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B Hacrosieit pabore ucciaenoBagach HaAaHOCTPYKTYpa AMCIIEPCHO-YIPOYHEHHON OKCHAAMM CTalu
13.5Cr—Fe;Y ODS, nonyuyeHHOI1 MEXaHUYECKUM JIETMPOBAHNWEM OKUCIIEHHOTO MOPOIIIKAa MATPUYHOI cTa-
Jii v mopoika nHrepmeraiuaa Fe;Y. [ToMrMMO MCXOTHOTO COCTOSTHUS UCCIIEIOBAJIOCH BIIUSIHUE TEPMUYE-
CKOTO CTapeHMsI Ha HAHOCTPYKTYpY 3Toit ctaym pu 650°C B TeyeHue 500 u 1000 4. B ncciaenoBaHHBIX CO-
crosiHusix ctanu 13.5Cr—FesY ODS meTonamu npocBeuuBarolleil 31eKTpoHHoi Mukpockonuu (ITOM)
oOHapy:KeHBI HaHopa3MegHble okcunpl (~10—12 HM) ¢ 06beMHOIT TIOTHOCTBIO ~4—7 - 102! M~3, TopBI
(~3.0=3.6 uM 1 ~2—4 - 10*2 Mm~?), a Taxcke gucnokamu ~2 - 101 m~2. [Ipy 5TOM COmIacHO JAHHBIM SHEPTO-
JTHUCIIEPCUOHHOM PEHTTEHOBCKOM CITEKTPOCKOITMY OKCUIHBIE YaCTUIIBI IIPEUMYIIIECTBEHHO 0OOTaIleHbI IO
Y u O, a o6HapykeHHbIe MTOPbI coAepKat 10 3 aT. % Ar. AHaJIU3 METOJaMU aTOMHO-30HI0BOI TOMOTrpadumn
(A3T) BBISIBIUT HATMYHE KIacTepoB (~3—5 HM 1 ~8—30 - 1022 M~3), IpenMyILecTBEHHOE 0GOTAICHHBIX 110
Y u O. I1pu 5ToM 06HapyKeHHbIE KJIacTephl Takxke conepxkaT Ar B mpenesiax 0.1 at. %. CpaBHeHMe TaHHBIX
0 VICXOTHOMY COCTOSTHUIO U COCTOSTHUSIM TTOCJIE TEPMUYECKOTO CTapeHUsT OOHAPYKUIIO POCT 0OBEMHOM
IUTOTHOCTU OKCHIOB M YMEHbIIIEHNE UX PAa3MEPOB C YBEJINUYEHUEM BpEMEHU TEPMUUECKOTO CTapeHU U, TIPU
3TOM 00BbeM OKCUIHOM (a3bl Tipu 1000 4 coxpaHsSIeTCsI OTHOCUTEIBHO MCXOMHOTO COCTOSTHUS B TiepeIeliax
norpemHocTu. CpaBHeHre A3 T maHHBIX MOKAa3ajI0 yBeIndYeHe 00beMa KiaacTepoB npu craperHuu 10 500 u
U yMeHblIeHue oobeMa 1ipu 1000 4. YBeanueHue Yrciia OKCUIIOB TpU TepMudeckoM ctapeHuu no 1000 u
KOppeJUpyeT ¢ yMEHbIIIEHUEM 00beMa KJIACTepOB B 3TOM K& COCTOSTHMU. HabmomaeTcst cyliecTBEeHHOe
(B ~2 paza) yMeHbllIeH1e 00beMa Iop TIPU TePMUUYECKOM cTapeHUU. [1JIIOTHOCTh AucIoKaluii yBeTnunBa-
etcst 10 ~5 - 10" M2 npu noctiskeHuu 1000 4 crapeHust.

