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Bricokue mokazaTennm MexXaHMYeCKMX XapaKTepUCTUK IUCIEPCHO-YIIPOUHeHHBIX okcumamMu (AYO) cra-
Jieit, Mo CpaBHEHUIO C OOBIYHBIMU (DEePPUTHO-MAPTEHCUTHBIMU, TIPEUMYIIIECTBEHHO CBSI3aHbI CO 3HAYM-
TeJIbHBIM KOHLIEHTpauusaMu (~1022 M~3) paBHOMepHO pacrpeneIeHHbIX HAHOPa3MEPHBIX OKCUIHBIX TIpe-
uunuraToB (Y,03 win Y-Ti—O) B IYO matepuanax. Metogamu aTOMHO-30H10Boi1 ToMorpacduu (A3T) B
MOIOOHBIX MaTeprasiaX TakxKe OOHAPYXKMBaIOT HAHOKJIACTEPHI pa3MepaMuy MOPsIKa €NMHUL HAHOMETPOB,
ob6orameHHbie o Y, O u V/Ti (B 3aBUCMMOCTU OT HaYaJIbHON KOMITO3ULIMHU CIJIaBa) C 0ObEMHOI1 TIJIOTHO-
ctbio B ~100 pa3 OoJibliieii, 4eM y OKCUIHBIX ITpeunuTaToB. B pabore nmpoBommiock A3T ucciaemoBanue
JIUCTIEPCHO-YIIpoYHeHHOM oKcunamu ctaim ODS 12Cr, npousBeneHHONH METOIOM TOPOIIKOBOM MeTall-
ayprun B KopeiickoM ucciaenoBatenbcKoM MHCTUTYTe atoMHoil aHeprun (KAERI). JlaHHBIIT MaTepuan
ObLI UcClIeOBaH B UCXOAHOM COCTOSIHUM U Ttocsie obayyeHust voHamu Fe ¢ sHeprueit 75 k3B - Z no dutio-
erca 5 - 10 noH/cM? ipu KOMHATHOIT TeMmepaType. BbUIO MOKA3aHO, YTO 1OciIe 00IyYeHUs TUIOTHOCTh
HAHOKJIACTEPOB He M3MEHWIACh, U OCTajach Ha yposHe ~ 1023 M3, KiacTepbl B MICXOIHOM M OGITy4eHHOM
COCTOSIHUSIX 00OTallleHbl ITpeuMylecTBeHHo atoMamu Y, Ti, u O, B MeHblle creneHu V. Habnonaercs ad-
ekt 0OMeHa aTOMOB KJIaCTEPOB ¢ MaTpulieil moa Bo3aeiicTBrueM obnydyeHusi. KoHLleHTpauuu OCHOBHBIX
oboramapiux 3JeMEHTOB CHUXKAIOTCS B KJlacTepax M Bo3pacTaloT B MaTpulie. OJHAKO OTHOILEHUS] KOH-
uenrpaumii Y/Ti, Y/(Ti + V), (Ti + + V+ Y)/O B kinactepax ocTaloTcsi HeU3MEHHBIMU, U X 3HAYEHUSI CO-
crasisior ~0.6, 0.5, 1 COOTBETCTBEHHO, YTO TOBOPUT O CTAOMILHOCTU TaHHBIX KJIACTEPOB K OOJIYYEHUIO TSI~
JKeJIIMA MOHAMU MIPY KOMHATHOM TeMIiepaType 110 103kl 9 cHa (CMeleHUI Ha aTOM).

Karoueswie crosa: atomHo-30H10Bast Tomorpadust (A3T), nucnepcHO-yIpoYHEeHHbIE OKCUIAMU CTalld, OK-
CHUIIHBIEC YACTHUIIBI, KJIACTeP, 00JydeHUE TSIKEJTbIMU MOHAMU
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1. BBEAEHME

B Hacrosiee BpeMss akTMBHO pa3pabaThIBAIOTCS
sIICPHBbIE U TEPMOSIIEPHBIC PEaKTOPHI CJIEIYIOIIETro
MMOKOJIEHHSI, KOTOPBIE JOJKHBI B OyIyIIIeM COCTaBUTh
CYILIECTBEHHYIO TOJII0 S9HEPIreTUYECKUX UCTOYHUKOB
BO MHOTUX cTpaHax. 1 yBenudeHust 3¢ HeKTUBHO-
CTH pabOTHI U CPOKa CIIYKOBI SIACPHBIX pEaKTOPOB Ha
OBICTPBIX HEHTPOHAX HEOOXOMMMO TTOBBIIIIEHUE CTE-
MeHW BBITOpaHUs TorummBa mo 18—20%. Pemenue
3TOI mpoOJIeMbl HEpa3phIBHO CBS3aHO C pa3padoT-
KO HOBBIX paguaLIMOHHO-CTOMKUX KOHCTPYKIIMOH-
HBIX MaTepuajioB, CIIOCOOHBIX paboOTaTh B aKTUBHOI
30HE PEakTOpPOB MO0 IoBpexpammmx mo3 ~200 cHa
(CcMeIeHMT Ha aToM) IIPM BBICOKUX TeMIepaTypax

[1—3]. OnHUM U3 TepCIIEKTUBHBIX PEIIEHUI B JAHHOKI
00J1acTu, SIBJIIETCSl TIPUMEHEHUE AUCIIEPCHO-YIPOY-
HeHHBbIX okcuaamMu (JIYO) craseii B KauecTBe MaTepua-
JIOB aKTUBHOI 30HbI, KOTOPBIE, KaK OXUAAETCs, OyayT
OTBeYaTh BCEM HEOOXOOWMBIM TpeOGoBaHMsSIM. Paszpa-
00TKa TaHHOTO KJlacca MaTepUasioB BEAETCS BO MHOTHX
MUpOBbIX HaydHbix LieHTpax: ORNL (CIIA), KIT
(I'epmanus), KAERI (Kopes), AO “BHUMMWHM”
(Poccust) u ap. Mexanmueckue cBoiictBa YO craneit
BO MHOTOM 3aBMCSAT OT HAHOCTPYKTYPbI: pa3Mepa U
TUTOTHOCTY IMCIIEPCHBIX BKJIIOUEHUIT (OKCHUIHBIX Ya-
CTHII M1 HAHOKJIacTepoB) [2, 4].

