH MMO3BOJISIET OTIPECIIUTh COCTAB ABTEKTHUKH € TIOrpemHoCcThi0 1-2 macc.%.

2. NMpoBeaeHne VPA IMCC nccnegoBaHunn. kcnepumeHTbl CORD 25-
27,31

2.1. AHanu3 ucxo0HbIX WUXMOEbkIX Mamepuasoe

[Ipu moAroToBKE K 3KCIEPUMEHTAM KOMIIOHEHTHI IIMXThl — IMOKCHJ ypaHa M OKCHJI JKele3a
(1) — ObLTH MPOaHATM3UPOBAHBI HA COJICPIKAHME OCHOBHOTO BEI[ECTBA U IIPUMECCH.

Cozeprkanne METaUTHYECKOro sKenesa Fe’ onmpeersuiy MeaHo-CymbdhaTHbM MeToxoM [8,9].

Comepxanne Fe(ll) u  Fe(lll) onpemensiin  HOTOKOJIOPUMETPUIESCKAM  METOJIOM €
oprodenanrpoaurom [10-12].

Kpome Toro, B moOpomke AHOKCHAA ypaHa TEPMOTPABHMETPUYECKHM METOJIOM OBLIO
OTIPE/IeJICHO OTHOIIIEHUE KHUCIOpoAa K ypaHy, kotopoe cocraBmio 2.0 mist skcnepumentoB CORD
25, 26, 31 u 2.24 — s CORD27 [13]. [duokcun ypaHa ¢ OTHOLICHHEM KUCIIOpOJa K ypany 2.24
ObLT BBENEH B IIHUXTY JUIsi Oojiee OBICTPOTO YCTAaHOBJICHHS PAaBHOBECHS pacilaBa C Ta30BOM
aTMocdepoii pu mapuabHOM JaBlieHHH Kuciopoaa paBaom 0.21 at.

CocraB KOMIIOHEHTOB IITUXTHI MPEACTaBjIeH B Tabmuie 1.

Ta6a. 1. CocTaB KOMIIOHEHTOB IIAXTHI

Conepxanue
KoMmnoHeHTHBI OCHOBHOI'O IMpumecu, macc. % Ipumeuyanue
BelrecTsa, %

Joz nopomors, 90 | Fe<0.03; AS<0.0003; Cuo<0.0L; | llenopmme
AHCTICPEROC ' docdarei<0.002; xmopuaer<0.003. A » TEP
MKM rpaBUMETPUS

UO; 24 mopomioxk, [TactiopTHBIC

Fe<0.03; As<0.0003; Cu0<0.01;

aucnepcHocTh <50 >99.0 (bocdarsi<0.002; xiopip1<0.003. JaHHBIE, TEPMO-
MKM rpaBUMETPUA
Al,05<0.03; Fe,03<0.05;
Zr0; nopomok, (ZrO+HfO,) | Ca0<0.03; MgO<0.02; Si0,<0.2; | TMacrioptibic
aucnepcrocts <100 >09.3 | TiOx<0.1: P,0s<0.15; AHHbIe
MM (NaO+K,0)<0.02.
ITo pe3ynbraram
FeO 67.68 Fe,0s-30.86; Fe-0.57 XUMHAYECKOTO
aHaJIn3a
Cynedarei<0.4; Cu<0.006; TTacHODTHELE
Fe:0s >08.1 (K+Na)<0.032; (Ca+Mg)<0.068; namfme

Si<0.04; N<0.001
Si-0.0005; Mg-0.0001; Cu-0.0001; [MacmopTHBIE
Ni-0.019; Pb-0.0001; Zn-0.00028 JTAHHBIE

Fe >99.9
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2.2. TepmoduHamu4ecKuli MPO2HO3 U cneyughukayusi 3KCrnepuMeHmoe

Bcero Obuto mpoBeneHO 4 SKCIEpUMEHTa, WX CIENU(HUKAIMS IPEICTaBlieHa B Tadmuie 2.
[IpeaBapuTenbHO OB MPOBEACH TEPMOIUHAMUYECKUM pPAacUeT COCTaBa TPOWHON IBTEKTHKU IS
HCCIIETyeMON CUCTEMBI KaK B BO3JIYILIHOM, TaK U B UHEPTHOU atMocdepax.

Cucrema UO,—ZrO,—FeO B nunepTHoii atmocdepe

[TporHo3 a5 ombiTa B HHEPTHOM atMochepe (puc.3) MpoBeeH M0 UMEIOIIUMCS JaHHBIM O
cucTeMax, OMHApHbBIC IBTEKTUKU KOTOPBIX ObLIH ONpe/ecHbl panee [7,14)].

Ucxonnas 3arpy3ka medn ObUla COCTaBJICHA TaKUM 00pa3oM, 4TOOBI €€ COCTaB HaXOAWICS B
30HE MEPBUYHON KpucTam3anuu okcuaa xene3a (I1). B mporecce kpucrammzanuu paciuiaBa
TAKOTO COCTaBa CHayalla JIOJDKCH HayaTh BbINAJaTh TYromiaBkuii kommnoneHT (T.e. FeO), B obmactu
MEPBUYHON KPUCTAJUIM3ALUU KOTOPOTO HAXOJAUTCS (UrypaTHBHash TOYKAa CHUCTEMBI. 3aTeM IpU
nepeceyeHur ITON (PUrypaTHBHOM TOYKOW CHCTEMbI MOTPaHHMYHON KPUBOH (KpHBas BTOPHYHOTO
BBIJICJICHHUSI) JIOJDKHA HAa4aThCs COBMecTHas Kpuctan3anus FeO u TBepJoro pacTBopa Ha OCHOBE
(U,Zr)O; (kpucTamumsanus 3BTEKTHYSCKOTO THIIA), MPH 3TOM COCTaB CHCTEMbI CMEIIAETCS BOJb
MOrPaHUYHOM KPHUBOM 1O TPOMHOW 3BTEKTHKH. B mocieaHiow odyepenb KpUCTALIU3YETCS TPOHas
IBTEKTUKA. TakuM 00pa3oM, B 3TOM HKCIEPUMEHTE MPEANOJarajoch IMOJYYUTh SJIpO TPOHHOU
3BTEKTUKH, KOTOPOE HEOOXOAUMO OBLIIO OTAEIUTH OT OCTAIBHOTO CIUTKA U UCCIEA0BaTh METOAAMHU
ATA, BITA na mukponeun ['amaxoBa u SEM/EDX st TOYHOrO OmMpeac/IeHHS €ro cocTaBa W
TEMIIePATYPbI IJIaBJICHUS (IBTCKTHUKH).

uo,

moit. %

Puc. 3. IIporuo3s cocraBa TpoiiHOI IBTEKTHYECKOH TOYKH (BbIIEJIEHO KeJITHIM). TOUYKA HA
AUarpamMme — MPOrHO3 MCXOHOI0 COCTABA 3arPy3KH; - - - — IPOTrHO3 MOTPAHMYHBIX
kpuBbIX; 1342 u 1330°C - TemmnepaTypsbl ABOHHBIX 3BTeKTHK B cuctemax UO; - FeO,
ZrO,-FeO cooTBeTCTBEHHO
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Cucrema UO2—ZrO—FeOy na Bo3nyxe

[TporHO3 cocTaBa TPOWMHOW IBTEKTUKH 3TOH CHCTEMbI B BO3AYHIHOH atmocdepe (puc. 4)
MPOBE/ICH MO JaHHBIM O COCTaBax OMHAPHBIX IBTEKTHK, B3ATHIX M3 CIIPABOYHOI juTepaTypsl [15, 4].

Ty

/

i
5
=

7 7 T 7 T 7

B
547 4
Fely, 107720 30 40 50 ZiOy

Mo, Yo |

Puc. 4. IIporuo3s cocraBa TPoiiHOI IBTEKTHYECKOH TOYKH (BbIIEJIEHO KeJITHIM): TOUYKA HA
AUAarpamMme — MPOrHO3 MCXOHOI0 COCTABA 3arPY3KH; - - - — IPOTHO3 MOTPAHMYHBIX
kpuBbIX; 1349 u 1525°C - TemnepaTypsbl ABOHHBIX 3BTeKTHK B cucTeMax UOgy —
FeOy, ZrO,-FeOy cooTBercTBenHO0; M — 00.1acTh cymecTBoBanus Fe3O4 co
CTPYKTYpOii Mmarueruta; H - o6acts cymectBoBanusi F&0O3 co cTpykTypoii
reMaTurTa

Crnenmduka mMpOBENCHHUS OKCIEPUMEHTOB Ha BO3JIyXe COCTOMT B TOM, 4YTO TIpHU
KPUCTAUTM3al[MM  pacIlaBa, COJCpIKAIIEr0 OKCHIBI  Kele3a, B  CHUCTEME  TOSBISETCS
JOTIOJTHUTEBHBIN Tporiecc — B3aumozelictBue FesOs ¢ kucimopomom ¢ obOpaszoBanumeM FeyOs.
Temmeparypa oxucienust FesOs no FeOs i 9ucTBIX BEMIECTB COOTBETCTBYET TEMIIEpaType
1387°C, HO Tak KaKk KMHETHKa ITOJIHOTO TPEBPALICHUS HEU3BECTHA, B DKCIIEPUMEHTaX ObLIa JaHa
npuMepHo 1-2 wacoBas BBIIEpKKA pacijlaBa HIDKE YKa3aHHOW TEeMIIEpaTyphl, C IIEJbI0
YCTaHOBJICHUS] XUMHYECKOTO PABHOBECHSL.

VicxonHpie KOMIO3MIWHU ISl 3arpy3Kd T€YM OTPENEISUINCh TaKUM 00pa3oM, 4TOOBI MX
cocTaB Jiekanm B oOnacTé mepBUYHOW Kpuctaum3anun FesOs. Cnenmduranuu SKCriepuMEHTOB
MIPEJICTaBJICHBI B TaOIHIIE 2.
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Ta6u. 2. Cnenndpuxanus sxcnepumentoB CORD 25, 26, 27, 31

Conep:xanue, macc.% /M01.% i =
= )
M :
3 2|z
= S~ |
uo, UO5 24 ZrO, Fe % FeO F8203 = =
(@) = 3] Q
2 : N

—
3 ik
6.8/1.9 - 2.9/1.8 | 9.0/11.9 | 1.0/1.3 | 80.3/83.1 - 287.2 Ar

25

2% 225/14.1 - 25/3.4 | 1.7/5.0 - - 73.3/77.4 | 300.0 Air
27 - 58.6/42.3 | 1.9/3.1 | 2.4/8.6 - - 37.1/459 | 332.6 Air
312 21.1/6.7 - 6.8/4.7 | 6.6/10.1 | 1.0/1.5 | 64.5/77.0 - 304.7 Ar

Y. HauansHslil cOCTaB 3arpy3KH VISl JAHHOTO SKCIIEPUMEHTA ObUI ONPEEIIeH 110 pe3yibTaTaM dkcnepumenta CORD26
(na BO3YXE)
2. HauaJbHBIN COCTAB 3arpy3KH JUIS JAHHOTO SKCIEPUMEHTA GbLI OIPEIENIeH 110 pe3ylibrataM skcrepumerta CORD25

(B MHEPTHOI# cpene).

