SANEPHAA OU3UKA U HHXKUHUPHUHT, 2020, mom 11, Ne 1, c. 22—-31

INEPCIIEKTUBHBIE KOHCTPYKIIMOHHBIE MATEPUAJIBI

YIIK 539.25:620.187

JETAJIBHBIN AHAJIN3 HAHOCTPYKTYPBI JJUCITEPCHO-
YIIPOUHEHHBIX OKCUJIAMU CTAJIEN — MEPCIIEKTUBHBIX
MATEPUAJIOB AJEPHBIX PEAKTOPOB

© 2020 r. C. B. Poroxkun® > * ** A, A. Xomuu?, A. A. Boraues*?, A. A. Hukurun® %,
A. A. JIykpsanuyk?, O. A. Pazaunpin‘, A. C. IIIyros?, A. JI. Bacuises ¢, M. 10. IIpecHsaxkos®

¢ Unemumym meopemuueckoil u sxcnepumernmansvhoill pusuxu umenu A. . Anuxanosa Hayuonarvroeo uccaedo8amenbckoeo

yeumpa “Kypuamoeckuii uncmumym?”, ya. boavwas Yepemywrunckas 25, Mockea, 117218 Poccus
b Hayuonansusiii uccnedosamensckuii adepruiii ynusepcumem “MHDH”, Kawupckoe w. 31, Mockea, 115409 Poccus

¢HayuoHanwvHulil uccaedosamenvckuii yenmp “Kypuamoesckuii uncmumym”,
na. Axkademura Kypuamosa 1, Mockea, 123182 Poccus

4 Huemumym kpucmannoepaguu um. A.B. Ily6nuxosa ®HHUL] “Kpucmannoepapus u pomonuxa” PAH,
Jenunckuii np. 59, Mockea, 119333 Poccus
*E-mail: Sergey. Rogozhkin@itep.ru
**E-mail: SVRogozhkin @mephi.ru
IMoctynuna B pegakmuio 14.01.2020 r.

ITocne mopa6orku 17.01.2020 r.
[MpunsaTa x myonukamuu 17.01.2020 r.

[ToBbIlLIEHHBIE MEXaHUUYECKME CBOMCTBA TUCIIEPCHO-YITPOUYHEHHBIX okcruaamu (J1YO) craneit obyciaoBie-
HbI B OCHOBHOM BBICOKOM TJIOTHOCTHIO OMHOPOIHO pacIipeieSIeHHbIX OKCUIHBIX BKIIOUEHU . XOPOIIIO 13-
BECTHO, YTO HEKOTOpPBIE JIETUPYIOIINE DJIEMEHThI, Takre Kak Ti, V, Al, ... UrpaloT BaxXHYIO pPOJib B 00pa3o-
BaHUM OKCUAOB/HAHOKJIACTEPOB U BIUSIOT HA TJIOTHOCTh U pa3Mep 3TUX BKIIIOYeHMI. B maHHOI1 paboTe
MBI U3YYWJIM IUpoKuit ciekTp JAYO craneii, cogepXallnx pa3indHble JerMpyoline 3JeMeHTbl. MUKpo-
CTPYKTYPHBIIl aHaU3 BBHITIOJHEH METOAAMM MPOCBEUYMBAIONIEN 3JIEKTPOHHON MUKPOCKONUU M aTOMHO-
30HI0BOI ToMorpaduu. B cranmu obHapykKeHBI pa3IMYHbIE TUITHI BKIIOYeHUiT: okcuabl Thia Y—Ti—O uim
Y—AI-O paszmepamu ~2—15 HM, a TaKKe HaHOKJIacTepsI (2—5 HM), oboramteHHble 1o Y, O, Cr, a Takke 110
Ti, V, Al, eciu 3Tu 2J1eMEeHTBI NPUCYTCTBYIOT B MaTepuaje. bbuio mokaszaHo, YTO OCHOBHOM KJla B yIIpoO4-
HEHHE CTaJIell BHOCSIT OKCUIBI, ¥ TOJIBKO B cTaysix Austenitic ODS u 14Cr ODS Bxitag KJ1acTepoB OKa3ajcs
COIMOCTaBUM C BKJIaIOM OKCHJIOB.

KiroueBble ciioBa: nucriepcHo-yrpodyHeHHast okcunamu (JIYO) cranb, mpocBeunBaloiasl 3JeKTpOHHas

mukpockorus (IT9M), atromHo-30H10Bast ToMorpadus (A3T), okcuaHast YacTuIla, HAHOKJIACTEP
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BBEIAEHUE