Karoueswie croea: OKCHI, KJIACTEP, JUCIICPCHO-YIIPOYHCHHAA OKCHUIAMU CTaJlb, TECPMHUUYCCKOEC CTapC€HUC,
IIpocCBCUYMBarolias JICKTpOHHas1s MUKPOCKOIINA, aTOMHO-30HA0BasA TOMOFpad)I/IH
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BBEAEHUWE

HucnepcHo-ynpouHeHHbIe okcruaamu (JAYO) cra-
BBl Y CTAJIU SIBJISIIOTCSI MEPCIEKTUBHBIM MaTeprUaioM
JIJISI UCTIOIb30BaHUSI B AaKTUBHBIX 30HAX SIICPHBIX pe-
akTopoB IV-0ro 1MoKoJIeHNSI U TEPMOSIIEPHBIX DHEP-
reTUYECKUX yCTaHOBOK [1—4]. KimroueBoit ocoGeHHO-
CTBIO 3THX CTaJleil SIBJISIETCSl MX BbICOKAsI >KapOoIpoy-
HOCTb U pagrallMOHHAasI CTOMKOCTh, JOCTUTaeMbIE 3a
CUYEeT BHEIpEHUs OOJBIIOro YMcja HaHOPa3MepHBIX
OKCHUIHBIX YaCTHUII B MaTpUIly MaTepuaia. [1pu aTom
9KCILTyaTallMOHHbIE CBOWCTBA MOBBIIIAIOTCS C PO-
CTOM YHCJIa OKCUAHBIX YACTULL B MaTepUajie U yMEeHb-
IIEeHUH UX cpeaHero pasmepa [5—11].

B cuny Toro, 4To OKCHAbl TEpMHUUYECKU CTAOUIIBHBI
Mpu TeMrepaTypax MjaBjJeHusl cTajeil, TpaaulliOH-
HbIE CIMOCOOBI MJIABKW HEMPUTOIHBI ISl U3TOTOBJIE-
HUS cTalleil, yMIpOYHEHHbBIX OKCUIHBIMU YaCTULIAMU.
IMonapnsiomast yacth padpadoraHHbix YO craneit
MPOM3BOASTCS. METOJIOM MEXaHUYECKOIo JIeTMpOoBa-
HUS TIOpOIIKAa MaTPUYHON CTajiv, JTUOO MOPOIIKOB
MeTaIoB U nopoika Y,0; [12—15]. UccnenoBanus
MOKa3bIBAIOT, YTO UMEHHO 100aBJIeHUE OKCUIOB UT-
TPpUSI TIO3BOJISIET 1OCTUYb HAWJTYUIlIeid XKapOIpOYHO-
cTH ctajieii (cM., Harpumep [16]).

B uenoMm, npousBoactso A YO crajneii TpynoeMKo,
a UCIO0JIb30BaHUE BbICOKOCTAOMIBHBIX OKCUAOB MUT-
TpUSI JOTIOJTHUTEIBHO YCIOXHSET 3TOT MpolLlecc, Mo-
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Ta6muna 1. HoMuHanbHBIN XUMUYECKUIT COCTaB UCCIIETy-
emoii cranu 13.5Cr—Fe;Y ODS

Fe Cr W Y
macc. % Ban. 13.5 2 0.5
ar. % Ban. 14.6 0.6 0.3

CKOJIBKY TpeOyeTcsl IPaKTUIECKHU TTOJIHOE pa3bueHune
OKCHUIOB IS JOCTUKEHUSI TOMOTEHHOTO pacrpeie-
JICHUS 2JIEMEHTOB OKCHJIa B MaTepuajie U Mocaeayto-
mee GopMUPOBAHME METKUX OKCUIOB Ha (DUHUIITHBIX
CTamUsIX TEPMOMEXaHIECKOoM o0padoTkm [12, 17—19].
OTMeTHM, YTO UTTPUM MMeEET KpaifHe HU3KYIO pac-
tBopuMocTh Y B Fe (<0.6% at. % nipu 1350°C) [17], a
TaK:Ke MMEeTCsl OOJIbIIOE OTJIMYME IIJIOTHOCTe Fe u
Y (7780 u 4472 xr/m3, cootBeTcTBeHHO [20]).