2.3. lMpouyedypbi 3IKCnepuMeHmMoes
Bce mporieaypsl 3KCriepuMeHTOB OBUIH TTOI00HBI, UX KpPaTKOE ONHCAaHKE MPUBEICHO B Tabiumax 3-

6.
Ta6u. 3. [Ipoueaypa 3xcnepumenta CORD25 B unepTHoii atmocdepe
Bpems ot Haua-
JIa IKCNepUMeH- CoObiTHE
T, CeK
-300-0 [IpencraproBas mpo ayBKa mmeun aproHom mnpu pacxoze 10 ji/mMuH.
CrapToBbIil HarpeB, POpMHUPOBAHKE BAaHHBI pacIyiaBa U U3MEPEHHUE €€ TITyOUHBI
0-905 (mpumepHo 50 MM), u goHHOTO TapHucaxa (mpumepHo 2 mMm). Temmeparypa
MOBEPXHOCTH pacIuiaBa coctasmiia npumepHo 1412°C.
[lepememienne AIEKTPOMAarHUTHOTO OJKpaHAa W TPOEKPATHOE M3MepeHHe
905-1650 temrieparypsl JukBuyca metogom BITA UIIXT (puc. 5, Tiiq =1348°C), ot6op
poOBbI paciiaBa.
Beinepikka pacruiaBa, mepemeineHue TUris BHU3 (npumepro 10 mm.) 1o
1650-2420 (buKcupoBaHUs PeaKHHH reHeparopa Ha 3T0 mepeMerineHue (M3MEHEHHE
AHOTHOTO TOKa)."
2570-23170 BxiroueHne mpuBoJia BEPTHKAIBHOTO TEPEMENICHUsT THTIII CO CKOPOCTHhIO 9
MMm/gac.
Beiximrouenne BYU nHarpesa. Kpucrammmsanus ciuTka B aproHe M CTyIKa 0
23171 MOJIHOTO  OCThIBaHMWA. TeMmmeparypa MOCHEAHEH MNOPUMU  KHUJKOCTH,
M3MEpeHHas MUPOMETpoM, coctamiia mpumepHo 1330°C.

b I/IHI[I/IKaTOpOM KpucCTajlsin3allii B YCJIIOBUAX UIIXT sBusgercs YMCEHBUICHUE aHOAHOT'O TOKa JIaMIIbl I'€HEpaTopa.
HO3TOMy JUIA UCKIIFOUYCHUSA BBITSXKKH CJIIMTKA 0e3 KpuUCTaJJIM3allMu MTPOBOAWIOCH MPCABAPUTCIIBHOC MNECPEMCIICHUC
TUTJIA € paCilylaBOM OTHOCHUTEIIBHO MHAYKTOpA.
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TIME B, 17 4%
FROEME Sel ey 8l

Puc. 5. BuneopparmeHT noBepxXHOCTH pacijiaBa NpH NpPoBeJIeHNH U3MepPeHuil
TeMIlepaTypsbl JUKBHIYCA pacljaBa

Tao6.. 4. Ilpouenypa 3xcnepumenta CORD26 na Bo3ayxe

Bpems ot Hauya-

JIa IKCIepUMeH- CoObITHE
T, CeK
CrapToBbIil HarpeB, POpMHUPOBAHKE BAaHHBI pacIyiaBa U U3MEPEHHUE €€ TITyOUHBI
0-1093 (mpumepHo 40 MM), u HoHHOTO TapHucaxa (mpumepHo 2 mMm). Temmeparypa
MOBEPXHOCTH paciuiaBa cocrasmiia npumepHo 1630°C.
[TepemeriieHue SICKTPOMArHUTHOTO 3KpaHa M TPOEKPATHOE H3MEpPEHHE
1093-2800 temrieparypsl aukBuayc merogom BITA UIIXT (puc. 6, Tiq =1537°C), ot6op
poOBbI paciiaBa.
Beiepkka pacruiaBa, rmepeMerieHne Turis BHHU3 (mpumepHo 14 MM) 10
2800-2914 (GUKCHUpOBAHHS pEaKIUK TIeHepaTopa Ha JTO IMepeMenieHre (M3MeHEHHe
AHOJIHOTO TOKA).
2977-10490 BkiroueHue mpuBOia BEPTUKAIBHOTO MEPEMEIICHUSI TUIJISL CO CKOPOCThio 9
MMm/gac.
10490 OTKIII0OYeHHE TPHUBOIA BEPTUKAIHLHOTO ITEPEMENICHUST TUTJISL.

10500-12300

Brigepkka ocraBmierocsi paciuiaBa npu temrepartype npumeprno 1400°C, ms
HACBHIIICHUS PacIlIaBa KUCIOPOJIOM.

12300-13500

Bximroyenne nmpuBojia BEPTHKAIBHOIO IMEPEMEIICHUS TUTIS CO CKOPOCThIO 9
MM/gac.

13506

Beiximrouenne BY  HarpeBa. Kpucrammmzanus ciauTka W OXJIaXKJIECHHE [0
ITIOJTHOTO OCTBHIBAHUS.

Puc. 6. BuneoparmeHT mOBEPXHOCTH PacijiaBa NPU NPOBeIeHUH U3MePeHn il
TeMIlepaTypsbl JUKBHIYCA pacljaBa
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[Io ycnoBusiM IpOBENEHHSI DKCIIEPUMEHTA TEMIEPATypa ITOBEPXHOCTH BAaHHBI pacIljiaBa
HavyapHOTO cocraBa cocraBmwia 1630°C. Ilpu maHHOW TemrmepaType B BO3IYITHOW aTtMocdepe
Fe203 TEPACT KHUCIOPOJ B 3HAYHUTCIBHBIX KOJHMYCCTBAX. IlonbITKH CHHU3UTH TEMIICPATYPY
IMOBCPXHOCTU YMCHBIICHHUEM BBOI[I/IMOﬁ B pacCiuiaB MOIIHOCTHU HNPHUBOIWIIO K KpUCTAJIM3AlUN
paciiyiaBa Ha AHC BAaHHBEI. HO3TOMy BBITSKKY CIIMTKA Ha4daJld BECTU IIPU BBICOKOH TEMIICpATypEC
BaHHBI paciuiaBa. Temrmeparypa mOCICAHEH HAOIIOAaeMON KHUIKOCTH COCTaBHJIA TMPUMEPHO
1400°C. Takum oOpa3om, B MpoIllecce BBIICPKKH pacIulaBa Ui HACBIIMICHUS €ro KHUCIOPOJIOM
BO3/yXa TeMmIepaTypa, Heooxoaumas jutst nepexoaa FesO4 B F&,05 (1385°C) nocturnyra He Obuia.
JInst co3manusi HEOOXOIMMBIX YCIOBHE CYIIECTBOBAHHMS paciuiaBa, 00OTaIlleHHOTO KHCIOPOIOM,
ObUT M3MEHEH COCTAaB HauyaJlbHOW 3arpy3Ku NE€4YH U IPOBEJCH JOIOJIHUTENIbHBI AKCHEPUMEHT

CORDZ27.
Ta6u. 5. [Ipouenaypa 3xcnepumenta CORD27 na Bo3ayxe
Bpems ot Hauya-
JIa IKCIepUMeH- CoObiTHE
T, CeK
CrapTtoBblil Harpes, (opMHUpOBaHKE BaHHBI paciljiaBa U U3MEPEHUE €€ ITyOUHbI
0-3200 (mpumepHo 40 mMm), U goHHOTO rapHucaxka (mpumepHo 1.5 mm). Temneparypa
MMOBEPXHOCTH paciuiaBa cocraBuia npumepao 1520°C.
[lepememenne  AIEKTPOMAarHUTHOTO  JKpaHa, M3MEPEHUE TeMIIepaTyphl
3200-4170 mukBugyca merogpoMm BITA UIIXT (puec. 7, Tigq =1369°C), orbop mpoOsI
pacriaBa.
Beinepikka pacriaBa, nepemenieHue TUrias BHU3 (mpumepHo 14 mm) 10
4170-4340 (bUKCHpOBAHHS pEakiMd TeHeparopa Ha 3TO IepeMelnieHre (M3MEHEHHE
AHOJIHOTO TOKA).
4380-7840 BxiroueHne mpuBOia BEPTHKAIGHOTO TMEPEMEIIEHHs] TUTIS CO CKOPOCTBhIO 9
MMm/gac.
OTkItOYeHHE TIPUBOJAa BEPTUKAIBHOTO TIepeMemIeHus] Turis. Beraepikka
7840-10200 pacijiaBa mpH TeMIlepaType MOBEPXHOCTH BaHHBI paciuiaBa mpumepHo 1350-
1370°C g HacelleHUs paciviaBa  KUCIOponoM. CaMOTpOW3BOJIbHAS
MOCTENEHHAs] KPUCTAJLTN3AIHS OCTABIICHCS )KUIKOCTH.
Beiximrouenne BY  HarpeBa. Kpucraumsanus CiIMTKa W OXJaXICHHE [0
10204 MIOJIHOTO OCThIBaHMs. TeMiieparypa rnocieHeil NopIuu KUIKOCTH, U3MEpEHHas
UpOMETPOM, coctapmia npumepro 1340°C.

Puc. 7. BuneopparmeHT NoBepXHOCTH pacijiaBa NpH NPOBeJIeHNH H3MepPeHuil
TeMIlepaTyphbl JUKBHIYCA pacljaBa
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OkcrepumenT CORD31 npoBoviK ¢ 1ENIbI0 YTOYHCHHS COCTaBa dBTEKTHKH. HadanpHbIN
COCTaB 3arpy3kd Mmeuy ObUT BbIOpaH Ucxonsd u3 pe3ynbratoB SEM/EDX ananu3a 3BTEKTHUYECKOH
30HBI cimTKa 3kcriepumenta CORD25.