HucniepcHo-ynmpouyHeHHbIe okcugamu (A YO)
crtaiu (ODS steels — oxide dispersion strengthened
steels) oOilamaloT 3aMeTHO OoJice BBICOKOM Kapo-
MPOYHOCTBIO YEM TPAMIIMOHHBIE CTaJIM 34 CYET 3Ha-
YUTEIBLHOTO 4YHMCJIa PaBHOMEPHO pacmhpeaeeHHBIX
okcuaoB. Takve MaTepuayibl pa3padaTbIBalOTCs TaK-
K€ M ISl IAEPHBIX TPUITOKEHU I KOHCTPYKIIMOHHBIX
MaTepuajioB TEPBOM CTEHKM OyayIIUMX TepMOosiaep-
HBIX PEaKTOPOB, MaTepuagoB 000JI0UEeK TOTLIMBHBIX
3JIEMEHTOB B peakTopax Ha OBbICTPbIX HEWTpOHAaX U
IJIsl psiia KOHCTPYKLUUM B Pa3sIMYHBIX PEAKTOPHBIX
ycraHoBKax 1V nmokonenus [1—4]. MaTtepuaibl 3TOro
KJ1acca MOTYT BblIepXKMBaTh TeMitepatypsl 10 700°C,
U OXUAAETCS MX YCTOWYMBOCTb K paaualiOHHOMY
pacmyxanuto 1o 200 cHa [5]. MexaHudeckue CBOIi-
ctBa J1YO craseit cylmecTBeHHO 3aBUCST OT XapaKTe-
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PUCTUK HAHOCTPYKTYPHBI: pa3Mepa U MpOCTPaHCTBEH-
HOTO pacIpeie/ICHUsT TUCIIEPCHBIX BKITIOUCHU (da-
CTHUII 1 KJIacTepoB okcuaa). CiaeayeT OTMETUTD, UTO
HEeOOIbIIIOE KOJUYECTBO HEKOTOPBIX JIETUPYIOLINX
aneMmeHTOB (Ti, Zr, V, Al...) 3HaUUTEJIFHO YMEHbIIIAECT
pa3Mep YacTHIL OKCHIA U YBEJTMIMBAET IJIOTHOCTH OK-
cuaoB M HaHokiactepoB B JAYO cranmsax. DTu cTpyK-
TypHBIE W3MEHEHMS OOECITeYMBAIOT 3HAYMTEILHOE
MOBBIIIEHUE Tpenena 1moisydecty B YO cramsax mo
CpaBHEHMIO C HEYIPOUHEHHBIMU cTajisiMu. HaHopasz-
MEpHBbIE OKCHUIHBIC BKITIOUEHUS SIBIITIOTCS TOYKAMU
3aKpervieHUsT TUCTOKAIMI M 00eCTIeYMBaIOT 3axBaT
reJivsi, 00pasylollerocsi B TpaHCTMYTaLIUSIX TIPU BO3-
TMEeWCTBUY PeaKTOPHBIX HEUTPOHOB, M PaTUAlIMOHHBIX
nedeKTOoB.

KonndecTBeHHBII aHAIN3 OKCUIHBIX BKIIFOUESHUIT
B A YO cransax TpedyeT mpuMeHEeHMS HECKOIBKUX JI0-
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Taomuna 1. Xumuueckuii coctas ucciaeayeMmbix YO craneii, at. %

ODS Fe |Mo| Al | Ni | Zr {Mn| Cr | W Y (0] Ti | V C N | Ar | Si
Eurofer ODS 88.08| — — 1002 — [039] 9.81/0.34|013 034 | — |0.22]|0.40 021 | — [0.06
10Cr ODS 86.90| 0.57 | — — — 10.50({10.64| — | 017 | 0.17 |0.29]0.11 | 0.60 | 0.02 | 0.01 | —
14Cr ODS 84.65| — - - - — |14.44|0.33 | 0.12 | 0.12 |0.23| — [0.05]|0.03| — |0.01
Austenitic ODS |67.78 | — — |14.29| — — |15.84| 043 | 0.16 | 0.35(0.17 | 0.11 | 0.46 | 0.40 | — -
KP-1 7724 — (642 — |028| — |15.13/0.56 | 0.16 | 0.04 | — — 10131002001 —
KP-3 7829 — |6.40| — - — [13.8210.55| 0.16 | 0.37 [0.18| — | 0.21 - - —
KP-4 7492 — |757| — |0.28| — [15.46]|0.53|0.16 | 0.63 [0.13| — | 0.27 | 0.02 |0.01 | —
OOJHSIOIMX MeTonoB. IIpexne Bcero, 3To mMpocBe- MATEPUAJIBI

yMBalolllasl BJIEKTpOHHass Mukpockornus (ITOM).
Menpuaiiniye BKIIIOUEHHUS 1 KJIaCTephl MOXHO OOHa-
PYXUTh C MIOMOIIBIO MaJIOYTJIOBOTO paccestHUsI Heli-
tpoHoB (MYPH) [6, 7] wiu ¢ mOMOIIBIO aTOMHO-
30H70BOiT ToMorpacduu (A3T) [8, 9]. MYPH no3zso-
JISIET onpeaeuTh 00bEMHYIO TNIOTHOCTh OKCHIOB U
HaHOKJIaCTepPOB. XMMUYECKUI COCTaB U MPOCTpaH-
CTBEHHOE paclipeIe/IeHUE 3TUX KJIACTEPOB MOT'YT OBITh
JIETaJILHO U3YYEHBI C IIOMOILBIO AaTOMHO-30HI0BOM TO-
morpacdun. A3T ncciienoBaHMsI II0KA3a/IM, YTO COCTaB
HaHokJ1acTepoB B JIYO cTaisix oTM4aeTcst OT cocTaBa
CTEXMOMETPUYECKIX OKCHUIOB. BbUIO mokazaHo, 4To
AVYO cranu comepxXaT BbICOKYIO INIOTHOCTh HAHOKJIA-
CTEPOB, OboraleHHbIX Y, O U IpyriMu JIETMPYIOLLUMU
aJIeMeHTaMM, TakuMu Kak V, Ti, ... (eciu oHU IIpUCyT-
CTBYIOT B cocTaBe ciuiaBa) [8—10]. Hampumep, cTaib
ODS Eurofer, pazpaboranHast Ha ocHoBe Eurofer 97 B
paMKax eBpOIICMCKOI IIPOrpaMMEl II0 TepPMOSIep-
HbIM peaktopam [11, 12], comepxut okcuabl Y,O;
[12], Tak 1 HaHOKJIAcTEepHI, oboraiteHHbIe Y, O, V1
N [8, 9]. Cnenyet otmeTuTh, yTo ODS Eurofer conep-
KuT okojo 0.2 mac. % V, 1 3TOT XUMHUYECKUIA 3J1e-
MEHT UTPaeT BaXKHYIO POJIb B 3apOXASHNHU KJIACTEPOB
B ODS Eurofer. Tutan cuutaercs Hanbonee apdek-
TUBHBIM XMUMHWYECKUM 3JIEMEHTOM IJIsI (hopMUpOBa-
HuUst HaHOCTPYKTYp B AYO cransx [13, 14]. Kiactepsl
B AYO cranax ¢ Ti B nx coctaBe oborameHsl Y, O n
Ti, a x 00beMHasl INIOTHOCTD BHIIIIE, YeM IDIOTHOCTh
knactepoB B ODS Eurofer (6e3 Ti B cocraBe) [9].