M3BecTHO, YTO 3HAYUTEILHOE BIIUSTHUE HA KOHEY -
Hy10 HaHOCTpYKTYpy A YO craseii oka3pIBalOT JeTH-
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pyloine n1o0aBKu paznmyHbIX 3yeMmeHToB (Ti, Zr,
V, ...), 4TO B UTOre TIPUBOAUT K 3aMETHOMY YMEHbIIIe-
HUIO CPEOHETO pa3Mepa OKCUIHBIX BKIIIOUEHUIT U BO3-
pacraHuio ux cogepxanus B YO matepuaie [5, 6].

Jnst m3ygenmst MUKpocTpykTyphl YO craneii mpu-
MEHSIETCSI KOMILJIEKC METOMIOB YIbTPaAMUKPOCKOITMU.
IIpexxne Bcero, 3TO IMPOCBEYMBAIOIIAS 3JICKTPOHHAS
mukpockornus (ITOM). Menbyaiiiiiie BKIIIOYEHUS U
KJ1acTepbl MOXKHO OOHAPYKUTh C [TOMOIIBIO MAJIOYTJIO-
Boro paccesiHus HevitpoHoB (MYPH) [7, 8] wiu ¢ no-
MOIIIbIO aTOMHO-30HI0BOI1 ToMorpacduu (A3T) [9, 10].
MYPH no3BosisieT aHaIu3upoBaTh OOBEMHYIO ILIOT-
HOCTbH KaK OKCHIOB, TaK 1 HAHOKJIACTEPOB. XUMUYEC-
CKHUI1 COCTaB M MPOCTPAHCTBEHHOE pacIIpeieieHe
3TUX HAHOKJIACTEPOB MOKHO e TaJIbHO U3YUYUThH C TO-
mombio A3T. ITokazaHo, 4TO KjIacTepbl UMEIOT OT-
JIMYHBII OT OKCUAOB COCTaB, M MX CONEPKaHME BHYT-
pM MaTepHraia Ha HECKOJIbKO MOPSIIKOB MOXET ObITh
BbIlIE, YeM OKCUIHBbIX 4yacTtull [9—11]. Hanmpumep,
AYO crams ODS Eurofer, pazpaboranHast Ha 0a3e
Eurofer 97 B pamkax EBporeiickoii mporpaMmbl Mo
TepMOSIIEPHBIM peaktopaMm [12, 13], comepKuT Kak
okcuabl Y,0; [14, 15], Tak U Meskue Kiactepbl, 000-
rameHHbie o Y, O, Vu N [9, 10]. CienyeT oTMETUTbD,
yro AYO cranms ODS Eurofer comepXut OKOJIO
0.2mac. % V U 3TOT XUMUYECKUIT 3JIEMEHT UTpaeT
BaXKHYIO POJIb B (QOPMUPOBAHUH KJIACTEPOB B TAHHOM
cranu. Ti cuntaercs Hanbosee 3¢hheKTUBHBIM XUMU-
YEeCKMM 3J€MEHTOM, C TOYKHU 3peHMs 0O0pa3oBaHUS
kiactepoB B JAYO-cranax [16]. Kmactepsr B YO
cransax, ¢ Ti B ux cocraBe, oboramieHs! 1o Y, O u Ti,
1 X 00beMHas IIOTHOCTH BhITe, 9eM B YO cramm
ODS Eurofer (6e3 Ti B cocraBe maTepuana) [17].

ITpu HU3KOTEMITIEpaTypHOM HEUTPOHHOM U MOH-
HOM O0JTy9eHUM HaOII0MAI0TCSI 3HAYUTEIbHBIE U3Me-
HEeHMSI XMMUYECKOTO COCTaBa 1 OOBEMHOM IJIOTHO-
ctu kjactepoB B AYO-cransax [18, 19]. Dtu usmeHe-
HUSI MOTYT OBITh IIPUYMHON HU3KOTEMIIEPaTypHOTO
pamguannoHHoro oxpymumBaHus JAYO-craneit [20,
21]. IlokazaHo, yto Ti 1 V BenyT ceds1 To-pa3HOMY B
MaTepuraiax IIpu ooIydeHuH: V BBITECHSIETCS U3 Ha-
HOKJIACTEPOB B MaTpUILy IIPU HU3KOTEMIIEpPaTypHOM
o6ayyeHuu B ctaniu ODS Eurofer [18, 19], B To Bpemst
kak Ti octaercsa B kiacrepax 10 3 cHa B ctanu ODS
13.5Cr [20].

B manHOIT paboTe ucciaemoBaHa HAHOCTPYKTypa
AYO cramm Fe—12Cr—1.1W—-0.2V—0.3Ti—0.3Y,0;
(manee cranb ODS 12Cr-0.2V-0.3Ti), merupoBaHHOM1
Kak V, tak u Ti. Takke mi1s aHaan3a paguallioHHOMN
CTOMKOCTU HAHOKJIACTEPOB OBLIO TMPOBEASHO O0Jy-
YeHUe TSKEIBIMA MOHAMU OO0 ~8 CHa IpU KOMHAT-
HOI1 TeMIiepaType 1 IPOBEACHBI UCCIIETOBAaHMS 00Ty
YeHHbIX 00pa31oB ¢ momoibio A3T.