Tao6.. 6. [Ipouenypa y3xcnepumenta CORD31 B nnepTHOIi aTMochepe

Bpems ot Haua-
JIa IKCIepUMeH- CoObITHE
T, CeK
CrapTtoBblil Harpes, (opMHUpPOBaHKE BaHHBI paciljiaBa U U3MEPEHUE €€ ITyOUHbI
0-755 (mpumepHo 47 MM), U IoHHOTO rapHucaxa (mpuMepno 5 mm). Temmneparypa
MMOBEPXHOCTH paciuiaBa cocraBuia npumepno 1520°C.
[lepememienne  AIEKTPOMAarHUTHOTO  JKpaHa, M3MEPEHUE TEeMIIepaTyphl
755-2157 mukBupyca merogoMm BITA UIIXT (puc. 8, Tiiq =1334°C), orGop mpoOsI
pacruiaBa.
Beinepikka pacrmiaBa, nepemeinieHue TUrias BHU3 (mpumepHo 14 mm) 10
2157-2450 (GUKCHpOBaHMs pEaKIUMU TeHeparopa Ha JTO IepeMelneHne (M3MEHEHHe
AHOJTHOTO TOKa)
BxiroueHne mpuBO/ia BEPTHKAILHOTO MEPEMEIIEHHs] TUTIS CO CKOPOCTBhIO 9
2710-19800
mm/4ac.
Beiximrouenne BY narpesa. Kpucrammsanus ciliMTKa B aproHE M OXJIAXICHHUE
19800 O IIOJIHOTO OCTBIBaHMS. TemIiiepaTypa IIOCIEAHEW IOPLMH KUIKOCTH,
M3MEepeHHas: mupoMmerpoM, coctaBmwia npumepHo 1330°C. Brikmouenne BY
HarpeBa. Kpucrammm3amus cimuTka.

Puc. 8. BuneoparmeHT mNOBEPXHOCTH PacijiaBa NPU NPOBeIeHUH U3MePeHn i
TeMIlepaTyphbl JUKBHIYCA pacljaBa

bonee Hmskas mo cpaBHeHmo ¢ CORD25 temmeparypa JIHKBHIyca MUCXOIHOTO COCTaBa
paciuiaBa, M3MEpEHHas B 3TOM O3KCICPUMEHTE, YKa3blBaeT Ha TO, YTO CTApPTOBBIA COCTaB ObLI
OnuKe K COCTaBy TPOMHOM IBTEKTHUKH.
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3. MocT-TecT aHanu3

Kommneke pusnko-xuMudeckux Ucciae10BaHui ObLI MPOBEIEH JUIsl ONpPEAeNICHUs] COCTaBa U
TEMIIEpAaTypbl ABTEKTHKH, W3y4YEHUs XapakTepa KpUCTALUIM3alMKA W3 paciulaBa U IPeAeIbHON
PacTBOPUMOCTH KOMIIOHEHTOB JIPYT B JIpYre.

3.1. Xumuydeckuti aHanu3s

[TIpo6er pacruiaBa w3 skcrepuMmerToB CORD-25-27, 31 u mnpoObl, BBIKOJIOTHIC U3
3aKpPUCTALUTN30BAaHHBIX CIUTKOB, ObUIM MpOaHAIM3UPOBAHBI HA COJCPKAHUE Feo, Fe2+, Fe3+, U™ u
U,

[Ipu mpuroroBieHun mpoO Juisi aHaiM3a Bce paboOThl Benu B armocdepe aprona. [IpoOsr
IpoOwIn 10 pa3mepa 3epHa MeHee S50 MKM.

Coeprkanne MEeTaUTHYECKOro sKenesa Fe® onmpeersuy MeHO-CyIb(haTHEIM METOIOM.

Mero OCHOBaH Ha 3aMEIICHUM MEIH METALUTHYCCKAM JKelle30M MPH 00paboTKe HABECKU
[IOpOLIKA KOPHYMa pacTBOpoM cepHokucioil memu [8,9]. Mousl Fe™*, sksuaneHTHBIC Feyer,
OTTUTPOBBIBAIOT PACTBOPOM ABYXPOMOBOKHUCIIOTO KaJlMd B IHNPUCYTCTBHUU  OKHUCIUTCIIBHO-
BOCCTaHOBUTEIHHOIO MHAMKATOpa AU(pUHUIAMUHOCYIb(OHATA HATPUS.

Metoa TMO3BOJSIET OMPEICTUTh COACPKAaHUE METAJUIMYECKOTO JKelle3a B IOPOIIKOBBIX
mpobax Kopruyma IpH coJiepKaHnu xele3a B Hux oosee 0.1 mace.%.

Conepxanust Fe(l1) u  Fe(lll) onpemensnu  (OTOKOJIOPUMETPUUECCKUM METOJIOM  C
opTo(hEeHAHTPOITMHOM, KOTOPBIN MpeaHa3HAueH IS ONPENEIICHUs] COJIEPKAHHUS OKCUIOB XKele3a B
npobax ypaHcojepiaiiero kopuyma ©Oe3 oraeneHus ypana [10]. JIuamazoH wu3MepseMbIX
koHIeHTpamuid kene3a 0.4-400 mr/ane. CymMapHasi OTHOCHUTENIbHAsE OIIMOKa MeToJa He
npeBbimaeT +3% OTH. IPU YCIOBHH, YTO M3MEPSEMBIE ONITUYECKUE TUIOTHOCTH JIEKAT B WHTEPBAJIC
0.2-0.6.

Mertoa OCHOBaH Ha peakuWu OPTOGEHAHTPOJIMHA C WOHAMHU JIBYXBAJICHTHOTO JXelle3a B
obmactu pH 3-9 ¢ 0OpazoBaHneM KOMIUIEKCHOTO COCAMHEHUS, OKPAIIEHHOTO B OPaHKEBO-KPACHBIN
nBet. Okpacka pazBuaercs Obictpo mpu pH 3.0-3.5 B mpucyrcTBuM M30BITKAa (EHAHTPOJIMHA H
yCTOMYMBA B TEUSHUH HECKOJBKHUX AHEH. OnpeelssioT MacCOBYIO KOHIICHTPAIIHIO JKeJie3a 00IIero,
BOCCTAHABJIMBAsI TPEXBAIICHTHOE KEJIE30 JI0 JIBYXBAJICHTHOTO THAPOKCHIAMHHOM B KUCIIOH cpeje u
BBITIOJTHSIOT TIPSIMOE OTIPE/ICIICHUE JIBYXBAJIICHTHOTO jkeJie3a. Koim4ecTBoO TpexBaJIeHTHOTO JKele3a
HAXOJSIT PACUYETHBIM IIyTEM IO Pa3HOCTH MexAy cojaepxanusmu xene3a (II) u obmero xenesa
[11,12].

Meroauka ompexenenns U™, u* ¢ pearenTom apcenazo |l mpemnaznauena s
OTNpe/iesieHUus] MUKPOKOJIMYECTB ypaHa B oOpas3uax 0e3 OTIeleHHs ypaHa C YyBCTBUTEIbHOCTHIO
0.04 mxr/mi [16, 17].

MeTo/1 03BOJISIET ONPEAETUTh OTAEIBHO COAEpKAHHE YEThIPEXBAJIEHTHOTO ypaHa U ollee
coJiep’KaHue ypaHa B pacTBope. BoccTaHoBIeHHE IECTUBAJIEHTHOTO ypaHa /10 YEThIPEXBaJIEHTHOIO
npoBoautcst B cpere 4 N HCl rpanymupoBaHHBIM METaUTMUECKMM ILUHKOM. KosmdecTBo
[IECTUBAJICHTHOTO ypaHa HAaXOJISAT PACYCTHBIM ITyTEM IO Pa3HOCTH MEXIY COJCpKaHUSAMH ypaHa
(IV) u obiero ypawua.

Pe3ynbTaTel onpeneneHus Feo, Fe2+, Fe3+, U* u U% MIPEACTABJICHBI B TaOIHIIE /.

B Tabmume 8 mpencraBieHbl coctaBbl mpoO Ui dkcrnepumenTtoB  CORD-25-27,
PaCCUUTAHHBIC I10 PE3YJIbTaTaM XUMHUUYCCKOT'O aHaJIM3a.
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Tabu1. 7. Pe3yjbTaThl XMMHYECKOT0 aHAJIN3a 00pa3noB u3 d3kcnepumenToB CORD-25-27, 31

0 o+ 3F ¥ 6
CORD Mpoda F | F | Fe : Y Y
mace.%
25 (Ar) | IIpoba pacraBa 3.4 56.4 6.0 7.0 HE O0H.
(,iiGr) [Tpo6a pacmiaBa 0 16.9 235 27.7 HE 00H.
27 [Ipo0Ga Bepx ciauTkKa. HE o11p. 116 9.8 30.2 28.2
(Air) Tpo6a paciasa 0 15.6 8.5 41.1 115
31 (Ar) | IIpoba Bepx ciuTKA. 0.3 447 6.2 13.5 HE O0H.
- Hp06a, BBIKOJIOTAs M3 DBTEKTUYECKOI 00IaCTH CIIMTKA.
Tao6.. 8. CoctaBbl npo6 3xcnepumentoB CORD-25-27, 31
FeO, U0,
CORD IIpo6a
y Conepxanue, X
macc.%/mo0a.%
25 (Ar) TTpo6a pacruiaa 1.04 85.4/92.0 7.9/2.3 2.00
26 (Air) TTpo6a pacruiaa 1.31 55.6/67.1 | 31.4/14.8 2.00
27 (Air) Tpo6a pacriasa 1.21 32.4/55.0 | 60.2/32.9 2.22
Ipo6a Bepx ciuTKA. 1.26 29.1/52.0 | 67.5/41.7 248
31 (Ar) TpoGa Bepx CITHTKA. 1.10 70.9/82.2 15.3/4.9 2.00

B mpobax sKCIeprMEHTOB MPOBEACHHBIX B MHEPTHOH aTMocdepe OOHAPYKEHO METaUTMYECKOe
KeJe30, YTO YKa3bIBaeT Ha CTEXHOMETPHPOBAHUE OKCHIA xKee3a B hopme Fep gs0.

B mnpo0ax »KCrepuMEHTOB TPOBEJACHHBIX B Bo3aymiHON armochepe (Hampumep, CORDZ27)
OTMEUYECHO HACBHIIIEHHE KUCIOPOJOM paciulaBa B IIPOIECCE €0 BBIICPIKKH.