B Hacrosiiiee Bpems mmpokuii criektp YO craneit
pa3paboTaH B paMKax HAlIMOHAIbLHBIX 1/ VI UCCIIEI0-
BaTeJIbCKMX mporpamm B lepmanum [15], Ppanuuu
[16], Amonum [4], Kurae [17], Peciyoauke Kopes [2],
u ap. s aHanm3a IMOHUMAaHMST POJIA YIIPOYHSTIOIINX
BouyeHuit B JIYO crajisix, Heo0X0a1MM KOMIUIEKCHBIM
aHaJIM3 MUKPO- M HAHOCTPYKTYpHI HOBBIX YO cra-
Jieit. B maHHoit pabote HaHOCTpyKTypa YO craneii,
JIETUPOBAHHBIX PA3IUYHBIMU 3JIEMEHTAMMU, HCCIIeI0-
BaHa METOIAaMU ITIPOCBEYMBAIONIEH 37IEKTPOHHOMN MUK-
pockonuu (IT9M) 1 aTOMHO-30HI0BOI TOMOrpadumn
(A3T).

AOEPHAA OU3UKA U UHXKMUHUPUHT  Tom 11

Ne 1

XuMmuueckue cocTaBbl midydaeMbix YO craneit
IpencTaBieHBI B Tabanne 1. DTU Marepuanbl OBIITN
pazpaboraHbl B TexXHOJIOTMYECKOM WHCTUTYTE
Kapacpys (KIT, I'epmanust), Knorckom yHUBEpCcu-
tete (Amonms), KopeilcKkoM HHCTUTYTE aTOMHOM
sHeprumn (KAERI, Pecnyonuka Kopest) u @paHirys-
CKOWl KOMMCCHUHU IO aJIbTEPHATUBHOM M aTOMHOM
sHeprun (CEA) (®panuus). Bee 1YO cramm 66uin
MOJYyYEeHbI MyTEM MEXaHUYECKOTO JIETUPOBAHUS Me-
TANIMYECKUX MOPOIIKOB U MOpoIIKkoB Y,0;. OnHako
CYIIECTBYIOT pa3jinuus B TEpMOMEXaHUYECKO 0Opa-
OoTKe.

Amnonckne AYO cramu KP-1, KP-3 1 KP-4 651
3aKJIIOYCHBI B KAIICYJIy U3 MSITKOM CTaJIN U IeTa3nupo-
BaHbl B BakyyMe 1073 Topp nipu 400°C B TeueHue 3 4.
Topstuyio akcTpy3uto rpu 1150°C ocyluecTBIsIN IJ1st
npugaHust GOPMbI B BUAE CTEPXKHS AUaAMETPOM 25 MM
¢ mocneaymomuM oTxkurom npu 1150°C B reyeHue 1 4.
IMocnenHuM 3TanmoM GbLIO BO3AYIIHOE OXJIAXKICHUE.

Kopeiickasa cranps ODS 10Cr Ha mepBBIM 3Tare
ToABeprajgach ropsiueMy U30CTaTUIECKOMY IPECCOo-
BaHuto 1ipu 1150°C B reueHue 4 yacos ripu 100 MI1a,
3aTeM cliegoBajia ropsiyast mpokatka mnpu 1100°C,
HopManu3auusg npu 1050°C B teueHue 1 4 ¢ oxja-
KIEHUEM Ha BO3MyXe W IMOCJEAYIOIIMI OTITYyCK Mpu
780°C B TedeHure 1 9 ¢ BO3OYIIHBIM OXJIAXKICHUEM.

Hewmenkas aycrenutHas YO cranp (Austenitic
ODS) mnomBepraiach TopsideMy UW30CTATUYECKOMY
npeccoanuto ipu 100 MITa pu 900°C B TeueHue 1 4.

®paniysckas ctaib 14Cr ODS noasepriach ro-
psyeii mpokaTke co 125 mo 63 MM ¢ HociaeayIoIINM
NOBTOPHBIM HarpeBoM mnpu 1100°C, a 3areM ObLia
MOJABEPrHyTa ropsiueii MpoKaTKe B HECKOJIBKO 3TAIlOB
IO 2 MM.

Espomeiickast ctanp Eurofer ODS (EU-Charge)
6b11a HopMasinzoBaHa 1pu 1100°C B reueHue 30 Mu-
HYT C 3aKaJKOW B BOJE C MOCJIEIYIOLIUM OTIIYCKOM
npu 750°C B TeyeHUe 2 4acOB C BO3AYILIHBIM OXJa-
XKICHUEM.

Cramu Eurofer ODS u 10Cr ODS conepxar 9%
xpoMa, Austenitic ODS u KP — BbICOKOXpOMUCTBIE
cranu. AAnonckue crtanu KP takke comepzkat Al. Co-
JIep>KaHWe UTTPHUS BO BeeX CTalsgx B nuarasone 0.12—

2020
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POI'OKKHWH u np.