2. METOJbl U MATEPUAJIbBI
J1YO crambs ¢ HoMrnHaIIBHBIM coctaBoM Fe—12Cr—
1.1W—0.2V—-0.3Ti—0.3Y,0; (cM. Ta6xa. 1) 6pu1a TIpO-

AJEPHAA ®U3UKA U UHXXKUHUPUHI  Tom 10

Ne 3

Taomma 1. Xumnueckuii coctas craau ODS 12Cr—0.2V—
0.3Ti

(0] Cr \" Fe Y Ti W

Mac. % | 0.06 | 12 0.2 [ 86.10.24]0.3 1.1
AT. % 0.2 | 12.89| 0.2 | 8.1 | 0.15|035]| 0.3

n3BeneHa B KopeiickoM rcciemoBaTe IbCKOM MHCTH -
tyTe atoMHoit sHepruu (KAERI) myrem mexaHuue-
ckoro nerupoanus 12% Cr ctaau CrWVTi BMecTe ¢
0.3 mac. % nopolllKa oKcuaa UTTpus. ['paHyisl To-
poi1ka okcuaa uttpus cocrapistiin 20—30 M. Mexa-
HUYECKOE JIETUPOBAaHUE OCYIIECTBIISIOCHh C TOMO-
IIIbI0 TOPU3OHTAIBHOI IIapOBOI MEJIBHUIIBL B aTMO-
cepe aproHa. CooTHOIIEHME pPa3MEpOB IApPOB K
MOPOIIIKY COCTaBIsUIO mpuMepHo 15 : 1, 1 mpoiecc
rnepeMeInnBaHus Impoucxonui mpu 350 06/MuUH B Te-
yenue 40 4. 3aTeM cienoBaja Mpoleaypa aera3aium
U TOPSTYETO U30CTAaTUUECKOTO ITPECCOBaHUSI TPU TEM-
nepatype 1150°C mon maBinenuem oxoiyio 100 MIla.
TI'opstuast mpokaTka Ipor3BOAMIACH IIPU TeMIepaTy-
pe 1150°C, a obumii KoaGUIIMEHT CXKaTUsI COCTABUII
okoJto 70%. 3ateM TPOM3BOINIIACH pe3Ka Ha TJIACTUHBI
TOJIIIMHOM 1 MM BHOJIb HAIIpaBJICHUSI IIPOKATKU.

AHanmmM3 MeTomaMM MAaJIOYIJIOBOIO pacCesTHUSI
HEWTPOHOB IAHHOM CTaJM BBISIBUJI TPU TUIIA BKJIIO-
yenuit [22] (cm. puc. 1). Ilpennonaraiock, 4TO OK-
CUIHBIE YaCTUIIBI ¢ pa3MepoM Ooiiee 10 HM SIBIISIFOTCST
okcugamu tuna Y,Ti,O,, KpynHble OKCUBI CO CPell-
HUM pa3Mepom 6osiee 100 HM — okcunbl Tuna Cr,0;,
¥ 0OJIBIIIOE KOJIMYECTBO MEJIKMX OKCUIHBIX BKIIIOUEC-
anit Tnma Y—Ti—O ¢ pasmepamMu ~3 HM.

3. PESVJIBTATHI

3. 1. Pezyabmamol npoceeuusarouieti 31eKmpoHHOU
MUKPOCKONUU UCX00H020 cocmosiius cmanau ODS
12Cr—0.2V—-0.3Ti

ITpoBeneHo nUcciienoBaHNE UCXOTHOTO COCTOSTHUS
cram ODS 12Cr—0.2V—0.3Ti MmeTomaMu mpocBeurBa-
fouieit anekTpoHHOM MukKpockonuu (IIOM), anek-
TpoHHOI nudpakimu (B]1) U ckaHUPYIOIIE TTpoCBe-
yyBamoleil 21eKTpoHHOM MuKpockonuu (CIIOM).
Jnsa 1onmydeHusT Z-KOHTPACTHBIX MHKPO(OTOrpaMMm
ucnonb3oBasics Mmukpockon Titan 80—300 S/TEM
(Thermo Fisher Scientific, CIIIA) ¢ ycKkopsIommMm Ha-
npsckeHneM 300 kB, ocHaIIeHHBIN BHICOKOYTJIOBBIM
KOJIbLIEBBIM TEMHOITOJbHBIM AeTekTopoM (HAADF,
Fischione). KauecTBeHHBIII 1 KOJIWYECTBEHHBIA X1~
MUYECKUI aHaiu3 oOpa3lioB IPOBOAWIN METOIOM
BSHEProAMCIIEPCUOHHON PEHTTEHOBCKOI CIIEKTPOCKO-
nuu. O6pa3ubl monepeyHoro ceueHust st CITOM mc-
CJIEIOBAHWI OBLIN TIOATOTOBJIEHBI (POKYCHPOBAHHBIM
noHHBIM MydkoM (PHUIT) Ha 1ByxXJTyueBOM MUKPOCKO-
ne Helios NanoLab 600i (Thermo Fisher Scientific,
CHLIA).
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Puc. 1. Pacnipenenenue paamepoB oKCUIHBIX BKIoYeHuit B ctanu ODS 12Cr—0.2V—0.3Ti.

Puc. 2. [19M uzob6paxenue ctamm ODS 12Cr—0.2V—-0.3Ti.

Muxkpoctpykrypa ctanu ODS 12Cr—0.2V—-0.3Ti
npencrapieHa Ha puc. 2. CTajb COCTOUT U3 TUITMIHBIX
deppUTHBIX 3epeH ¢ pa3mepaMu oT ~200 HM 10 1 MKM
(cM. puc. 2a) ¥ COOEPKUT OKCUTHBIE BKIIOYECHUS (CM.
puc. 26) ¢ 06beMHOI MIOTHOCTBIO 1.6 - 102 M3, Pac-
npeneieHue oOHapyKEeHHBIX BKIIOYECHUI 110 pa3Me-
paM moka3aHo Ha puc. 3. CpegHuii pazMep BKITIOYE-
HM cocTaBisieTr 5 = 1 HM. OCHOBHas 4acTh 3THUX
BKJIIOYEHMII HAaXOOUTCS B Auamna3oHe 2—7 HM. AHa-
JIN3 METoAaMU BHEeProAUCIIEPCUOHHOM PEHTTCHOB-
CKO#l CIIEKTPOCKOITMHU TI0KAa3ajl, YTO JAaHHbIE BKITIO-
YeHHUs IBISIOTCS BKmModYeHUSIMHM Tuma Y—Ti—O.

AOEPHAA ®U3UKA U MTHXXKMUHUPUHT

KpymnHbie okcuabl (>70 HM) SBASIIOTCS OKCUAAMU
TiO (cM. puc. 4).