B 12611.9 npeacTaBieHbl MOTPEITHOCTH MTPOBEICHHBIX AaHATTU30B.

Tao6.. 9. [lorpemHocTH aHATU30B

daeMeHT Horpemnocts, 0TH. % Mertoz onpe/ie/ieHus
p p
Fe', Fe™ U™, u* 5 DOTOKOIOPUMETPHIECKHUI
Fe’ 10 MenHo- cyab(aTHBIHA

3.2. MamepuanbHbie 6anaHcbl ONbLIMoO8

Jlnst cocTaBleHHS MaTepHaJbHBIX OalaHCOB OJKCIIEPUMEHTOB HWCXOJHBIE KOMITOHEHTHI
IIMXTHI ¥ TPOAYKTHI TUTABKH OBLIM B3BEIIEHBI ¢ ToyHOCTHIO 70 0.1 T.
Pesynbpratel MmaccoBbix 6anmancoB skcriepumenToB CORD25-27, 31 npusenens! B Tadmuie 10.
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Ta6a. 10. Marepuansublii 6amanc CORD 25-27, 31

CORD BBeneno B pacnias, r Cobpauu, r
uoO; 19.6 Canrtok 262.4
ZrO; 8.4 IIpo6a pacniaBa 105
o5 Fe 28.6 C 3ouaa 3.2
FeO 230.6 Ipockinu 10.1
X 287.2 X 286.2
Jledbananc 1.0
UuoO,; 67.5 CanTok 193.8
ZrO; 7.5 IIpo6a pacniasa 11.7
26 Fe 5.0 Hacrblin 64.7
(ua Fe,0Os3 220.0 C 3ouaa 16.2
Bognyxe) HpOCbIl'lI/I 15.2
X 300.0 X 301.6
Jlebamanc +1.6
UO224 194.7 Canrtok 303.9
7 ZrO; 6.5 IIpo6a pacniaBa 2.8
(12 Fe 8.1 Ipocpinu 12.7
Bo3AYXE) Fe, O3 123.3 Hacrbliamn 16.1
)y 332.6 X 335.5
Jlebamanc +2.9
uoO; 64.2 Canrtok 295.0
ZrO; 20.7 IIpo6a pacnnasa 1.2
31 FeO 196.7 C 3ouaa 14
Fe 23.1 IIpocwinu 6.1
)y 304.7 )y 303.7
Jledbananc 1.0

Bec 3akpucTa/UIM30BaHHBIX CIIMTKOB W  HE3HAYWTEIbHBIC BEIMYUHBI JIeOAIAHCOB
skciepuMeHTOB (kpome CORD26) yka3pIBarOT Ha IMOJHOTY IUIABJICHHS HCXOJHBIX BEIIECTB U
PEeNpPe3eHTaTUBHOCTh TPOBEACHHBIX uccienoBanmii. I[loct Tect anamm3 cimutka CORD26 He
TTPOBOIHJICS.

3.3. SEM/EDX aHanus

OmnpeneneHne MUKPOCTPYKTYPHI U AJIEMEHTHOTO COCTaBa 00pa3IoB MPOBOAMIOCH METOAAMU
CKaHUPYIOLIEH 3JIeKTpoHHOW Mukpockonnu (SEM) u 37eKTpOHHO-30HIOBOTO MHKpOAHAIHM3a
(EDX).

HccnenoBanme 00pas3lioB METOJOM DJIEKTPOHHONW MHKPOCKOIIMM OCYHIECTBISUIOCH Ha
CKaHHMPYIOIIEM 3JIeKTPOHHOM MHKpockornie ABT-55. DnemMeHTHBIN aHamu3 BBIICIEHHBIX yJacCTKOB
00pa3I0B MPOBOAMICS C TOMOIIBI MUKPO30HI0BO# nprctaBku Oxford Link.

Jnst kaxgporo oOpasiia MpoBOAMIACH ChEMKa CHEKTPAIBHON XapaKTepPHCTUKH, MO KOTOPOM
OTIPEJIEIISATICSL €r0 MHTErpajbHbI COCTaB M COCTaB KaKJoW pasneneHHoM (as3bl. KonuuecTBeHHBIH
aHaJIM3 TMPOBOJWIM MYTeM CpPaBHEHUS HHTEHCHBHOCTEW CIIEKTPOB 3TaJOHHOTO (0c000 4YHCTHIEC,
CIeMaIbHBIM 00pa30M IOJrOTOBIICHHBIC BELIECTBA) M HCCIEayeMoro obpasia. Vcmosbzyembie
sranousl U, Zr, Cr, Fe, Si, Ca, Ni BXoA4T B KOMILICKT MUKPO30HI0BO# mprctaBku ¢pupmsbr Link.

[Ipenen yBEepeHHOTO OIpEAEICHUsT 3JEMEHTa 3aBHUCHT OT €ro MOPSAKOBOTO HOMEpa B
neprouieckoi cucreme Menzeneera u koseoiercs ot 0.3 mace.% mo 0.5 macce.%. O6GHapyxeHue
MEHBIIUX KOJIMYECTB AIIEMEHTOB SBJISIETCS] HEHAIC)KHBIM.
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EDX-ananuzarop Ha Mukpockorie ABT-55 HeuyBcTBHTENEH K JIerKMM 3jieMeHTaM (B
YAaCTHOCTH K KUCIIOPO/1Y), [IOATOMY OTIpEIe/ICHHE KUCIOPOa Ha 3TOM MPUOOPE OCYIIECTBIISIIOCH 110
NeUIUTY MACChl M TIOTPEIIHOCTh OTIPEICTICHHUS KUCIOPOia COCTaBIIsIET ~5 Macc.%0.

CnuTkl moce SKCIEPUMEHTOB pa3pe3alid 10 OCH, W W3 IOJIOBHHKH WJIH YETBEPTUHKHU
MOATOTaBIMBaIH aHIUIA(DEI. Jlanee moa MUKPOCKOTIOM MTPOBOIMIOCH CKAHUPOBAHHWE aHILU(A IS
HAXOKJICHHUS 30HBI TPOWHOM IBTEKTHKH M OCYIIECTBIISUICS aHAIIN3 COCYIIECTBYIOIIUX TaM (a3s.

B cBs3u ¢ Tem, uro B akcniepumente CORD26 pacmiaB He ObUT BBIICPIKAH IPU TEMIIEpAType,
cooTBercTByMOmEeH okuciaeHuio Fe3Os mo Fe0s, anmmmd w3 ciauTka HE MOATOTABIMBAINA U €ro
aHaJIN3 HE MTPOBO/IMIIH.

CORD25

Ha puc. 9 npeacraBnen annummg cimutka u3 onsita CORD25 ¢ momeueHHBIME 007aCTSIMU
ucclieloBaHus. 30Ha TPOWHOW IBTEKTHKH OblIa oOHapyxkeHa B oOmactsx 8 m 9. Ha puc. 10-14
npeacTaBiIeHbl MUKpodoTorpaduu BeiaeneHHbIX oonacteii ¢ 1 mo 10.

M30BITOK METAJUIMYECKOTO KeJle3a BBIKPUCTAIUIM30BAJICS KaK Ha JIHE BaHHBI B BUAE TOHKHX
yepenyromuxcs ¢ FeO croeB, HampaBleHHBIX MEPIEHAMKYISIPHO (POHTY pPOCTa KPUCTAIUIOB
(o6mactpl0, Touka Pl Ha puc 14), Tak U B 3BTEKTHYCCKOW 30HE B BUEC OCTPOBHBIX BKIFOUCHHUI
okpyrioi ¢popmel (puc. 12, Touka P4).

[lo xapakrepy KpUCTa/LIM3allUU 3BTEKTUYECKOW 30HBI M TpWIIETAIOUIMX K Hel obnacteit
BHUJHO, YTO BHayaje Bblagana TyromiaBkas ¢aza FeO (puc. 12 touka P2). Batem Hauamach
BropuuHas kpucramusaius FeO u tBepmoro pactopa UO,(ZrO,,Fe0) (puc. 12, touka P3). TTocie
Yero HaYMHAIACh KPUCTAILIM3AIUS TPOMHOM 3BTeKTHKH (puc. 12, momans SQ2).

W3 nutepaTypHBIX TAaHHBIX U HAIIUX UCCIICIOBAHUI U3BECTHO, YTO B CYOCOJIHMIYCHOM 00IacTu
UO; u ZrO; o0pa3yroT orpaHu4eHHbIE TBepable pacTBopbl  FEO wacTudHO pacTBOpsieTcs B
Kaxs1oM u3 HuX. ClieroBaTeabHO, B CyOCOTUAYCHONW 0OJACTH TPOWHOM CUCTEMBI CIEIYET OXKUIATh
nosiBiieHust FeO u tBepabix pactBopoB UO(ZrO,,FeO) u ZrO,(UO,, FeO).

Kpucrannel  TBepAbpIXx  pacTBOpPOB, O0Opa30BaBIIUXCS B  CYOCOJUIYCHOW  00JacTH,
NPUMBIKAIOIIEH K 3BTEKTHKE, UMCIOT MajieHbkue pasmepsl (puc 12, touku Pl u P3), mostomy ux
aHamM3 JaeT CyllecTBeHHoe 3aBbimieHHWe conepxkanus FeO. Opnako B obmactu 9,
COOTBETCTBYIOIICH MEIJICHHOMY OXJIaaeHHI0 paciuiaBa (puc. 13, Touka P1l), kpuctamisl TBEpIbIX
pPacTBOPOB yIAJOCh BBIPACTUTH JI0 pa3Mepa, IocTaTouHoro aisi mpoBeneHus EDX ananmuza 6e3
CYIIECTBEHHOTO BIHMSHUS OKpyxaromei ux ¢assl FeO.

N3 SEM/EDX ananmusa cieayer, uro pactBopumocts FEO B TBepmoM pacTBOpe Ha OCHOBE
U(Zr)O; B cybcommaycuoi obmactu cocrabisieT ~10 mo1.% (3 macc.%) (puc. 13, Touka P1). B to
ke Bpemsi pactBopuMocth FEO B TBepmom pactBope Zr(U)O, 3adukcupoBaHa He OblLia U3 3a
MAaJIOTo pasMepa 3aKpucTauin3oBanHo# (assl (puc. 13, Touka P2).