Puc. 1. Mukpoctpykrypa craieit: Eurofer ODS (a); Austenitic ODS (6); 14Cr ODS (B).

0.17 at. %, B TO BpeMs KaK colaepKaHue KHUCIopoaa
MNpPEeICcTaBJICHO B JOCTATOYHO IIMPOKOM IMAarna3oHe
o1 0.12 10 0.63 ar. %.

WCCJIEAOBAHMUE J1YO CTANEN
METOJAMMU I1O5M

AHanu3 xumMmdeckoro u ¢gasosoro cocrtasa YO
cTajieii mpoBoaucd ¢ nmomolbio [IOM, 31eKTpoH-
Hoit nudpakimu (B1) U CKaHUPYIOILLIel TpocBeYnBa-
fo1eit aseKTpoHHoM Mukpockormu (CTOM). J1is1 mo-
JIydeHUus1 MuKpodoTtorpaduii B pexkxume Z-KOHTpacTa
ucnonb3oBajicss Mukpockon Titan 80—300 S/TEM
(Thermo Fisher Scientific, CILIA) ¢ yckopsirolnmum Ha-
npsikeHreM 300 kB, ocHallleHHBIH KOJIBLIEBBIM BBICO-
KOYTJI0BBIM JieTekTopoM TemHoro nosist (HAADF, Fis-
chione). KadyecTBeHHEBIIT M KOJIMUYECTBEHHBII XUMU-
YeCcKMid aHaiu3 oO0pa3loB TMPOBOAWJICS METOIOM
SHEProJUCIIEPCUOHHON PEHTTeHOBCKON CHEKTPO-
ckormuu (EDXS). O6pa3ubl momepeqyHoro ceuyeHusI
st ucciienosanuit S/TEM ObUINM MOATOTOBJICHBI C
MOMOIIIbI0 My4YyKa (okycupoBaHHBIX MOHOB (FIB)
Ha CKaHUPYIOIIEM ABYXJIydeBoM MUKpocKore Helios
NanoLab 600i (Thermo Fisher Scientific, CIIIA).

Muxkpoctpykrypa YO craneit nmpencraBieHa Ha
puc. 1. ITouTu Bce cTajau COCTOST U3 TUITUYHBIX Pep-

PUTHEIX 3epeH pazMepoM oT ~200 HM 10 2 MKM U CO-
nepxar okcugHble BkinodeHus. Cranbp 14Cr ODS
noaBeprajach IMpoKaTKe U MMEET BBEITSHYTHIE 3€pHA
mmHOoi 1—6 MM u mmpuHoit 50—350 aM. Cranb
Austenitic ODS cocToUT U3 ayCTEHUTHBIX 3€PEH pas3-
mepamu 100—500 um. IIpumep HabIIOHAEMBIX OK-
CUIIHBIX BKJTIIOUSHMI ITpecTaBieH Ha puc. 2. Pacmpe-
JeJIeHUsI OKCUIHBIX BKJIIOUEHUI MO pa3Mepy Mpe-
craBieHbl Ha puc. 3. KoimyecTBeHHEBI aHanu3
HabI0gaeMBIX OKCHIIOB TIpeacTaBiieH B Tadm. 2. Oc-
HOBHAasl YaCTh OOHAPY>KEHHBIX BKJIFOUSHUI HAXOIUT-
csl B nuana3oHe pasmepoB 2—10 HM. CuuTaeTcs, 4To
BKJIIOUEHUSI OKCUIOB JOCTATOUYHO OOJIBIINX pa3Me-
poB B cranu Eurofer ODS uMelOT CTeXMOMETPUIO
(Y, 3Mn,,)O; [18], B cTansx ¢ conepxkanunem Ti — cre-
XUOMeTpUst 6onblInx okcunos Y, Ti,O,, uin Y,TiO;
[19]. B cransax ¢ amomuaueMm (KP-1, KP-2, Kp-3) —
Y,AL Oy, YAIO;, Y;AL50,, [17, 20], a B cTansax ¢ uup-
KOHUEM OKCHUIbl UMEIT cTexuoMmeTpuio Y,Zr;0,
wim Y,Zr,0, [21, 22]. BeimonHenHblii EDX aHanus
MOKAa3aJl, YTO B UCCIICAYEMBIX CTAJISIX UMEIOTCSI BKITIO-
yeHusa tuna Y:0,Y:Ti:O, Y:AL:O, Y:AlL:Ti:O, Al:O.
IIpuMep >JI€MEHTHOTO KapTUPOBAHUS OKCUIHBIX
BkioueHnil B ctanu Eurofer ODS mpencraBineH Ha
puc. 4. Ha puc. 5—7 npeacraBieHbl IpUMEPHI JIMHE -

Taommna 2. XapakTepHble pa3Mephl 3¢peH, CPETHMI pa3Mep 1 00beMHast INTIOTHOCTh OKCUIHBIX BKiTIoueHui B JIYO crasx

A“(S)tg“smc 14Cr ODS 10Cr ODS | Eurofer ODS [KP-3 ODS|KP-1 ODS|KP-4 ODS
Jmna: 1-6;

3epHa, MKM 0.1-0.5 mpua: 0.05—0.35 0.2—1.5 0.3-2 0.5-2 0.6—-2 0.5—1.5
Cpemnmit pasmep 6+2 4+1 341 6+2 341 8+ 3 541
BKJIIOYCHUHN, HM
O0BeEMHAA TJIOT-

3 2-10% 2-10% 13- 10?2 4. 10% 9102 | 2-102 | 4-10%
HOCTb, M

SAEPHASI ®U3UKA U UHXUHUPUHT ToMm 11 Ne 1 2020
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Puc. 2. OxcunHele BKIIoUeHus B ctaisx: Austenitic ODS (a); KP-1 ODS (6); 14Cr ODS (B).
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0 5 10 15 20 0 5 10 15 20 0 5 10 15 20

Pasmep, HM

Puc. 3. PacnipeneneHus no pa3MepaM OKCHIHBIX BKIIoUeHU B cTaysix: Austenitic ODS (a); KP-1 ODS (6); 14Cr ODS (B).