3.2. Pezyabmamost amomHo-30H00601 momoepaghuu
ucxoonoeo cocmosnus cmaau ODS 12Cr—0.2V—-0.3Ti

HccnenoBanme wHaHOCTpyKTypel HAYO cranm
MPOBOIWIOCH C TTOMOIIBIO Ja3¢pHOTO ToMorpadu-
yeckoro atromHoro 3oHaa ITA3JI-3D, pa3paboraH-
HOro B MHCTUTYTE TEOPETUYECKOM M IKCIIEPUMEH-
TaibHOUM du3uku (Mocksa) [23]. COop maHHBIX
IPOBOIMIIM IIpU 6a30BOIi TeMIiepatype oopasna 40—
50 K B pexmme Ja3epHOTO MCITAPECHUS C IJINHON
Ne 3
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Puc. 3. PacripeneneHue mo pasmepaM OKCHUIHBIX YACTHUILL
B ctasim ODS 12Cr—0.2V—0.3Ti.

BOJIHBI 515 HM mpm AIMTEIbHOCTH JIa3€pHOTO UM-
nynabca 300 ¢dc m 25 xI'm mpu 3HEeprum MMnyiabca
0.1—1.2 MxJIx. JlaBieHHEe B KaMepe UCCIIeOBaHUS
cocTasJsiio okoito (5—7) - 10~'° ropp.

Pexoncrpykuus n anamm3 A3T maHHBIX BKIIIOYa-
JIU MACHTUDUKAIIMIO MacC-CIeKTpa U aHaIu3 TpeX-
MEPHBIX paclpenejeHU XUMUYEeCKUX 3JIEMEHTOB B
ucciaeayeMbeix oobemax. st morcka HaHOpa3Mep-
HBIX OCOOCHHOCTEN MPUMEHSIICS aJTOPUTM MaKCHU-
MaJibHOro pasaelieHust [24]. Bokpyr atoma cTpou-
Jlachk cdepa auamerpom D,,,.. Eciau umcio atomos
OTIpeNIeJIEHHOTO copTa B cdhepe MPeBHIIIAI0 MTOPOro-
BO€ 3HAYEHUE N,;,, TO aTOM B LIEHTPE chepbl CUUTAII-
csl TIpUHAIJISXKAITM KJlacTepy. DTa MpoIenypa, Bbl-

100+
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MOJTHEHHAs Ha KaXJIOM OTIAEJIbHOM aTOME aHaJIU3U-
pyeMoro ooObema, II03BOJISIET MACHTU(UIINPOBATH
BCE BO3MOXHbIE KjaacTepbl. g MCKIIOUEeHUs: Ciy-
YaltHbIX (hJIYyKTyallrii, 3aTeM MPUMEHSLICS JOTOJIHU-
TeJIbHBIN 1Iar: aTOMbl B KjacTepaX, COCTOSIIMX U3
MeHee, yeM N, aTOMOB, KjiacCU(bULUPOBATIUCH KaK
aTOMBI MaTpHUIsl [25, 26]. BeiGupaembie mapamMeTphl
MOKCKa KJIaCTepOB MoAdUupaiuch Tak, 4YToObl U30e-
KaThb IBYX KpaliHUX cuTyauuii. Eciu BbIOpaHHbBIE Ma-
paMeTpbl HEBEJIMKMU, TO Habmonaics addexr ¢par-
MEHTaLIMM KjaacTepoB. B To ke BpeMsi BLIOOP 00Jib-
IIIMX TTapaMeTPOB IMTPUBOANI K OObEIMHEHUIO OJIU3KO
pacroioXeHHbIX KjiaacTepoB. B Hactoseil padote
MOUCK KJIACTEPOB OCYLIECTBIISIICS 11O TAKUM DJIEMEH-
tam Kak Y, O, Ti u V. [Ipouenypa HaXoXaeHUs ONTU-
MaJIbHBIX MapaMeTPOB MOUCKA KJIAaCTEPOB MPOBOIAU-
Jlach pa3iesibHO I UICXOAHOTO U OOJIyYEeHHOTO CO-
crostHui. Takum obpasom, mapameTpsl D, U Ny,
coctabisiiid 0.5 HM u 10 aTOMOB 1151 HEOOIYYEeHHOI
ctay v 0.6 HM 1 8 aTOMOB TSI OOJIYYEHHOM CTaJIH.

Pesynbrarel ucciaemoBanus cranu ODS 12Cr—
0.2V—0.3Ti B UCXOTHOM COCTOSIHUM TIpeACTaBIECHBI
Ha puc. 5—10. Ha puc. 5 npencraBiaeHbl aTOMHBIE
KapThl OJHOro u3 00beMoOB. M3 puc. 5 BUZHO, 4TO
KJIacTephbl TMPEUMYIIECTBEHHO COCTOST U3 TUTaHa,
uTTpust U Kuciaopoma. CpeaHUil coCTaB KIacTepoB
coctaBua ~4 HM (cM. puc. 6). Meroanka pacyera
CpelHero pasMepa KijacTepa BbIMOJIHEHAa COTJIaCHO
pa6orte [24]. ITnoTHOCTH YKciia OOHApYKEHHBIX Kjla-
crepoB coctasuia (2.9 £ 0.4) - 1023 M3,

Kpome k1acTtepoB B 0IHOM 13 00BEMOB OBLIO 00-
Hapy>keHO OKCHIHOE IIpedBBIACIeHNE, OOoralieH-
Hoe 110 Y, O u Ti (cM. puc. 7). Ero pa3amep coctaBui
~14 HM.

Konuenrpanwsi, at. %

—e— Fe
——Cr
——Ti
——0

Paccrossnue, Hm

Puc. 4. MukpoaHaIn3 METOIaMU SHEPTrOIUCIIEPCUOHHOM PEHTIEeHOBCKO CIIEKTPOCKOMUHK KPYITHOi (~70 HM) OKCUIHOI Ya-
ctunpl B cta ODS 12Cr—0.2V—0.3Ti Bpoab TMHUY CKaHUPOBAHMSI HA JIEBOM PUCYHKE.

AOEPHAA OU3UKA U UHXKUHUPUHI Tom 10 Ne

32019



226 POT'OKKHWH u np.

10 HM
1

Y 0 Ti %

Puc. 5. AToMHbIE KapThl UCXOTHOTO COCTOSIHUSI CTajud
ODS 12Cr—0.2V—0.3Ti.