[TpumepHBIil cocTaB TPOHHON 3BTEKTUKU cooTBeTCTBYeT ~7 M0OI.% UO,, 5 Mon.% ZrO; u 88
moi1.% FeO (21.4 macc.% UO,, 6.9 macc.% ZrO, u 71.7 macc.% FeO), uto xoporio coriacyercs ¢
MPOTHOCTHYECKUMU OLICHKAMU TOJIOKEHHUS 30HBI TPOMHOW 3BTEKTHKU (cM. puc. 12, obmacts SQ2).
Hecmorpst Ha »3TO, cama o00macTh 3aKpHCTAUIM30BAHHOW TPOWHON 9SBTEKTHUKM OKasajach
HEIOCTaTOYHO OOIIMPHOM JJIs1 KOPPEKTHOTO aHAIIM3a.
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Puc. 10. Muxkpodotorpadpuu 1, 2, 3 u 4 o6aacreii ciimtka CORD25
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Ne uo, ZrOs FeO
macc.% | 11.81 6.2 81.99
M011.% 3.54 4.07 92.39

macc.% | 21.38 6.89 71.73

M01.% 6.98 4.93 88.08

macc.% | 49.08 12.94 37.98

mMon.% | 22.29 12.88 64.83

macc.% - 0.68 99.32
M011.% - 0.4 99.6
macc.% | 84.58 9.65 5.77

Moin.% | 66.37 16.60 17.03

macc.% 0.95 3.15 95.90

Mo11.% 0.23 1.97 97.81

Puc. 12. Muxkpodororpadun oé1actu 8 (30Ha TpoiiHoii 3BTekTHKH) ciauTka CORD25.
Jlanuble EDX-anannza
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Ne uo, ZrOs FeO
macc.%| 12.07 5.69 | 82.24
M01.% 3.62 3.74 | 92.65
macc.%| 92.08 4.86 3.06
moin.% | 80.62 9.33 | 10.05
macc.%| 29.71 47.14 | 23.15
mon.% | 13.50 46.95 | 39.55

Puc. 13. Muxkpodororpadun odactu 9 (30Ha TpoiiHoii 3BTekTHKH) ciautka CORD25.
Jlanubie EDX ananunza

Ne Fe
P1 macc.%| 100
M011.% 100

Puc. 14. Muxkpodotorpadpuu odjactu 10 cimrka CORD25. lannsie EDX-ananu3za
CORD27
CocTaB UCXOJHOMW 3arpy3KH THUTJIS BBIOpaH OJIM3KO K paCUeTHOM IBTEKTHYCCKOW 00JIACTH, UTO

MOITBEPXKTACTCS XapaKTepoOM KpucTautn3anuu ciautka. Ha puc. 15 npeacrasien anmumd cimTka
n3 onbsita CORD27 ¢ BeLIEIEHHBIMA 00IACTIMU UCCIIEI0OBAHNS.

I 1cm I

Puc. 15. Bua remniiera CORD27 ¢ BeIge/IeHHBIMH 00,1aCTAMM UCCIeI0BAHUSA
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Ha puc. 16-22 npencraBieHsl MUKpodoTorpaduu MEepeHYMEPOBAaHHBIX 00JIACTEH, a Takke
pesynbTaTel EDX ananmsza.

Ne U Zr Fe ©)
SQ1 | macc.% | 45.67 | - | 27.10 | 27.23
M01.% | 8.06 - 12040 | 71.54
P1 | macc.% - - 1 60.51 | 39.49
M071.% - - | 30.51 | 69.49

Puc. 16. Muxkpodotorpadguu odjactu 1 remmiaera CORD27. lannbie EDX-ananuza

2
Puc. 17. Muxkpodotorpadguu odjactu 2 temmiiera CORD27
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Puc. 18. Muxkpodotorpadguu odjactu 3 remmiaera CORD27. lannbie EDX-ananuza

No U Zr Fe ©)
SQ1 | macc.% | 44.65 | 1.34 | 23.57 | 30.44
moin.% | 7.42 | 058 | 16.70 | 75.29
SQ2 | macc.% | 47.97 | 1.27 | 24.99 | 25.78
mon.% | 8.86 | 0.61 | 19.68 | 70.85
Ne U Zr Fe ®)
SQ1 | macc.% | 46.38 | 1.25 | 24.01 | 28.37
moin.% | 8.08 | 0.57| 17.83 | 73.53
SQ2 | macc.% | 46.48 | 1.30 | 24.33 | 27.89
moin.% | 818 | 0.60| 18.24 | 72.98
P1 macc.% | 24.01 | 1.09 | 48.01 | 26.89
moin.% | 3.80 | 0.45| 3240 | 63.35
PO macc.% | 58.63 | 5.38 | 11.58 | 24.42
moin.% | 12.08 | 2.89 | 10.17 | 74.86
P3 macc.% | 13.61 | 1.43 | 52.92 | 32.04
moin.% | 1.89 | 0.52 | 31.34 | 66.25
P4 macc.% | 72.17 | 0.32| 0.56 | 26.96
moin.% | 15.15|0.18| 050 | 84.18
P5 macc.% | 60.73 | 3.11 | 11.21 | 24.95
moin.% | 1245|166 | 9.79 | 76.09
PG macc.% | 1.53 | 0.62 | 58.04 | 39.37
moin.% | 0.18 | 0.19 | 29.56 | 69.99

Puc. 19. Muxkpodotorpadpuu odjactu 4 temmiiera CORD27. lannbie EDX-ananuza
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Ne U Zr Fe O
SQ1 | macc.% | 42.60 | 1.04 | 23.89 | 31.44
moin.% | 6.90 | 0.44 | 16.50 | 75.78
G(Q;l)
Puc. 21. Muxkpodotorpadguu odjactu 6 Temmiaera CORD27. lannbie EDX-ananuza
Ne U Zr Fe O
SQ1 | macc.% | 49.17 | 1.09 | 24.47 | 25.26
mon% | 924 | 054 | 19.6 | 70.62
SQ2 | macc.% | 50.49 | 1.23 | 24.55 | 23.83
moi% | 9385 | 0.63 | 20.33 | 69.19
- macc.% | 60.57 | 3.74 | 11.32 | 24.37
mon.% | 1259 | 2,03 | 10.03 | 75.35

7-2(SQ1) 7-2-1(SQ2)

Puc. 22. Muxkpodotorpadguu odjactu 7 temmiaera CORD27. lannbie EDX-ananuza

XapakTep MHUKPOCTPYKTYPbI 30H 3-7 CBHICTEIBCTBYET OO0 3BTEKTHYECKOM XapakTepe
KpUCTA/LTU3auK ¢ha3. ITO MOATBEPIKAAETCS OIM30CTHIO BAJIOBBIX COCTABOB 30H (puc. 18, mrommaau

SQ1, SQ2; puc. 19, mromaaun SQ1, SQ2; puc. 22, mmomaau SQ1, SQ2).
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Ha ocnoBanum nannbix EDX ananmusza tpemst ¢azamu, (QopMHUPYIOIIMMH yKa3aHHYIO
MUKPOCTPYKTYpY, SBJISIOTCS cepas, Oenas W d4epHas ¢as3bl (M0 KOHTpAcTy HM300paKeHHH Ha
ANEKTPOHHBIX MUKPO(POTOrpadusx).

Cepas ¢a3a, ananusupoBanHas B Touke P5 (puc. 19) u B Touke P1l (puc. 22) umeeT BbicOKOE
COJIepXKaHWE ypaHa, Keje3a W KHUCIOopoJa W HeOosblnoe kojaudecTBO Zr. CocTaB TO3BOJSIET
npearnoaraTh 00pa3oBaHHe TBEPAOTo pacTBopa Ha ocHoBe coenuHenus UFeO,, xotopoe ObuIO
obHapyxeHo paHee B padorax [18,19]. Teepasiii pactBop U(Zr)FeO, HabmogaeTcst B BUIE 3€pEH C
XapaKTepUCTHUECKUM pazmepoM okoJio 30-50 MKM BO BHEIBTEKTHYICCKOUW 00JIACTH KPUCTATUTH3AINH
(puc 19, obGmacte 4-2, Touka P5; puc. 22, ob6macte 7-1, Touka Pl) m B Buae Ooiee
MEJIKOJIUCIIEPCHBIX 3epeH — pasMepoM 0 10 MkM, B 00JIACTH IBTEKTUYECKOW KPUCTAILTM3AI[UH
pacriaBa (puc 19, oomacts 4-1-1, Touka P2).

benas dasza mpeacrasisier co0oit TBEpABIA PACTBOP OKCHIOB IUPKOHUS M YKEJe3a Ha OCHOBE
okcumoB ypana (puc. 19, touka P4). IlpemenbHas pacTBOPUMOCTH OKCHIA JKejie3a B TBEPIOM
pactBope UO2.x(ZrO,,FeOy) B cybcommmycHoi obiactu onpeneneHa kak 3.2 moi. % (B mepecuere
Ha FeO, 5 puc. 19, Touka P4).

Yepnas ¢aza sisercst okcuaoM xenesa (puc. 19, Touku P6).

Jlig cTpykTypHOU HaeHTUGUKauu (a3 ObUT UCTIONIB30BAaH METOJI PEHTTeHO(a30BOro aHaIu3a
(PDA). C nenbro ananusa O0buta 0ToOpana mpoba u3 obaactu 7 (puc. 15). POA mokasan Hajnuuue He
Tpex, a deTbipex ¢a3: 1) na ocHoBe a-FeOs, 2) Ha ocHoBe okcuma UsOg (o Bcelr BEpOSITHOCTH
tBepabiit pactBop UzOg(ZrO,,Fe;03)); 3) Ha ocHoBe okcuma UsOy (1o Beeit BEpOSATHOCTH TBEPIbIi
pactBop U3O7(ZrO;,Fe;03))u 4) na ocHoBe UFeO, (mo Bceit BEpOSTHOCTH TBEPABIH pPacTBOP
U(Zr)FeO,) (puc. 23). Tocneanss $a3za uaeHTHGHUIIMPOBAHA, HECMOTPS HAa HAJIOKEHHE OCHOBHBIX
pediexcor Ha peduiexcs pa3bl Ha ocHOBe okcuna UsOg o pedrekcam Ha yriax 46 u 62 (puc. 23).

o— thasa Ha ccHobe U307 =P — 154

v— tdaza Ha ocHOBE TaOrmrenbl_ o 074
w— Dasa Ha ocHobe Fe(Q,F™Fm eI _ 39 20(
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Puc. 23. IndpakrorpaMma npoodbl U3 IBTEKTHYECKOI 00J1aCTH CJIMTKA (CuKa-m.ﬂyquue)
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OOpa3zoBanne OOJIBIIIOTO  KOJIMYECTBA TBEPIOTO pactBopa Ha ocHoBe UzO; —
HuskoTemreparypHoid u meaee yem UzOg HachlleHHOM KucImopoaoM ¢assl (puc. 23), BeposTHEE
BCETO CBSI3aHO C PA3JIOKEHUEM B TBEpAOH (aze AeeKTHOTO Mo KHCIOPOIY U JKeJe3y TBEPIOro
pactBopa Ha ocHoBe coeaunenus U(Zr)FeO, mo Fe,Os u tBepmoro pactBopa Ha ocHoBe U3zOy.
JlaHHOE TIPEeNNoJI0KEeHHE TIOMUMO BBICOKOTO conepxanus (aspl Ha ocHoBe U3O; mo3Bomser
OOBSICHATH HEOOJBIIOE OTHOCHUTEIHHO TIOJI0KEHUS UCCIEAYEeMOTr0 COCTaBa B KOHIEHTPAIMOHHOM
tpeyroipauke Fe,03-UFe0,s-UO; conepkanne UFeO,. B moib3y 3TOro mpeanoioskeHus TOBOPST
takke 1 SEM u3o0pakeHust 3epeH TBepAoro pactsopa Ha ocHoBe coemuHenus UFeO, (puc. 19,
o6sactpb 4-2). M0OKHO 3aMETHTh [0 TPAHHIIAM 3epeH U BHYTPH 3epHa Oelibie U YepPHbBIC BBIJCICHUS,
MOTYIIHE OBITh PE3YJIbTATOM €TO Pa3JI0KEHUS.