Puc. 4. DeMeHTHOE KapTUpOBaHUE OKCUIHOM YacTulibl B 3epHe ctayim Eurofer ODS.

AOEPHAA ®U3UKA U UHXKUHUPUHT Tom 11 Ne 1 2020
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Puc. 5. (a) Uzo6paxkenue ctanu 14Cr ODS, nmojiydeHHOE B pexkuMe CBETJI0ro 1moJjist Merogamu [1POM. JInHueit mokasaH mpo-
GWIb, IO KOTOPOMY MPOU3BOAMIICS MUKPOAHaAIN3 cocTaBa YacTULbL. (6) JIMHelHbIe TpoduIn KOHLIEHTPAIUii XUMUYECKUX

351eMeHTOB B okcume ctanm 14Cr ODS.
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Puc. 6. (a) Uzo6pakenue cranmu KP-3, monyyeHHOe B pexXuMe cBeTIoro mnoJjist Mmetomnamu [IPOM. JIlunueii mokasaH npoduiib,
0 KOTOPOMY ITPOU3BOAMICS MUKPOAHAIN3 COCTaBa YacTULIbL. (6) JIMHelHbIe TpoduIn KOHLIEHTPAIi XUMUIECKHUX DJIeMeH-

TOB B okcuze ctaim KP-3.

HBIX Npoduieii KOHLIEHTPALUKU 3JIEMEHTOB B OKCH-
nmax craneit 14Cr ODS, KP-3 u Austenitic ODS.

Camas BbIcOKast 00beMHas MIIOTHOCTb OKCUIHBIX
primouenuit (13 - 1022 m~3) 6bu1a o6HapyxeHa B ODS
10Cr ¢ Han6onbmM comepxanueMm Ti (0.29 a1.%), a
takxke ¢ 0.11 at.% V u 0.5 at. % Mn. Heckonbko

AOEPHAA ©OU3UKA U MTHXXKUHUPUHT

MeHbIIasg 00beMHAasI MIOTHOCTh OKCUIHBIX BKITIO-
yeHuit (9 - 10?2 m~3) 6b1a B KP-3 ¢ 0.18 at. % Tiu
0.55 at. % W, ewe Mensie B Eurofer ODS ¢ 0.22 at. %
V 6e3 Ti. Hammenbmast o0beMHasI IIIOTHOCTH OblJIa B
KP-1 6e3 Ti. B Toxe Bpems B Austenitic ODS u
14Cr ODS Takke ObIIIO MUHUMAIBHOE YMCIIO BKITIO-
yeHui, XoTst oHu U comepxanu 0.17 u 0.23 at. % Ti.
Ne 1

TOM 11 2020
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(a)

Konuenrpauus, at. %
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(©)

Paccrossnue, am

Puc. 7. (a) 300paxenue cranu Austenitic ODS, momyyenHoe B pexxume cBetioro mojist Mmetonamu [IPOM. Jlunueit mokazan
npoduiib, O KOTOPOMY IMPOU3BOIMIICSI MUKPOAHaIU3 cocTaBa yacTulibl. (b) JIMHeltHble poduan KOHUEHTpalrii XuMuue-

CKUX 3JIEMEHTOB B okcue ctaau Austenitic ODS.

N3BectHO, uTo Ti siBasieTcss Hambosee 3hPEeKTUB-
HBIM XUMWYECKUM 3JIEMEHTOM JUISI TIOHVKEHUST pas3-
MepoB oKcunoB. B Toxe Bpems B ctayim 0e3 Ti 3Haum-
TeJIbHOE BIIUsIHME OKa3biBaeT V. Takke Mbl BUIIUM, YTO
HEKOTOpBIE IPYTUe 3JIEMEHThI TAK:KE MOT'YT OKa3bIBaTh
BJIMSTHUE Ha YMEHBIIIEHUE Pa3MePOB OKCUIHBIX BKITIO-
YEeHUI U MOBBILLIEHUE UX OObEMHOM MIOTHOCTH.

AHAJIN3 YO CTAJIUEI?'I METOJOM
ATOMHO-30HA0OBOU TOMOI'PA®HNN

HccnenoBanue HaHOCTpYKTYphI ctajieit ODS npo-
BOJIWJIOCH C OMOIIBIO TOMOTpa(pIecKoro aTOMHOTO
30HIAa € (PEeMTOCEKYHIHBIM JIa3epHBIM MCIIapeHUe
ITA3JI-3D, pazpaboraHHoro B MHCTUTyTe TeopeTuye-
CKOI M 9KCIIepuMeHTanbHOou u3uku (Mocksa) [23].
COop JaHHBIX ITIPOBOAMJICS TIPU 0a30BOM TeMIIepaType
ob6pasua 40—50 K B pexxume J1a3epHOro McrapeHus ¢
IJIMHOM BOJIHBI 515 HM, MJIMTEIHHOCTBIO JIA3€PHOIO
nmityibea 300 e, yactoToit 25 kIl 1 sHeprueit nMm-
nyiabca 0.1—1.2 mx/Ix [24]. JlaBiaeHUEe B Kamepe UC-
cinenoBaHus cocraswio (5—7) - 10719 Topp.