B 1a651. 2 mpencraBiaeHbl KOHIEHTPAIIMA XUMUYE-
CKUX 3JIEMEHTOB B MaTpUIIe, B UCCIECIOBAaHHOM O0b-
eMe U B KJlacTepax Jist HeoonydeHHo YO cranu.

J11s1 GopIIIeHt HATIIIIHOCTH Ha pUC. 8 TIpelicTaBIcH
COCTaB KJIACTEPOB M OKCUIHOTO MpeaBblaeeHrus: 60-
Jiee IeTaIbHO, TIOPSIAKOBOMY HOMEPY 1 COOTBETCTBYET
XUMUWYECKUI COCTaB OKCUIHOTO MPEABbIICIICHUS.

CooTHollIeHUsT KOHLeHTpauuit snemeHToB Y/Ti,
Y/(Ti+ V), (Y + Ti+ V)/O B kitacrepax 1 OKCUTHOM
MpenBbIIeIeHUN TPUMEPHO OMWHAKOBHI B TIpeaesiax
ommbok, n okosio 0.5, 0.4—0.5 n 1.1—1.3 coorBeT-
cTBeHHO (cM. puc. 9). Takoe xxe cootHouieHue Y/TiB
KiacTepax ObITo oOHapy:xeHo M B cimiaBe ODS
MAO957 [27].

O0beMHag nons, %
40+
354
30
254
20+
15+
104

7

/7
7}

4 5 6
Pasmep, HM

-

/j

Puc. 6. PacripeneneHre KjiacTepoB 10 pa3Mepy B CTaIN
ODS 12Cr—0.2V—0.3Ti.

st ananm3a pacrpele/icHUsI aTOMOB B OOHapy-
KEHHOM OKCHIHOM MpeIBbIAEIeHUN ObLI BbIpe3aH
HVIMHAPUYECKHUI 00BbeM, KaK moKa3aHo Ha puc. 100.
PacripeneneHne XMMHUYECKUX 3JIEMEHTOB BIOJIb OCU
3TOro oobeMa IIpeacTasiieHo Ha puc. 10a. Habmoma-
eTCsl JeKOpUPpOBaHMe siipa MpeaBbIAeIeHUS aTOMaMu
V u Cr. Camo Sapo IpeuMyIIeCTBEHHO COCTOUT M3
atomoB Y, O u Ti.

3.3. Dxcnepumenm no obayuenuro. Pesysomamut
amomuo-3010060i momoepaguu cmaau ODS 12Cr—
0.2V—0.3Ti nocae 0bayuenus uonamu dxcene3a

O06passl 1J1sT aTOMHO-30HI0BOM TOMOTpadru ObI-
JIU TIPUTOTOBJICHBI METONOM 3JIEKTPOXUMHYECKOTO
TpaBlieHust. Pagnyc 3aKpyriieHUsI y OCTPUsI COCTABUI
~50 um. Pamnyc n ¢popMa 00pa3iioB KOHTPOIUPOBA-
JINCH 0 1 MOCJie O0JIydeHUsI C TOMOIIbIO TPOCBEYMBa-
IOIIEN 3JIEKTPOHHOI MUKpocKonuu. I[loydeHHbIe
00pa31bl 00IyJYaTCh MOHHBIM ITyYKOM TI€PIICHINKY -
JIIpHO ocH obpasua [28, 29]. O6ayyeHne IIPOBOAM-

TaﬁJmua 2. KOHLIGHTpa]_[I/II/I XUMHNYECKUX SJIEMCHTOB B MaTpulic, B NCCIIEJOBAHHOM o0beMe U B KiacTepax nJjsd CTaiu

ODS 12Cr—0.2V—0.3Ti B ucxomHoM coctossHuu (at. %)

Martpuna O6bem Kitactepsr IMpenBbineneHue
C 0.02 £ 0.01 0.02 = 0.01 0.02 +0.01 0.03 +0.01
N 0.01 £ 0.01 0.02 £ 0.01 0.02 £ 0.02 0.01 £ 0.01
(0] 0.15+0.02 0.24 £0.02 8.2+0.5 254+0.3
Ti 0.08 £ 0.01 0.14 + 0.01 6.1 £0.4 172 £ 0.3
\% 0.24 £ 0.02 0.27 £0.02 1.2+0.2 0.74 £ 0.03
Cr 13.0+0.2 13.3+£0.2 17.8 £ 0.7 9.51£0.2
W 0.28 +0.03 0.32+0.03 0.18 £ 0.07 0.79 £ 0.03
Fe 86.0 £ 0.2 85.51£0.2 63.21+0.9 371 £ 04
Y 0.19 £ 0.02 0.22 £ 0.02 33x0.3 9.2+0.2
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Puc. 7. AToMHBIe KapThl UCXOOHOTO cocTossHUs ctaim ODS 12Cr—0.2V—-0.3Ti.
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Puc. 8. FI/ICTOFpaMMa KOHHCHTpaL{I/Iﬁ 3JICMEHTOB B OKCUMIAHOM IPCABbIACIICHUHN U B KJIaCTEPaX B UCXOOAHOM COCTOAHUU CTaJIN

ODS 12Cr—0.2V—0.3Ti.