B kagectBe pemapku orMeTnM otcyrcTBre ZrO, B HIKHEH 30He Temiuieta (puc. 15, o6nacthb
1), KoTOpOe CBSI3aHO C MPOIEIYPOil IKCIIEPUMEHTa: B Havale IUIaBKK Obuia chOpMUpOBAHA BaHHA
u3 UO; 24 1 F&,03 (puc. 16, obmacte SQ1), a 3atem B Hee Ob1 BBesieH ZrOs.

CORD31

Ha puc. 24 npencrapien anmumng ciautka u3 onbita CORD31 ¢ BbIIeICHHBIMU 00JIACTAMU
uccnenoBanus. Ha puc. 25-33 npencraBiieHsl MUKpO(GOTOTpaguu BHIICICHHBIX YYaCTKOB.

Cnemyer OTMeTHTh, 4TO, B oTimume oOT dkcnepumenra CORD25, 3mech HauuHaer
BBIKPHCTAJITM30BEIBATECS Ha JTHE BaHHBI TyroruiaBkas (aza TBepmoro pactBopa Ha ocHoBe UO;
(puc. 27, obnactp 3). OTO CBUACTEIBCTBYET O TOM, YTO (PUTypaTUBHAS TOYKA CHCTEMbI HAXOIUTCS B
00TacTH TEPBUYHOW KPUCTAJUIM3ALMKM TBepaoro pactBopa Ha ocHoBe UO;. Bo Bcex ocranbHBIX
MCCIICIOBAaHHBIX O0JIACTSX TeMIUIeTa 3aUKCHPOBAHA SBTEKTHYECKAs CTPYKTYpa, YTO TOBOPHUT O
OM30CTH cocTaBa K TpOoWHOU »BTekTHKe. Hanbosiee oOmMpHBIE 30HBI KPUCTAUIU3ALMUA TPOHHON
IBTCKTHKH ObLIM OOHApy:KeHbI B oOsacTsx temiuieta 1 u 5 (puc. 24), pacnosoKeHHbIX B 00JaCTH
yCaJl0YHOM pPaKOBUHBI CIUTKA. TpyaHO paznuuuMblii (a3oBbIH KOHTPACT COCYIIECTBYIOIIMX
TBepABIX pacTBopoB Ha ocHoBe UQ,, ¢ omHO¥ cTopoHBI,  Ha ocHOBe ZrOy, ¢ Ipyroi, — cosmat
OTIpe/IeICHHBIC TPYTHOCTH B X HICHTU(DUKAIIUH.

Kak u B cnydae skcriepumenta CORD25, 6puta oOHapyxena pactBopumocts FeO B o6omnx
TUMAax TBepIbIX pacTBOpoB. [lepBbiit — Ha ocHOBe UO,(ZrO,,FeO) (puc.28, touku Pl, P2, P3),
Bropoit — Ha ocHoBe ZrOx(UO,FeO) (puc. 25, Touku P5 u P6). Ilpexen pactBopuMOCTH UIst
MIEPBOTO TBEPJIOTO pacTBopa cooTBeTcTBYeT 8+2 Moi.% FeO. Jlns BToporo TBEpJOro pacTBopa M3-
3a Majoro pasmepa 3epeH IOCTOBEPHO OIPENENUTh MpeAes PacTBOPUMOCTH HE IMPEICTABISETCS
BO3MOJKHBIM, OJIHAKO MOXKHO oleHuTh ero kak ~20 moin.% FeO. B cBa3u ¢ ocobGeHHOCTAMU
KpucTaimu3anuu tBepaoro pactsopa B cucteme UOp-FeO moxHO mpenmonaraTs, 4TO Mpemeln
pacTBOpHMOCTH TBeporo pactBopa Ha ocHoBe UO; 3a cuer ero pacmaga Ha U(Zr)O, u FeO moxer
OBITh 3HAYUTEIHHO BHIIIIE.

YTOUHEHHBIA COCTaB TPOWHOH IBTEKTUKU — 3.6 Mo.% UO,, 4.9 Mm01.% ZrO, u 91.5 mon.%
FeO (11.8 macc.% UO,, 7.4 macc.% ZrO, u 80.8 macc.% FeO) (puc. 28, odnacts SQ1) — xoporio
COTJIACYeTCsl C MPOTHOCTUYECKUMH OLICHKAMH TIOJIOKEHHUSI 30HbI TPOMHOMN 3BTeKTHKH (pHC. 3).

JlanHble, TIOJYYeHHBICE TIPH HUCCIACAOBAHWU OOJACTH TPOWHOM HBTEKTHKHM  CIIMTKA
skciepumenta CORD-25, nemoHcTpupyroT HeOombimoe 3aBbimieHue koHneHTpammu UO; 1o
cpaBHeHHIO ¢ jJaHHbIMHU dKkcnepuMeHTa CORD-31. CBsi3aHO 3TO C TeM, YTO MPH aHAIHM3E 30HBI
TpOWHOW 53BTEeKTUKU ciuTka 3KcrepuMmernTa CORD-25 Obimn 3axBadeHBl KPYIHBIE KPHCTAJLTIBI
tBepaoro pactBopa Ha ocHoBe UO,(ZrO,,Fe0) (puc. 12, obmacts 8-1, miormans SQ2).
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Puc. 24. Bua remmiiera CORD31 ¢ BeIgeIeHHBIMH 00,1aCTAMM UCCIe0BAHUSA

Ne Uo, | ZrO, | FeO
s01 macc.% | 13.04 | 7.22 | 79.74
moir.% | 3.97 |4.82 |91.22
SQ2 macc.% | 11.57 | 7.04 | 81.4
moir.% | 3.47 | 4.63 | 91.89
s03 macc.% | 10.61 | 8.1 81.29
moir.% | 3.18 | 532 | 9151
S04 macc.% | 13.00 | 6.50 | 80.50
moir.% | 3.94 | 432 |91.74
macc.% | 49.89 | 6.04 | 44.07

Pl M01.% | 21.81|579 | 724
Po Macc.% | 21.6 | 29.67 | 48.73
Mo1.% | 801 |24.1 | 67.89
macc.% | - - 100
P3 Moir.% | - - 100
P4 macc.% | 91.09 | 5.32 | 3.58
M0i1.% | 78.37 | 10.04 | 11.59
p5 macc.% | 40.25 | 49.71 | 10.04
Mo0i1.% | 21.53 | 58.27 | 20.19
PG macc.% | 38.10 | 50.70 | 11.20

moi1.% | 19.92 | 58.08 | 22.00

208

Puc. 25. Muxkpodotorpadus odaacru 1 remmiaera CORD31. lannbie EDX-ananu3za
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Ne Uuo, | ZrO, | FeO
SQ1 | macc.% | 12.36 | 7.21 | 80.43
moir.% | 3.74 | 4.78 | 91.48
SQ2 | macc.% | 81 | 851 | 834
moir.% | 2.38 | 548 | 92.14

2(SQ) 2-1(SQ2)

Puc. 26. Muxkpodotorpadus odaacru 2 remmiaera CORD31. lannbie EDX-ananu3za

Puc. 27. Muxkpodotorpadguu odjacreii 3 u 4 remmiaera CORD31
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Ne Uuo, | ZrO, | FeO
SQ1 | macc.% | 11.79 | 7.38 | 80.83
moir.% | 355 | 4.88 | 91.57
P1 | macc.% | 87.82 | 10.11 | 2.07
moir.% | 74.58 | 18.82 | 6.61
P2 | macc.% | 90.69 | 6.77 | 2.54
moir.% | 78.81 | 12.89 | 8.30
P3 | macc.% | 88.65| 7.82 | 3.53
moir.% | 74.47 | 14.40 | 11.14

Ne uo, | ZrO, FeO
SQ1 | macc.% | 13.85| 6.55 | 79.60
moir.% | 4.23 | 4.38 | 91.39

6(SQ)

Puc. 29. Muxkpodotorpadus odaacru 6 remmiaera CORD31. lannbie EDX-ananu3za
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Ne uo, | ZrO, FeO

SQ1 macc.% | 15.19 | 7.27 | 77.54

mMon.% | 471 | 494 | 90.35

Puc. 31. Muxkpodotorpadus odaacru 8 remmiaera CORD31

3.4. QugbgpepeHyuanbHO-mepmMuYeckull aHanu3

AHanu3 TOPOIIKOOOpa3HbIX (PparMeHTOB, MOATOTOBJICHHBIX M3 OO0JNacTel KpPUCTAILIU3AIUN
TPOUHBIX IBTEKTHK, MpoBoawin Ha aHamuszatope SETSYS Evolution-2400 (puc. 32), koTopbIit
MO3BOJISIET M3Y4aTh TEPMHUUECKOE IMOBEACHUE BEIIECTB B IIMPOKOM TEMIEPaTypHOM HHTEpBAJIEC — OT
196 mo 2400°C. [TorpenrHoCTh onpeAeeHUsT TeMIepaTypsl (a30BBIX MEPEX00B JAHHOTO MPUOOpa
cocranisier £5°C.

l"azonenponnaemasi 3KCIiepUMEHTaNbHAS sueiika mo3BoJisieT moiydats kpuBblie [ICK, [TA,
Tr-JICK u TI-JITA kak B Bakyyme, Tak W B pa3iu4Hoil armochepe (BO3ayX, aproH, reiui,
YIJIEKUCIIBIN Ta3), YTO HEOOXOMMO MPU MCCIICAOBAHUU CHUCTEM, COJEPKAIIMX DJICMEHTHI, CTCIICHb
OKHCIICHHSI KOTOPBIX 3aBUCUT OT MapIHATBHOTO JIABJICHUS KUCIOPO/IA.