OTHOCUTEJIPHO HOBBIM METOIOM W3TOTOBJICHUS
AYO craneii njs IOJIydeHUsST HEOOXOOMMOM IMC-
MIEPCHOM CTPYKTYPHI SIBIASIETCS MEXaHUIECKOE JICTH-
poBaHHUE ITIOpOIlKAa MAaTPUYHOM CTaju M IOPOIIKaA
uHTepMeTaanuga cucreMbl Fe—Y [21]. JlaHHBII Me-
TOJ, MO3BOJISIET UCIIONIL30BaTh pa3kl Fe—Y B KauecTBe
IoHopa Y, a OKUCIeHHBIE MOPOIIKY MaTPUIHOI CcTa-
s (okcuaoB Turia Fe—QO) ucmonb3oBaTh AJ1s1 BHEIpeE-
HUsI KUCJIOpoJa B 00beM MaTepuaia, CyIIeCTBEHHO
o0Jieryasi Mpolecc MEXaHMYECKOTO JICTMPOBaHUS,
IMOCKOJIBKY OKCHUIBI Xejle3a MeHee CTaOWJIbHBI, YeM
OKCHIBI UTTpUA [22].

CTOUT OTMETUTh, UTO HA PAa3HBIX CTANUSIX ITPOU3-
BoacTea JAYO crajeii MeTooqoM MeXaHUYECKOro Jie-
TUPOBaHUSI B MaTepuajie UMEeTCsI OCTaTOYHAsT IIOPU-
CTOCTH [23, 24], a TOCKOJBKY M3TrOTOBJIEHUE TTPOBO-
IUTCS B aTMOC(epe MHEPTHBIX ra30B, TO OHU YACTUYHO
paCTBOPSIIOTCS B MaTepHajie, B TOM YHCJIe HaKarIiBa-
10TCd B mopaX. CHIKeHUE OCTATOYHOI MOPUCTOCTU U
Jerasalnpsi MaTtepuajia JOCTaTOUYHO CJIOXKHBIC TIPO-
LIECCHI, TPEOYIOIIME ITPUMEHEHUSI MTHTEHCUBHBIX (D1~
HUIIIHBIX TePMOMEXaHUYeCKNX o0paboToK (Ierasa-
LIUU, TOPSTIEil SKCTPY3UU, TOPSTIETO U30CTATUIECKO-
ro mpeccoBaHus, 1 T.4.). [I0CKOJIBKY HOTHOCTBIO OT
3TUX 3P PEKTOB N30aBUTCI HEBO3MOXKHO, TO HEOOX0-
JIMM VX KOHTPOJIb 1 MUHUMU3ALIS.

Llenpio HacTOsIIIIEH pabOTHI SIBJISIETCST UCCIeI0Ba-
HUSI MUKPO M HaHOCTPYKTYyphl JAYO cramm 13.5Cr—
Fe,Y ODS, nonyyeHHOIT MeXaHUYECKUM JIETUPOBa-
HUEeM MaTPUYHOI CTaJIM 1 MOPOIIKA UHTePMEeTaJ It -
na Fe;Y, a Takke aHanm3 ee UBMEHEHUI PU TepMUYE-
CKOM cTtapeHuu. McciaenoBaHus IIpOBOASTCS METOoOA-
MU TIPOCBEUMBAIOIIEH 3IEKTPOHHON MUKPOCKOITNU U
aTOMHO-30HIOBOI ToMorpadun. i1 TepMUIEeCKOro
crapeHus BeIOpaHa TeMiepartypa 650°C, orBeyaro-
Iasi BEpXHEeMY OIUaNa30Hy TeMIIepaTyp IIPpUMEHEHUS
AYO craneii B IepCOEeKTUBHBIX SACPHBIX TIPUIOXKE-
HUSIX.

AJEPHAA ®U3UKA U MTHXXKUHUPUHT

POT'OXKMHWH wu np.

MATEPHAJIBI U METObI

Hccnenyemas IYO cranb 13.5Cr—Fe;Y ODS 0Obuia
n3rotonieHa B TexHomornmyeckoM nHCTUTYTEe Kapicpys
(KIT, I'epmaHust) METOJOM MEXaHUYECKOTO JIETUPO-
BaHMs ITOPOIIKA MAaTPUIHOM CTaJIX W IIOPOIIKA MH-
tepmetaiuaa Fe;Y. HomuHanbHbBIN cocTaB ucclie-
JIyeMOi1 BBICOKOXPOMMCTOI1 CTaJlu TIPEACTAaBICH B
tabi. 1. Uccnenyemas ctaip 13.5Cr—Fe;Y ODS 6b11a
nerasupoBaHa B TeueHue 4 4 ipu 400°C, a 3aTeM 1101 -
BEpPIJjach ropsiyeMy U30CTaTUUECKOMY MPECCOBAHUIO
npu 1150°C B Teuenue 2 4 mipu 100 MIla. B manHoii
CTaJId KMCJIOPOH BBOIWJICS Yepe3 OKMUCICHHBIN IT0-
POILIOK MAaTPUYHOM CTaJIu.