Jioch MNyJibcHO noHamu Fe u3 unxkekropa MEVVA
M YCKOPSUIOCH 0 3Heprumn 75 k3B - Z (roe Z-3apsn,
WoHa). [JIMTeNbHOCTh UMITYJIbCA U €r0 MOBTOpSsie-
MocTb coctaBisiiin 450 mxc u meHee 0.25 ' coot-
BeTcTBeHHO [28]. ToK ImydKka Ha BBIXOJE MHXKEKTOpa
o1 200 MA. TInoTHOCTh TOKA MydKa Ha MUIIEHU
nocturana 5-6 MA/cM?. JlaBieHue B KaMepe BO Bpe-
Ms1 oOstydeHus 6bu1o MeHee 1.5 - 107° Topp. IMydox
nonos Fe cocrosin usz Fe* (25%), Fe?* (68%) u Fe**
(7%) ¢ sneprussmu 75, 150 1 225 k3B, cOOTBETCTBEHHO.
B manHOIf paboTe 0Opa3iibl 00IyYaau Mpu KOMHAT-
Holi TeMmmnepatype 10 5 - 10 non/cm?. Ilo pacueram
SRIM, MakcuMyMm KojimuecTBa AedeKToB, 00pa3o-
BaBuIuxcs B ynuctoM Fe mon myukom noHos Fe oT nH-
xektopa MEVVA, pacriojioxeH Ha Ti1yOMHE OKOJIO
20 M (cm. puc. 11). [Iag pacdyeTa pagaliliOHHBIX ITO-
BpEeXIAEHWI B eIMHUIIAX YMCJIa CMEILIeHUId Ha aToM
OBLT MCIOJIL30BaH pexkmM Kmaumna—IIu3a ¢ mopo-

ANOEPHASA ®U3UKA 1 UHXWUHWUPUHT

oM 10 Ne

roBoii aHeprueii cmeieHus 40 sB u aHeprueit cBsa3u
peuretku 0 3B [30]. Mccinenyemast obj1acTh pacrojia-
ranack B muana3oHe oT 30 7o 50 HaHOMETpPOB OT MO-
BepXHOCTU. PacyeTHast mo3a TOBPEXACHUS B 3THUX
o0beMax cocTaBMIa OKOJIO 8 CHa.

Artomublie kKapthl ctasim ODS 12Cr—0.2V—0.3Ti
nocJje obiryaeHust noHaMu Fe Tpyu KOMHATHOM TeM-
nepaType IO 03l 8§ cHa MpencTaBlIieHbl Ha puc. 12.
BroisiBiIeHO 60/IBIIIOE KOTUYECTBO KJIACTEPOB B UCCIIe-
IyeMbIX obbeMax. CpaBHEHME COCTaBOB MAaTPHUIIHI,
00BEMOB U KJIACTEPOB 0 M ITOCJIe O0TydeHUS TIpe-
CTaBJICHO B TaOJI. 3.

Oo6oraieHre KJIAaCTepPOB MO XUMWYECKUM 3Jie-
MEHTaM MocJie 00IydyeHMs IT0Ka3aHo Ha puc. 13. O6-
Hapy:XeHHbIE KJIaCTepbl OOOTAIleHbl ITPEUMYIIIE-
ctBeHHO 10 Y, O, Ti u Cr, Kak 3T0 ObLIO B cJIy4yae He-
o0iyaeHHOM cTanu. Ilociae oOnydeHus cpenHUiA
pa3zMep KJI1acTepOB U X INTOTHOCTh cocTaBWIM (5 = 1)

32019



[ 1 Kiacrepbl -
1.6 N OKcumHoe IIpenBblaeIeHIe

Y/Ti Y/(Ti+ V) (Y +Ti+ V)/0

Puc. 9. OtHomenus koHneHrpanuit Y, Ti, Vi O npyr K
NIPYTy B KJIacTepax U OKCUIHOM IPeABbIAEIEHUN B CTAIU
ODS 12Cr—0.2V—0.3Ti.

HM 1 (1.9 £ 0.3) - 102 M3 coorBeTcTBeHHO. CpaBHE-
HHe cooTHoleHni KoHneHrpauuii Y/Ti, Y/(Ti + V),
(Y + Ti + V)/O B k1actepax B ICXOJHOM COCTOSTHUU
¥ ocJie OOIyIeHHMST TIpUBEIeHBI Ha pHC. 14.

4. ObCYXAEHUE

I15M un A3T pe3yabTaThl aHaIN3a UCXOJHOTO CO-
crossHust ctaau ODS 12Cr—0.2V—0.3Ti BbIsIBUIU
pa3NUYHbIE TUMBI OKCUAHBIX BKJIIOYEHUN: KPYITHbIE
(>70 um) oxkcunsl TiO, Mmenkue (~2—15 HM) oKcuUI-
Hble BKItoueHUs1 Y-Ti-O u HaHoKacTephbl (2—5 HM).
OueBUIIHO, YTO HEKOTOpas 4aCTh OKCUIHBIX BKJIIO-

KoHueHTpaix

o

5 10 15 20 25
PacctosiHue, HM

POT'OKKHWH u np.

YeHUI ¢ pa3MepaMd B Iuamna3oHe 2—5 HM Oblia 00-
HapyxkeHa ¢ nomolnbio A3T u ITDM omHOBpeMeHHO.
A3T-aHanu3 XMMMUYECKOTO COCTaBa KJIaCTEpPOB MO-
Ka3aj, 4To oOHapy>XKeHHBbIe BKIIIOYSHMST 00OTaIllCHBI
no O u Y, Kak 3TO ObLIO OTMEYEHO B OOJIBIIIMHCTBE
JAYO crraBoB. Xots Vu Ti MCTOTB30BaAICh B Kade-
CTBE JIETUPYIONINX BJIEMEHTOB B Ucciienyembix YO
CTajsIX B OJIM3KUX 3HAU€HUSIX KoHLieHTpalui (0.2 u
0.3 mac. %, COOTBETCTBEHHO), oboralieHne Kiacre-
poB 1o Ti 6bUT0 3HAYMTENTBHO BhILIE (~6%), yuem o V
(~1%) (cm. Tabi1. 2). CTOUT OTMETHTD, UTO B cTaii ODS
Eurofer conepxanue Banagus coctasiseT 0.2 Mac. %, B
TO BpeMsI KaK KJacTephl oborameHsl V 1o 4%. Dr1o
O3HavaeT, 4To aToMbl Ti MoryT 3aMeniaTh V B KJIacTe-
pax B JIYO cransx. Takke MOXHO TPeanoaoXUTh,
YTO aTOMBbI V MTOKKIAIOT COCTaB KJIACTEPOB, IIPU yBE-
JIMYEeHUN pasMepa. DToT 3PGeKT XOpOIlIo BUIAECH U3
JIMHEWHBIX npoduiieil KOHIEHTPALMiI OKCUIHOIO
npenapbiaeseHus (cM. puc. 9). CHIKeHUe KOHIEHTpa-
MK V TIPOMCXOAUT B LICHTPE MPEABbIACICHUSI, B TO
BpeMsI KaK YBEJIMUMBAETCS €ro cofepKaHne B 000J104-
ke npensbiaeneHus. Pacnipenenenue Cr B penBblae-
JieHnu aHayiorudHo V. CienyeT OTMETUTh, UTO aHaJIO-
ruyHoe yBeanueHue Cr v V B 0007104Ke OKCUIHbBIX Ya-
ctun, Habmomanock u B ctanu ODS Eurofer [31].