Pexoncrpykimsa n anam3 A3T gaHHBIX BKITIOYaIN
WIEHTU(PUKALIMIO Macc-CIeKTpa M XapakTep3alluio
TPEeXMEPHBIX paclipeaeaeHU XUMUYECKHX JIEMEHTOB
B HCCJIeTyeMBIX oObeMax. B aToM ncciaenoBaHnu npo-
rpamMMHBbIN TTakeT KVANTM-3D mncnonb3oBajics ajist
aHanM3a JaHHBIX [25]. sk peKOHCTPYKILIMU TTOI0XEe-
HUII aTOMOB MHCIIOJI30BAJICS OOIIMIA METOI PEeKOH-
crpykumu baca [26], B KOTOpOM BBIYUCIIETCST OOpaT-
Hasl TIpOEKIIMsl KaXIoro oOHapykeHHOTro HMOHa, UC-
HONBb3ysl paguyc KOHYMKA oOpaslia M pacCTOSTHHE
MEXITy 00pa3lioM 1 IETEKTOPOM.

st xapakTepu3alyyd HaHOpa3MEPHBIX OCOOEH-
HOCTEM NPUMEHSIICS aJITOPUTM MaKCUMaJIbHOTO pa3-

AOEPHASA ®U3UKA 1 UHXWUHWUPUHT

ToM 11 Ne

nelieHusi. B aToM anropurmMe mpoBepsiIoch JIOKab-
HO€ OKpYXXEHHe KaXIIoro aroMa B Mpeeiax HeOob-
woii cdepbl ¢ aAuaMeTpoM d,,.. Ecau yuciao atomos
HEKOTOPOTO pacTBOPEHHOIO 3JIEeMEHTa B cdepe mpe-
BBIIIIAET TOPOTOBOE 3HAYEHUE N,;,, aTOM B LIEHTpe
cepbl cunuTalicsl MpUHAIIEXKaIliM HEKOTOPOMY Kila-
crepy A. KpoMe Toro, ecinu psiioM ¢ 3TUM aTOMOM Ha
paccTosTHUH d,,,,, HAXOMUTCS IPYTOif aToM, TIpUHAIJIe-
Kalluii Kiractepy B, To 3T 1Ba aToMa CYATAIOTCSI TIPU-
HaJIexkalllMMU OMHOMY U TOMY e KjacTtepy. OmnucaH-
Hasl TIpollelypa, BbIMOJIHsIEMasl JJIsi KaXJA0ro aromMa
aHAJIN3UPYEMOro 00beMa, MO3BOJISIeT MACHTU(MULI-
poBaTh BCE€ BO3MOXKHBIC KJIacTephbl. 3aTeM OOBIYHO
MpUMEHSIETCS] JOTIOJTHUTEIbHBIN 11ar: aTOMbI B KJIa-
cTepax, COCTOSIIINX MeHee 4eM NV, aTOMOB, KJIacCH-
dunupyoTcst Kak aToMbl Matpulibl [27, 28]. Eciu
BBIOpaHHBIC TapaMeTphl HEBEJIWKM, HaOIIomaeTcs
a¢dekT pparMeHTalMU Kj1acTepoB. Be1Oop 60JbIINX
napamMeTpoB MPUBOIUT K OOBENMHEHNIO OJIUM3KO pac-
MOJOXEHHBIX KJIacTepoB. B Hacrosieit paboTe 1mo-
HICK ITapaMeTPOB KJIACTEPOB IIPOBOIUJICS T10 3JIeMEH-
Tam Y, O, Ti, VU Zr B 3aBUCUMOCTH OT U3HAYAJILHOTO
cocTaBa CTajli M OOOralleHusl KJIacTepoB IO 3TUM
siieMeHTaM. [logoGpaHHBIe mapaMeTphl TTIOMCKA Kila-
CTEPOB dpoy U Ny 181 cTasieid Austenitic ODS, 14Cr
ODS, 10Cr ODS, Eurofer ODS, KP-3 ODS, KP-1 0ODS
u KP-4 ODS cocrasuwmm 0.7 aM u 7 atomoB, 0.7 HM 1
6 atomoB, 0.5 HM 1 6 aToMOB, 0.6 HM 1 7 aTOMOB, 0.7 HM
u 6 atomoB, 0.6 um u 8 atomoB u 0.6 HM 1 9 aTOMOB
COOTBETCTBEHHO. MMHUMAaJbHOE YMCJIO aTOMOB B
KJitactepe 0bu10 BeIOpaHo 50. Ha puc. 8 npencrasie-
HBI TIPUMEpPBI aTOMHBIX KapT Tpex craineii: Eurofer
ODS, 14Cr ODS u Austenitic ODS.
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Puc. 8. [Tpumepsr aromHbIx KapT ctasieit Eurofer ODS (a); 14Cr ODS (0); Austenitic ODS (B).
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Puc. 9. [IpuMepsl pacnpeneneHus KiacTepoB 1o pazMmepaM B ctajissx Eurofer ODS (a); 14Cr ODS (6); Austenitic ODS (B).