OO6pas3upl W1 UccliefOBaHUI METOIAaMU IIPOCBE-
YMBAOIIEH 2JIEKTPOHHO MUKPOCKONNHY OBLJIM U3T0O-
TOBJICHBI B BUE JaMeeid, U3BJIeYEeHHbBIX N3 MaCCUB-
HOT'O MaTepuasa, C UCIIOJIb30BaHUEM PaCTPOBOIO 3JICK-
TpoHHO-noHHOro Mukpockona HELIOS NanoLab 600
(FEI) MetronoM noHHoOro TpasieHusi. Boipeska I[19OM
JIaMeJIeid IPOBOIWIIACH TIEPIECHINKYIISIPHO ITOBEPXHO-
cTh 00pasiia, ¢ MOMOIIBI0 C(POKYCHPOBAHHOIO ITydKa
noHoB Ga™ npu yckopsioleM HanpsokeHuu 5 kB s
noiaydeHus1 urorosoro odopasua 0.05 X 50 X 50 Mxm.
HMoHHast monupoBKa obOpaslia ¢ LeIblo YCTpaHCHUS
aMop(U3UPOBAHHOTO CJIOSI, BOZHUKAIOIIETO BCIIEI-
CTBME B3aUMOJCKCTBUS C MOHHBIM ITYYKOM, ITPOBO-
JINJIOCH TIPU YCKOPSIOIIeM HampsokeHun 2 KB. AHa-
JIN3 MUKPOCTPYKTYPhI I XUMHYECKOE KapTUPOBaHUE
METOIaMU SHEProAXCIIEPCUOHHOIO aHa/I13a ITPOU3BO-
JWIOCh Ha IMPOCBEUYMBAIONIEM/CKAHUPYIOIIEM 3JIeK-
TpoHHOM MUKpockKore Tecnai Osiris (FEI), o6opy-
JIOBAHHOM MCTOYHUKOM 3JIEKTPOHOB ITOBBIIIIEHHOM
sspkoctu (X-FEG) 1 sHeproaycnepcuoOHHBIM peHTIe-
HOBCKMM criekTpoMeTpoMm SuperX (4 SDD-nerexropa).
J1st aHam3a KaxKIoro COCTOSTHUSI ObLIIO TIpOaHaTU3U-
poBaHo He MeHee 150-Tu HabmoaeMbIX OO bEKTOB.

HccnenpoBaHue pacipeneeHus XUMUIeCKUX J1e-
MEHTOB Ha MacITabax, 0JIM3KMX K aTOMHBIM, TIPOBO-
JIWJIOCh METOAOM aTOMHO-30HIOBOII ToMorpadumn
(A3T) ¢ tMKOCEeKYHIHBIM JIa3epHBIM NCapeHUEM Ha
Mmukpockorie ITA3JI-3D [25]. Huskas teMmriepaTypa
(40—50 K) B coueTaHUU CO CBEPXBBICOKUM BaKyyMOM
" BBICOKOI aHeprueii gasepa (0.1—1.2 mxJIxx) obec-
TeYJIM CHIDKeHUE (DOHOBBIX IIIYMOB. JIazepHbIii uc-
TOYHMK ITOJaBaJI UMITYJIbCHI IJIMTEIbHOCTHIO 10 TIC Ha
JJIMHE BOJIHBI 355 HM ¢ yacTtoroit 100 kI [26]. Mcna-
peHue cocTapJsiio oT 5 1o 50 atomoB Ha 1000 1a3ep-
HBIX UMIYJIbCOB, a MOIIHOCTH Jia3epa noadupaiach
TakuM 00pa3oM, YTOOKI OTHOIIeHe noHOB Fe*t/Fe*
Haxoauiaoch B auamna3zoHe ot 100 mo 1000 otHOCH-
TeJIbHBIX EAWHMUII.