CootHouleHne KoHueHTpauuit Y/Ti B oGHapy-
JKEHHBIX BKITIOUEHUSIX cOCcTaBmMio okoo ~0.5. 3aBu-
CUMOCTh COCTaBa OKCHUIHBIX YACTHUI[ OT UX pasMepa
obcyxpaanack B padote [7], 1 ObLIO MOKa3aHO, YTO OT-
HomeHue Y/Ti B OKCHMAHBIX BKIIOUEHUSIX OT 2 1O
15 aM coctaBiasger MeHbIle 1. CooTHOIIEHUS KOH-
uentpaumii Y/Ti, Y/(Ti + V), (Y + Ti + V)/O B kna-
crepax, oOHapyKeHHbIX ¢ TToMoilbio A3T B maHHOI
paboTe, HaXOAsATCS B IIpeaeiax auara3oHa J1Jist 00J1b-
mmHcTBa n3BecTHRIX A YO crameii [32].

Puc. 10. [Mpodwin KOHIIEHTpaInii 3JIEMEHTOB BIOJb IIUJIUHAPUIECKOTO 00beMa (a), BRIPE3aHHOTO BIOJb HATIPABJICHUS, TIe-

peceKarolero NnpeaBblIe/ieHUE, ITOKa3aHHOe Ha pUcyHKe (6).
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r0.25

-0.20

F0.15

-0.10

-0.05

J1o7151 BHEAPEHHBIX MOHOB, aT. %

T
100 150

I'nybuna, Hm

Puc. 11. [Ipodwim oBpeXaeHWt (CTUTONTHAS TUHWS) M UMIUTAHTUPOBAHHBIX MOHOB (ITyHKTUPHAS JIMHUS ), PACCIUTAHHBIC B
SRIM, npu ob6ydyeHUM mydkoM MoHOB Fe ¢ sHeprusimu 75 k3B - Zu3 unxekropa MEVVA.

ITocne obnydeHus1 HAOIIOAAIMCH UBMEHEHUST XU~
MHUYECKOIo cocTaBa KiaacTepoB. KoHmeHTpauum Y,
Ti, V, O nu Cr ymenpunuimuchk. KoHuenrpanus V
YMEHBIIIWIACh B IBa pa3a, B TO BpeMsI KaK KOHIIEH-
Tpauust Y ymeHblnmiaach Ha 20%. CHMXeHNEe KOH-
nenrpanmu Ti, O u Cr cocraBmio nmouru 30%. OnHa-
KO, 3HAaUYE€HMUSI COOTHOILIeHUiT KoHueHTpauuii Y/Ti,
Y/(Ti + V), (Y + Ti + V)/O ocranuch cTaOMIbHBI B
npeneaax UMEIoIeiics TIOrpeITHOCTH.

SAKIIIOYEHHME

Uccnenposana HaHocTpykrypa ctanu ODS 12Cr—
0.2V—0.3Ti MeTogaMu NpOCBEUYMBAIOIIEH IIEKTPOH-
HOM MUKPOCKOIIMM M aTOMHO-30HIOBOI TOMOIpa-

10 HMm
LJ

¢UM B MCXOOHOM COCTOSIHUM M MOCJe OOJIy4YeHUs
noHamu Fe 10 o361 8 cHa Ipy KOMHATHOI TeMIlepa-
Type. OOHapyXeHBbl pa3Ju4YHbIE TUITBI OKCHIHBIX
BKJIIOUeHM: KpymnHbe (>70 HM) okcunbl TiO, men-
kue (~2—15 uam) okcunbl Y—Ti—O 1 HaHOKJIACTEPhI
(2—5 HmMm). IlokazaHo, 4TO 0ObeMHasl TUIOTHOCTb Ha-
HOKJIACTepOB 3HAUYMTEIbHO BBIIIIE, YEM OKCHUIOB, U
HaHOKJIaCcTepbhl O0OTalleHbl MO TaKWUM 3JIEMEHTaM
kaK Y, O, Cr, Tin V. bonee Toro, HeCMOTpS Ha TO, 4TO
V u Ti OpuUCyTCTBYIOT B MaTepuaje MpUMEPHO B
O0JIM3KMX 3HAYEHUSX, KJIacTephbl NMPEeUuMYIleCTBEHHO
oborameHs! o Ti. AHaIM3 MeTOAaMU aTOMHO-30H-
JIOBOI ToMorpaduu rmokasaa Haauuue 00JIbIIOro Ko-
amdyectBa (~102 M~3) HaHOpPa3MEpPHBIX KJIACTEPOB

Cr Y

Ti O

Puc. 12. Atromusie kapthl ctasit ODS 12Cr—0.2V—0.3Ti ociie o6rydernust noHamu Fe 10 10361 8 cHa Mpu KOMHATHOM TeMIie-

parype.
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Tab6muna 3. KoHleHTpaluu XUMUYECKUX 3JIEMEHTOB B MaTpUlle, B UCCIEAOBAaHHOM O0beMe U B KJlacTepax IJisl CTalu
ODS 12Cr—0.2V—0.3Ti B ©ICXOIHOM COCTOSIHMU U TTocjie 00ayyeHust nonamu Fe (at. %)

Marpuia OoBeM Knacreprnl
OneMeHT
Hcx. OO071. Wcx. OO071. Hcx. OO61.