[Tporpammuoe obecnieuenne SETSOFT mo3Bossier ympaBisiTh MPUOOPOM U TIPOU3BOIUTH COOP
JTAHHBIX B UX 00paboTKYy.
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w— amier gas

=== Fyrnace proteclive gas
w11 %1 lArY Qa5

P 1R

Puc. 32. Buemnuii Bug npuéopa SETSY S Evolution-2400

Temmneparypy conmayca (B HalleM Ciydae TEMIIEPaTypy TPOWHOM SBTEKTHKH) OMPEIACIISIIN
0 Havyary SHAOTepMHUYecKoro 3¢ @dexkTa mpu HarpeBe obpasma U Mo Hadaly HK30TEPMHYECKOTO
s dekTa mpu OXIAKIACHUH 00pasia. Pa3nuuns B 3HAYCHUAX TeMIIepaTyp COJIMIyca Ha Harpese u
Inpru OXJIAXKIACHHUH CBA3aHblI C BO3MOXXHBIM B3aHMOH€ﬁCTBH€M o6pa3ua C MarcpuajioM THIJIA,
03TOMY 0OJiee TOCTOBEPHBIM CIIEYET CUNTATh 3HAYCHHUE, IOJIyYeHHOE TIPU HarpeBe o0pasia.

CORD25

Ha puc. 33-35 npencrasnensl kpuBbie DTA o6pasna CORD25. Tlpo6a ans ananu3a Obuia
BBIKOJIOTA U3 30HBI 7 (puc. 9, 11).
VYcioBus MpoBEleHUsT aHalU3a: Macca npoObl» 9Mr; ra3 HOCHTENh — TeNHil; pacxoj rasa
HocuTenst — 4wu/mun; Tan tepmomnapel — B (Pt-30%Rh vs. Pt - 6% Rh); cxopocts HarpeBa—
5°C/mun. Matepuan turis —Al,Os,
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Puc. 35. Tepmorpamma npoost CORD 25 — yBernuennblii ¢pparment 11 (mpu HarpeBanum)

W3 puc. 33 BumHO, uto B wuHTEpBanax Temmeparyp 1321-1334°C u 1366-1393°C
HaOMIOJAIOTCS  JBa UYETKO BBIPAXEHHBIX JSHAoTepMuueckux d¢dekra. IlepBoiit  sddexr
COOTBETCTBYET COJIUAYCY TPOWHOM CHUCTEMBI, B JAHHOM CIy4ae TPOMHOW HSBTEKTHUKE, BTOPON —
JTUKBUAYCY oOpaslia JaHHOTO coctaBa. Hamuuume nByx 3(¢deKToB CBUACTEIBCTBYET O TOM, UYTO
cocTaB 00pasiia He TOYHO COOTBETCTBYET COCTaBY TpoiHOMU 3BTekTHKH cucTemMbl UO,-ZrO,-FeO.

Jlnst onpesiesieHus: TeMieparypbl Hadana 3¢gdekros Obuia BeiOpaHa 0a3zoBas nuHus «linear
from first to last point», 3atem npoBencHBI KacaTelbHbIC JHHUM K OOKOBBIM CTOPOHaM IHKa.
[lepeceuenne kacaTeslbHON JIMHUM, IPOBEJEHHOM K BeTBU KpuBOM 3¢ dekra, ¢ 06a30BOi nano B
nepBoMm citydae Temmeparypy 1321°C  (Ts), BTOpO# MUK HAa JHHMHM HarpeBa COOTBETCTBYET
temmeparype JukBuyc 1393°C (Tiig).

CORD27

Ha puc. 36 u 37 npexncrasiensl kpusbie DTA o6pazna CORD27. [Ipo6a mis ananmsa Obuia
BBIKOJIOTA U3 30HBI 6 (puc. 15, 21).

YcioBust TIpoBeleHHS aHaim3a: macca npoOs»10 Mr; ra3 HOCHUTENh — BO3JYX; THII
tepmonapbl — B (Pt-30%Rh vs. Pt - 6% Rh); ckopocts HarpeBa—5"C/mun. Matepuan turist —Al,O3,
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Puc. 37. Tepmorpamma npoost CORD 27 — yBennnuennblii pparment I (Ha Harpese)

Hammune Ha Tepmorpamme obpazna CORDZ27 Tonbko ogHOTO 3HA0TEpMUYEcKoTo 3ddekra
(puc. 36) cBHIETENLCTBYET O TOM, YTO MPOOA COOTBETCTBYET IBTEKTHYECKOMY COCTABY CHCTCMBI
UQO24x-ZrO,-FeOy st Bo3mymHOM aTMOChepsl.

[To nmepeceveHuo KacaTelbHOM JIMHUK K OOKOBO# BeTBH 3ddekra ¢ 6azoBoii («linear from
first to last point») Obuta ompeneneHa TeMIepaTypa TPOWHOM 3BTEKTHKH, KOTOpas COCTaBHJIA
1339°C.

CORD-31

Ha puc. 38 u 39 npencrasnens kpusbie DTA o6pazma CORD3L.
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VYcnoBus NMpOBEICHUST aHaIM3a: Macca mpoOb»7mr; ['a3 HocuTenb - Tenuil; pacxoj rasa
HOCHTENIST — AMII/MHUH; CKOpocTh Harpesa-5°C/vum; Trn TepMonapsi - B (Pt-30%Rh vs. Pt - 6% Rh).
Marepuan turis —Al;Os,

10
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Puc. 38. Tepmorpamma npoos1 CORD-31
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Puc. 39. Tepmorpamma npoost CORD 31 — yBentnuennblii pparment I (Ha Harpese)

SEM/EDX ananu3 ciautka skcnepumedta CORD-31 He mokaszan o0iacteil, 3HAYMTEIHHO
OTIIMYAIOIINXCA 10 COCTABY OT 3BTCKTHUYCCKOTIO. CnenyeT O6paTI/ITB BHUMAHHEC Ha TO, YTO IMHK IIPU
HarpeBe oOpaslia MPeJCTaBISICT M3 ce0s J[Ba HAJOXKCHHBIX IPYr Ha Jpyra 3HIOTCPMUUYCCKUX
s¢dekTa, BTopoil U3 KOTOPbIX BEPOSITHEE BCETO SBISETCS JINKBUIYCOM.

[To mepeceyeHuio KacaTeabHOW JTUHUM K BETBU KpUBOW Tepmodddekrra ¢ 6a3oBo ObLia
ompejiesieHa TeMIeparypa coyimayca (TpoiHO# 3BTEKTHKH), KOTopas cocraBmia 1318°C.
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4. O6cyxaeHne pe3ynbTaToB

DKCIepuMEeHTHI, TIpoBezicHHbIe B nHepTHO# atMochepe (CORD-25, CORD-31), no3Boauiu
OTIPEJICITUTh COCTaB U TEMIIEpaTypy TpoHOU 3BTeKTHKHU B cucteMe UO,-ZrO,-FeO, a Taxke cocta
kpuctauusyomuxcs $as. [lomyuennsie manabie 0000mensl Ha puc. 40. Kak BuIHO, cocTaB
TPOMHOM 3BTEKTUKM OKazajcs OJIM30K K IMporHosupyeMomy. Touka TpOWHON 3BTEKTUKH JISKHUT B
YaCTHOM TPEYroJbHUKE, OO0pa30BaHHOM 3aKpHCTAJUIM30BaHHBIMH B cucteme ¢azamu FeO u
TBepabiMu pacTBopamu Ha ocHoBe UOL(ZrO,,Fe0) u Ha ocroBe ZrOy(UO,,FeO) (puc. 25, touku P4
u P5, a ee Temmeparypa HUXe TeMIepaTypbl ABOWHBIX 9BTeKTHK B cuctemax UO,-FeO u ZrO,-FeO
[7,14]. To u npyroe noATBEPKAACT JOCTOBEPHOCTD MOJIYYCHHBIX PE3yIbTaTOB.

uo,
90 3arpy3ka o
TpoliHas 3BTEKTHKA @
92 1st_phase +
2nd_phase
94 / ; ° 3rd_phase »
IIporuos
uo,
S VAVAVAYA 1318
1335 NC_SY 10
98 Y, 90
S 20
Yo" 30
FO 2 4 6 8 107 zro 40
60
Mmoi. % 50 S0
60
40
70

. )
S

7 4 2 1
FeO 90 80 0 60 50 0 30 0 OZ r 02
moi1. %

90
10

Puc. 40. KonneHTpanuoHublii TpeyrobHuK cucreMbl UO2-ZrO,-FeO C HaHeceHHbIMH
IKCNePUMEHTAIBLHBIME ToukaMu (3kcniepumenTbl CORD-25, CORD-31)

AHanmu3 pe3yinbTaTOB 3KCIepuMeHTa, mpoBeacHHoro Ha Bosayxe (CORD-27), mo3Boswit
onpenenuth (azoBbiii (UsOg(ZrOy,Fex0s), UsOA(ZrO,,Fe0s3), FeOs u U(Zr)FeO4) u Banosslit
coctaB (32 mMoi.% UOuy, 2.1 Mon.% ZrO; u 65.9 mon.% FeOis) 3BTekTHYECKUX CTPYKTYp. B
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MacCCOBBIX TPOIeHTax 3TOT coctaB Oyner: 61.04 macc.% UOo.y, 1.74 macc.% ZrO, u 37.22 mace.%
F6203.

JATA mo3BoviI ONPEACNIUTh TEMIIEPATYpy COJIMAYCA ITUX CTPYKTYp, KOTOpas OKa3ajaach
paBHoit 1339°C. CormocTtaBisisi 3TO 3HAYEHHE C DBTEKTUYECKUMHU TeMIepaTypaMu OHHApPHBIX
9BTeKTHK UOz:-FEOy u ZrO,-FeOy, paBubiMu coorBercTBeHHO 1349 m 1525°C [3, 4], MmsI
KOHCTaTHPYEM, YTO TOJIy4CHHOE 3HAUCHHE SBJIACTCS MUHUMAJIBHBIM M3 HCCIICIOBAHHBIX.