OO0OHapyXeHHbIe Kj1acTepbl oboraieHbl 1o Y u O
(cm. Tabi1. 3). BoabIIMHCTBO U3 HUX TaK:Ke oboraiie-
HblI 110 Ti 1 Cr. Ti oTCYTCTBYeT B KJIacTepax TOJbKO B
cranu ODS Eurofer, B KoToOpoil OH HOJIHOCTBIO OT-
CYTCTBYET B COCTaBe M UMEHHO B 9TOM cllyyae B KJla-
crepax npucytctByeT V. B cranu 10Cr ODS, rne ume-
eTcs 6nm3koe conmepxxanue V u Ti, KiaacTtepbl mpe-
MMYIIeCTBEHHO obGoramieHsl 1o Ti (B cpaBHEHUH C

BaHagueM). B cTajsx ¢ aJloMUHUEM 3TOT DJIEMEHT
oOoraiaeT Kjiactepbl TOJIBKO B ctaim KP-3, u mo6aB-
neHue Zr B ctansix KP-1 u KP-2 npuBoauT K 3amMeT-
HOMY 00OTallleHUIO KJIACTEPOB 110 Zr TIPU OOHOBpE-
MEHHOM ux obegHeHuu 110 Al. PacrnipeneneHue Kia-
CTepOB II0 pa3Mepam IToKa3zaHo Ha puc. 9. CpegHue
pa3Mephl U INIOTHOCTH KOJIMYECTBA KJIaCTepOB, 0OOHa-
pykeHHbIX ¢ moMoI1ibio APT, coopanbl B Ta6:m. 4. B oc-

Ta6muua 3. OGoralleHUs KJIACTEPOB XUMUYECKUMU 3JIeMEHTaMM, 0OHapykeHHbIe ¢ TToMolbio A3T B IYO cransx, at. %

Augggﬁc 14CroDS | 10CrODS | Eurofer ODS KP-3 KP-1 KP-4
Cr 542 342 4+ 1045 4+ —6+3 01402
Y + 12406 + 341 13407 1045 4+
0 1+ 6+3 7+ 442 4+ 17+8 743
Ti 4+12 + - 6+3 5+3 241
v 12406 - 0.8+ 0.4 8+ 4 - -
N _ _ _ + _ _
Zr - - - - 743 241
Al - - - - 0.8+ 0.4 3+ 241
SAEPHASI ®U3UKA U UHXUHUPUHT ToM 11 Ne 1 2020
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Taomuna 4. CpenHue pa3Mepbl 1 00beMHbIE TNIOTHOCTU KJlacTepoB, oOHapyxkeHHbIX MeTogoM A3T B JIYO cransix

Austenitic ODS| 14 Cr ODS | 10Cr ODS | Eurofer ODS| KP-3 KP-1 KP-4
CpenHuii pasMep, HM 4+1 4+2 4+1 3+1 4+1 9+ 1 4+1
O06beMHas TIOTHOCTD, 1022 M3 28+ 4 41 £5 9+1 10+3 13+2 .5£0.6 | 9£3
Ta6muna 5. PacueThsl ynpoyHeHUs1 B pamkax DBH Monenu 3a cueT OKCHITHBIX BKIIIOYEHU U KJIaCTEPOB

Aucs)tglsmc 14CrODS | 10CrODS |Eurofer ODS| KP-3 KP-1 KP-4

Oxkcunbl 0.44+0.07 | 0.36 +£0.04 0.8 +0.1 0.6 £0.1 0.7%+0.1 |0.51 £0.09|0.57 £0.05
Knacrepsl 0.21 £0.03 | 0.26 £ 0.06 | 0.12%0.01 0.11£0.02 [0.15%+0.02| 0.12 £0.01 [ 0.06 +0.03
Oo6uee yripounenue | 0.49 £0.07 | 0.44 +£0.07 0.8 £0.1 0.6 0.1 0.7%£0.1 |0.58%+0.06|0.57£0.05

HOBHOM, KJIaCTepPbI UMEIOT pa3Mepbl 3—5 HM, TOIBKO B
craim KP-1 xapaktepHble pasmepbl 8—10 HM. U
MMEHHO B 9TOM clIyyae oOHapy:KeHa HanboJjiee HU3-
Kag oObeMHas TUIOTHOCTB KitactepoB. HambGompimast
00BEMHAs IUIOTHOCTH KJ1acTepos (> 1022 M—3) o6Hapy-
»KeHa B ctajsgx Austenitic ODS u 14 Cr ODS.

AHAJIN3 YITPOYHEHHWA YO QTAJ'IEI;I
3A CHET BKIIIOYEHUWU

IMonyyeHHBIC JaHHBIE MUKPOCKOITMYECKOIo aHa-
JIi3a CTpyKTypHO-@da3zoBoro coctosiHus YO craneii
IO3BOJISIIOT OLIEHUTh POJIb OOHAPYKEHHBIX BKITIOUE-
HUI B ynmnpouHeHHe. OCHOBHOM MOJIEIbIO IS OLIEH-
KM MU3MEHEHMUIA TIpeesia TEKYUYECTH SIBJISICTCSI MOAEb
IUCIIEPCMOHHOIO OGapbepHOro ymnpouHeHms (dis-
persed barrier hardening model, DBH monens) [29].
B pamkax 3Toii Moaenau Kaxablii TUN Oapbepa JaeT
BKJIaI B YIIPOYHEHME B COOTBETCTBUM C (POPMYIION
OpoBaHa:

AG; = Mio,uby N d;, )

rae o, — cuia 6apeepa; M — dakrop Teitnopa; U —
MOZIYJIb cABUTA; b — Momynb BeKTopa bioprepca; N; u
d; 00beMHas IUIOTHOCTh U CPpeAHUI pa3Mep Oapbepa
sToro Turia 6aprepoB. B [30] cpennsis cnna 6apbepa
OKCHUJIHBIX BKJIIOUeHU I OblIa olieHeHa Kak (.59, ripu
MakcuManbHOM 3HadeHuu 0.80. CpenHsis BeI4InHA
Oapbepa U1l OKCUIHbBIX BKIIOUEHU, TTOJTyYeHHas U3
in-situ IIOM wncciemoBaHMil 00pa3LIOB HA PaCTsKe-
Hue [31] paBHa 0.63 mpu MakKCUMaabHOM 3HAUCHUU
0.80. B mocnempeM sKcIEepUMMEHTE CpPEeIHUI pasMep

AOEPHAA OU3UKA U UHXKMUHUPUHT  Tom 11

Ne 1

BKITIOYeHMI ObIT 7 HM. Crta 6apbepa HAaHOKJIACTEPOB B
9% Cr ODS cramm orrenmBaeTcs Kak 0.1—0.08 [32].