C 0.02 £ 0.01 0.02 £ 0.01 0.02 £ 0.01 0.02 £ 0.01 0.02 +0.01 0.03 £ 0.01
N 0.01 £ 0.01 0.01 £ 0.01 0.02 £0.01 0.02 £0.01 0.02 £0.02 0.02 £0.01
(0] 0.15+0.02 0.19 £ 0.02 0.24 £ 0.02 0.26 £ 0.02 8.210.5 6.2+0.3
Ti 0.08 £ 0.01 0.11 £ 0.01 0.14 = 0.01 0.15+0.02 6.1 £0.4 4.6+0.2
\Y 0.24 £0.02 0.27 £0.02 0.27 £ 0.02 0.28 £0.02 1.2+0.2 0.63 £ 0.09
Cr 13.0£ 0.2 129+ 0.2 13.3+£0.2 129+ 0.2 17.8 £ 0.7 13.6 £04
W 0.28 £ 0.03 0.25 +0.02 0.32+0.03 0.24 +0.02 0.18 = 0.07 0.21 £ 0.05
Fe 86.0 £ 0.2 86.1 £0.2 85.5+0.2 85.9+0.2 63.2+0.9 71.8 £ 0.5
Y 0.19 £ 0.02 0.22 +0.02 0.22 £ 0.02 0.26 £ 0.02 33x03 2.8+0.2
(2—51M), oboramenHbix O, Y, Ti, Cru VB oboux co-  cooTBeTCTBeHHO). CTeXnoMeTpHsi OOHapy>XEeHHBIX

CTOSAHUAX.

B onHOM M3 ucclieqoBaHHBIX 0OBEMOB B HEOOTY-
YeHHOM COCTOSTHIHY ObLIO OOHAPYKEHO ITpeIBhIIeIIc-
HMe okcuaa. Ha rpanuiie mpeaBeiaeIeHUs HaOJo1a -
eTcsl yBeanyeHue kKoHueHTpauuu V u Cr. Takas xe
CTPYKTYypa Sap0o-000109Ka ObLIa OOHApyXXeHa paHee
B ctrasiu ODS Eurofer [31]. CootHomenus Y/Ti,
Y/(Ti + V) u (Y + Ti + V)/O umenu 6au3kue 3Haye-
HU IS KitactepoB u peuaunuTara (~0.5, 0.5 n 1.3

Konuenrtpauus, ar. %
25_ !

20 R -

LA,

[

AR

7
f,
4

=5

BKJIIOUEHUI OTJIMYAETCsS OT CTEXMOMETPUM OKcHAa

ITocne obnydyenuss nonamu Fe mpyu KoMHaTHOI
TeMIlepaType 10 103bl § CHa MPOUCXOAUT U3MEHEHUE
COCTaBa KJIAaCTEPOB, XOTSI COOTHOIIIEHUSI KOHIIEHTpa-
ouit Y/Ti, Y/(Ti + V), (Y + Ti + V)/O B kiacrepax
ocTaloTcs ctadbuinbHBIMU. KpoMe Toro, cpegHuii pa3-
Mep KJIacTEepOB YBEIUYWIICS C 4 HM B UCXOJHOM CO-
CTOSIHUM A0 5 HM Tiocjie objlydeHUs, a MIOTHOCTb

I v
Ry Y
B Cr
V2 Ti

L]
[

AT
SRR

Howmep knacrtepa

Puc. 13. O6oramenue kinactepoB B ctaau ODS 12Cr—0.2V—0.3Ti nocite ooyyeHust nioHamu Fe 1o 10361 8 CHa ITpy KOMHATHOM

TeMIIeparype.
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2.0
[ 1 McxomHoe COCTOSTHUE

1.8~ M 9 cHa
1.6+
1.4+
1.2+

1.0+
0.8+

0.6
0.4+
0.2

0-

Y/Ti Y/(Ti+V) (Y +Ti+ V)0

Puc. 14. CpaBHeHue otHoueHuit koHueHtpauuit Y/Ti,
Y/(Ti + V), (Y + Ti + V)/O B kinacrepax AYO cranu
12Cr—0.2V—0.3Ti go u 1mocie o0y4eHusI.

yycila KJacTepoB yMeHbInwiaachk ¢ 2.9 - 10% no
1.9 - 102 M3 COOTBETCTBEHHO.

BJIIATOJAPHOCTHU

HccnenoBaHne BBITTOJTHEHO 3a cyeT TpaHTa Poccwuii-
ckoro HayyHoro ¢onna (rmpoekt Ne 17-19-01696). O6my4e-
HUe o00pa3lLoB M ToMorpaduuecKuii aTOMHO-30HIOBBII
aHaJI3 BBITTOJIHEHBI Ha 06opynoBaHuM LleHTpa KoJUIeKTHB-
Horo mnonb3oBaHuss KAMMKC (http://kamiks.itep.ru/)
HMUII “KypuaToBckuiit uHCcTUTYT” — UTDD.
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Abstract—Advanced mechanical properties of ODS steels are mainly due to the high number density of ho-
mogeneously distributed oxide inclusions. It is well known that some alloying elements like Ti, V, Zr, ... play
important role in oxide/nanocluster formation and influence on number density and size of these inclusions.
In this work, we studied ODS steel contained both the vanadium and the titanium. The ODS 12Cr—1.1W—
0.2V—0.3Ti steel was characterized with TEM, SANS and APT. Different types of oxides inclusions where
revealed in the steel: large (>100 nm) Cr,0O; oxides, small (~5—25 nm) Y,Ti,O5 oxides, and nanoclusters (2—
5 nm). It was shown that the number density of these nanoclusters in two orders high than the one of the ox-
ides and nanoclusters are enriched in Y, O, Cr, Ti, and V. Moreover, in spite of the fact that V and Ti are pres-
ent in the material in approximately close value, clusters are predominantly enriched in Ti. APT samples of
this material were irradiated with Fe ions up to ~8 dpa at room temperature. APT analysis of the irradiated
material revealed decreasing of nanocluster number density with increasing their sizes. Changing in nano-
cluster composition was detected after the irradiation, but the decrease of Ti concentration in clusters was
considerably less than the one for V. However, the Y/Ti, Y/(Ti + V), and (Ti + V + Y)/O composition ratios
of nanoclusters remained stable under Fe ion irradiation to 8 dpa at room temperature.

Keywords: atom probe tomography (APT), oxide dispersion strengthened (ODS) steel, oxide particle, cluster,

heavy ion irradiation
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