3HAUUTENbHBIM apPryMEHTOM SIBJIIETCS TO OOCTOSITENIbCTBO, YTO HCCIEAYEeMbIl cOCTaB
MPUXOJUTCS Ha JIMHHUIO TiepecedeHus moBepxHocTed ymkBuayca B cucteMe UOo:-ZrOx-FexOs,
MOKa3aHHYIO B POTHOCTHYECKOH nuarpamme (puc. 4).

VYka3zanHbiee (AKTBl CBUACTEIBCTBYIOT B TOJIB3Y TOro, 4Tto cocTaB 32 Mo.% UQOp.y; 2.1
Mo.% ZrO; m 659 momr% FeO;s COOTBEeTCTBYyeT TPOWHOW OBTEKTUKE C TEMIIEpaTypoOu
kpuctam3amun - 1339°C.  [lomyuyennble manHbie  0000meHsl Ha puc. 41, W3 1pex
[POAHAIN3UPOBAHHBIX 3BTEKTHUCCKUX 30H HanOoJiee MPEACTABUTEIILHON SIBIISICTCSI CTPYKTYpa PHC.

22, SQ2.

OTHOCHTENTBHO ~ COCTAaBOB  IPENENbHBIX  TBepAbIXx pactBopoB  UzO7(ZrO,FeQy) n
U30g(ZrO,,Fe0y), BXOSIIHMX B 3BTEKTUKY, 3AMETHM, YTO OIIPEICICHHOE 3aKII0YCHIE MOXKET OBITh
CHIeIaHO OTHOCHTEJIBHO JIMIIb OAHOTO M3 HHUX. [Ipr4rHO# 3TOTO SBIISETCS TO OOCTOSATENHCTBO, YTO
pasjiejeHne 3THX JABYX TBEPAbIX pacTBOpPOB HeBO3MOxHO SEM/EDX MetomoM 1o mnpuunHe
HEYJIOBUMOTO KOHTpacTa Mexay 3TuMu (azamu.. ColepkaHue OKCHAA jKele3a B OJHOM U3 ITHX
TBEPJIbIX pacTBOPOB - 3.2 Mot % (B mepecuere Ha FEO; 5 puc. 19, Touka P4).

Jarpysea

TpoHHad SBTEKTHEA
U024 (Zr0g, FeCy) 53
TZrFela
Fealis

> % + ® O

Fer, ' 101929 Zr0;

MO, %o

7

B0,

y T } - - s
70 al a0 40 30 20
MO %

Puc. 41. KonnenrpanuoHHblii TpeyrojbHuk cucreMbl UO24,-ZrO,-FeOy C HaHeceHHBIMHU
IKCNEPUMEHTAIBLHBIME ToukaMu (3kcniepument CORD-27)

February, 2005 ISTC PROJECT-1950.2 CORPHAD



38

5. 3akn4yeHue

o

OmnpeneneHbl cocTaB U Temmeparypa 3BTekTuku B cucreme UO, — ZrO, —FeO B
WHEpTHOU aTMocdepe, coorBercTBytomue 3.6 Mon.% UO,, 4.9 mon.% ZrO; u 91.5
moi1.% FeO (11.8 macc.% UO;, 7.4 macc.% ZrO; u 80.8 macc.% FeO) u 1318+5°C.

B aroii cucteme ompenenena npenenbHas pactBopumocth FeO B (ase Ha ocHOBe
UO,(ZrO,,Fe0), paBaas 8+2 mom.% (2.5+1 macc.%) FeO. [lis tBepmoro pactBopa
Ha ocHoBe ZrO(UO,,FeO) mpenen pacrBopumoctn FEO mMoxHO orieHHTh Kak ~20
Moi.% FeO. Cnemyer OTMETHTH, YTO B CBSI3M C OCOOCHHOCTSMH KPHUCTAILIH3AIIUN
JAHHOW CHCTEMBI BO3MOYKHO 3aHWKEHHE Tpenena pactBopumoctu FeO, ocoOeHHO B
TBEPJIOM PacTBOPE Ha OCHOBE TMOKCH/IA YpaHa.

Omnpenenenbl coctaB U Temrepartypa 3BTeKTHKH B cucteMe UOz—ZrO, —FeO; 5 B
Bo3ymHOM atmocdepe, coorBercTByromme 32 Moin.% UOzy, 2.1 Mon.% ZrO; u
65.9 Mo11.% FeO; 5 (61.04 macc.% UOy4y, 1.74 macc.% ZrO; u 37.22 mace.% Fe,03)
n 1339+5°C.

Ompenenena  mpenenpHast — pactBopuMocte FeOy B TBepmoM  pacTtBope
UO2:x(ZrO,,FeQy) pasnas 3.2+0.8 mon.% FeOy

CJ'IG)Iy@T OTMETUTL CYIICCTBCHHOC HM3MCHCHHC OBTCKTHYCCKOI'O COCTaBa H
TEMIICpATypPbl, a TaKKe HpGHGJ’IBHOI\/'I pacTBOPUMOCTH OKCHAOB IKCJI€3a IIpU
HU3MCHCHUHU KHUCJIOPOAHOI'O IMOTCHIHMAJIA B paCCManI/IBaeMOI\/’I CUCTEME OKCHUJIOB.

February, 2005

ISTC PROJECT-1950.2 CORPHAD



39

Cnucok ucnonb3yemMon nurtepaTtypbl

1. New Experiments on the Interaction of ZrO, Material with Corium Melts and Phase Diagram
Pointsin UO,-Based Systems. CIT Project Report, Corium Interactions and Thermochemistry,
In-Vessel Cluster, INV - CIT(99)-P037, December 1999.

2. Phasediagrams for multicomponent systems containing corium and products of its interaction
with NPP materials (CORPHAD) ISTC Project 1950.2. Work Plan, 2003.

3.  TopomoB H.A. u np. [AnarpaMmbl COCTOSIHHSI CHCTEM TYrOIIABKHUX OKCHIOB, T. 5, ctp. 289
(cucrema Fes0,—UO,.x — Bo3aymHas cpeaa - nepsorcrounuk Riley B. // Trans. Amer. Nucl.
Soc., V.12, P. 543-544, 1969).

4. TopomnoB H.A. u ap. [luarpammbl COCTOSIHUSI CHJIMKATHBIX cucteM. CrnpaBo4yHMK. Belimyck
MIEPBBIH, IBOMHBIC CUCTEMBI, H3JIaHKE BTOPOE, AOMOJIHEHHOE, cTp. 468. (cuctema Fes0,—ZrO,
— BO3ayIIHas cpema - nepBouctounuk Jones T.S., Sh.Kimura, A.Muan. // Journ. Amer.
Ceram. Soc., 50, Ne3, 137, 1967).

5. Topomo H.A. u ap. JluarpaMmbl COCTOSIHUS CHJIMKaTHBIX cucteM. CrnpaBo4HMK. Beimyck
TIEPBBIN, JBOMHBIC CHCTEMBI, 3JIaHUE BTOPOE, AOIOJIHEHHOE, CTp. 669-672.

6. S.\V.Bechta, V.B.Khabensky, E.V.Krushinov, S.A.Vitol, D.B.Lopukh, A.Yu.Petchenkov,
A.P.Martinov, 1.V.Kulagin, “Investigations of interaction of corium with zirconium dioxide
concrete”, Proc. of Applied Research Workshop “Safety Issues of NPP with WWER”,
September 12-14, 2000, St. Petersburg.

7. Investigation of binary oxidic systems. System UO,-FeO. ISTC PROJECT Ne 1950.2. Annual
progress report. First year, 2004.

8. ®emopoB A.A. HoBble MeTOIBl aHAIM3a METAUIMYECKUX TOPOIIKOB M IIIAKOB. M.:
Meramnyprus, 1972.

9.  Ckyr /., Yacr J.. OcHoBbl aHasuTHaeckoid xumuu. T.1,2. M.: Mup, 1979.
10. Mapxkos B.K. u ap. Ypan. Meroas! ero onpenenenus. M.: Atomusnat, 1964.

11. TOCT 4011-72. Bona nutheBas. MeTOOpl M3MEPEHHUST MACCOBOM KOHIIGHTpPAIMH OOIIEro
Keresa.

12. Cengen E. Komopumerprueckue METO b OTIPEICIICHUS ClieIoB MeTauioB. M.: Mup, 1964.

13. T.M. Horence- Analytical methods in the nuclear fuel cycle/ Vienna: JAEA, 1972. 2. Meto bt

onpenenenus orHomenus O/U B T0CTEXHOMETPUIESCKOM JTHOKCH IE ypaHa. Pagnoxumusi, T.36,
BBIIL3, 1994.

14. Investigation of binary oxidic systems. System ZrO,-FeO. ISTC PROJECT Ne 1950.2.
Annual progress report. First year, 2004.

15. Topomo H.A. u np. JlmarpaMMbl COCTOSIHUSI CHCTEM TYTrOIIABKUX OKCHIOB, TOMD, cTp.289
(cucrema UO,-Fe304-O — BozaymiHas cpena - nepouctounuk Evans W. D. J.,, White J. //
Trans. Brit. Ceram. Soc., V.63, N 12, P. 705-724, 1964).

16. Topomo H.A. u np. JlmarpaMMbl COCTOSIHUSI CHCTEM TYTrOIIABKUX OKCHIOB, TOMD, cTp.289
(cucrema UO,-Fe304-O — BozaymiHas cpena - nepouctounuk Evans W. D. J.,, White J. //
Trans. Brit. Ceram. Soc., V.63, N 12, P. 705-724, 1964).

17. Psa6uukoB J.U., CensiBun M.M. Ananutnueckast xumus ypana. M.: AH CCCP. 1962.

18. JlykwsHoB B.®., CaBun C.B., Hukonsckas 1.B. ®oToMeTprdeckoe onpeiecHue
MUKPOKOJIMYECTB ypaHa ¢ peareHToM apceHaso |11, dKAX., XV, Bbim.3. 1960.

19. Hoekstra, H., Marshall R. // Adv. Chem. Ser., 211, 1967.
20. Tpecpsrckuii C.I'., Kymakosckuit B.11. // Atomuas sueprus. 1960. T.8, Boim. 1, C.56-58.

February, 2005 ISTC PROJECT-1950.2 CORPHAD