PesynbTathel pacueTa yIpoudHEeHHUSI OT OOHAPYXKEH-
HBIX OKCUIHBIX BKJIIOUEHUIT ¥ KJIACTEPOB paMKaX MO-
nean DBH npencrasieHsl B Ta6i. 5. Cuna 6apbsepa
OKCHUJIHBIX BKJIIOYeHU1 BoiOupaiack 0.63, a Kjiacrte-
poB — 0.1.

IMonyyeHHBIe TaHHBIE YKA3bIBAIOT HA TO, YTO CTa-
JIV C HaOOJIBIIIEN 0OBEMHON MITOTHOCTHIO OKCUITHBIX
BKJIIOUEHUT UMEIOT HauOoJIbllIee YIIPOYHEHME OT Ha-
HOCTPYKTYpPbI, BKJIaJ B YIIPOYHEHHUE OT HAHOKJIACTE -
pPOB COITIOCTAaBUM C BKJIAJOM OKCHIOB TOJBKO B CTa-
nax Austenitic ODS n 14Cr ODS.

3AKJIIOYEHHME

Cemb JIYO craneit, paspabotaHHbix EBporie,
Anonuu u Kopee, 6bU11 U3y4eHbI METOJAMU ITPOCBE-
YMBaIOLIEH 3JEKTPOHHONU MUKPOCKONUU U aTOMHO-
30HOOBOM ToMorpacduu. MUKpOCKOIUYECKNIT aHa-
JIU3 BBISIBUJ 3HAYUTEJIbHOE YMCIO HaHOPa3MEPHBIX
OKCUIHBIX BKJIIOYEHU M KilacTepoB. CpenHuii pas-
Mep OKCHIIOB BapbHUpoOBayicd OT 3 1o 8 HM, oObeMHas
TUIOTHOCTB cocTaBsna ot 2 - 1022 mo 13- 1022 M3, Pas-
MEpPBI KJIAaCTEPOB OJIM3KU K pa3MepaM OKCUIOB, HO UX
TUIOTHOCTh BapbupoBanachk ot 2 - 1022 no 4 - 10 m—3.
Pacuer ympounenuss uccnenmyembrx JAYO crameit 3a
CYeT pa3IMYHBIX TUIIOB 6aphePOB MOKA3aJl, YTO OKCHU/I-
Hble BKJIIOYEHMS 1al0T 3HAYMTENbHbIN BKJIa/1, U TOJIbKO
B cirydae Austenitic ODS u 14Cr ODS BkJ1az OT Kj1acte-
POB OBLJT COITOCTABUM C BKJIAJ0M OT OKCHUJIOB.
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BJIIATOJAPHOCTHU

UccnenoBaHue BBIMOJHEHO 3a cyeT rpaHta Poccuii-
ckoro HayuyHoro ¢onga (rmpoekt Ne 17-19-01696). Tomo-
rpadvecKrii aTOMHO-30HIOBBLIN aHaJIM3 BBITIOJHEH Ha
obopynoBaHuu LleHTpa KOJUIEKTUBHOTO ITOJb30BaHUS
KAMMKC (http://kamiks.itep.ru/) HHIL[ “KypuaroB-
ckuii uHctutyr” — UTOD, npurortopieHue odpas3LoB
MeTonaMu (hOKYCUPOBAHHBIX MOHHBIX TTYYKOB 1 aHAIU3
MeTOAaMU ITPOCBEUMBAIONIEH 3JIEKTPOHHON MUKPOCKO -
MUY BBITIOJTHEHBI HA 000PYIOBAaHUM PECYPCHOTO IIEeHTpa
HAHO3OH/J HUIL “KypuaroBckuit uHctutyt” (http://
www.rc.nrcki.ru/pages/main/nanozond/).

ABTopbI Omaromapsat nokropa I1. Bmagumupona u3 MH-
crutyra TexHonoruii Kapiacpys (I'epmanust), mpodeccopa
A. Kumypy u3 YHusepcutetra Kroto (AmoHus) u nokropa
T.K. KuMm u3 Kopeiickoro ncciienoBaTeIbCKOro MHCTUTY -
Ta aroMHOI1 aHeprum (Pecmmybonmnka Kopest) 3a mpemocraBs-
JeHHble 06pa3ubl YO craneii.
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Comprehensive Analysis of Nanostructure of Oxide Dispersion Strengthened Steels
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Abstract—Increased mechanical properties of oxide dispersion strengthened (ODS) steels are mainly due to
the high density of uniformly distributed oxide inclusions. It is well known that some alloying elements, such
as Ti, V, Al, ... play an important role in the formation of oxides/nanoclusters and affect the density and size
of these inclusions. In this paper, a wide range of ODS steels containing various alloying elements are studied.
Microstructural analysis was performed by transmission electron microscopy and atom probe tomography.
Various types of inclusions were found in the steels: oxides of the Y—Ti—O or Y—AI—O types with sizes of ~2—
15 nm, as well as nanoclusters (2—5 nm) enriched in Y, O, Cr, aswell as Ti, V, Al, if these elements were pres-
ent in the material. It was shown that oxides contribute to the hardening of steels considerably, and clusters
did comparable contribution with the contribution of oxides only in Austenitic ODS and 14Cr ODS steels.

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