J1s1 moATOTOBKM 00pa3loB IJISI aTOMHOM 30HI0-
BOI TOMOTpaduM U3 UCXOIHBIX 3aTOTOBOK BhIpe3aau
mrrabuku pasmepoM 0.3 % 0.3 x 10 mm3. [JanbHeliee
YyTOHEHHNE OOpasIioB ITPOBOAMIOCH CTaHAAPTHBIMH
METOJaMU 3JISKTPOXMMUYECKOTO ITOJIMPOBAHUS IS
¢opMHrpoBaHUSI KOHUYMKA O0Opa3lia ¢ paguycoM 3a-
kpyriaeaus 15—50 aM. KagecTBo morydeHHBIX 00pas3-
Ne 6
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Puc. 1. (a) Mukpoctpykrypa ctanu 13.5Cr—Fe3;Y ODS B ricxonHoM cocTostHUM; (6) nuciiokaunoHHast ctpykrypa 13.5Cr—FesY
ODS B MCXOIHOM COCTOSTHUM (M300pakeHue MOJy4eHO C 3epHa, OpPMEHTUPOBAHHOIO BOIM3K OCcH 30HHI [ 111]).

LIOB KOHTPOJUPOBAJIOCH Ha MPOCBEUMBAIOIIEM 2JIeK-
TpoHHOM MuKpockone JEOL 1200 EX.

Anamm3 A3T paHHBIX BKITIOYaa MICHTU(MUKALINIO
Macc-CrneKTpa, PpeKOHCTPYKIIUIO U aHaJIUu3 TpexMep-
HOTO pacIripeIelieHUss XUMUYECKUX 3JIEMEHTOB B 00-
pasliax ¢ MCIOJIb30BaHMEM TIPOrPaMMHOTO obecrieue-
Hust KVANTM-3D [27]. Beina npoBeaeHa paciugd-
pPOBKa Macc-CHeKTpa M IIOJIydeHBI TpeXMepHBIE
pacripene/ieHrust aTOMOB XMMUUYECKUX DJIEMEHTOB B UC-
cienyeMbix oobeMax. st KaskaoTo COCTOSIHUS Obl-
JIO TIOJTy4eHO He MEHee IBYX 0ObEMOB C pa3MepaMu
30 x 30 x 500 M3,

Jlasg mccaenoBaHUSI TEPMHUUIECKONM CTAOMIIBHOCTH
o0pa3ibl ucciuenyeMoii JIYO cranu ObLIM cocTapeHbI
B BBICOKOTEMIICPATyPHOI 3JIEKTPOBAKYYMHOM II€YU
TVF-1200X. BpeMst HarpeBa OT KOMHAaTHOI TeMIIe-
patypsI (21°C) no 650°C coctasisuio 90 muH. O6pa3-
bl Haxoauauch mpu 650°C B reuenue 500 u 1000 u B
BakyyMe 5 - 107> Topp. ITocie 0CTaHOBKM HarpeBarolLie-
IO 2JIEMEHTA BPEM# OCTBIBaHMs B Bakyyme 5 - 107 Topp
COCTaBIISIO 6 4.

NCXOJHOE COCTOAHUME

MUKpOCTpYKTypa o6pasia B MCXOTHOM COCTOSI-
HUM TIpecTaBieHa Ha puc. la. 3epHa MMeIOT Xapak-
tepHyio 11 OLIK MaTepuanoB okpyriyio ¢GopMy C
pasmepamu B nuara3oHe 0.3—3 mxm. HaGmrogaercs
TPH TUTIA OCOOEHHOCTEM MUKPOCTPYKTYPHI: TUHEIHHEIC
JHCIOKALMY, HaHOpa3MepHbIe OKCUIbI U MOPLI. Juc-
JIOKallM B OCHOBHOM 3aJIeTaloT B IUIOCKOCTSIX TUIIA
{110} ¢ BekTopom broprepca 1/2(111). O6beMHasI TLIOT-

AOEPHAA ®U3UKA U UHXKUHUPUHI  Tom 16

Ne 6

HOCTB IucIoKanuii coctasuser (2 £ 1) - 10 m~2 Ha
puc. 16 mpoaeMOHCTPUPOBAH MTMHHUHT JUCTOKAIIWI
Ha HAaHOPa3MEPHBIX OOBEKTAX.

OKCHUIHBIE YAaCTUIIBI, CO CPEIHUM pa3MepoM
12 £ 1 HM U 06BEMHOIA TUIOTHOCTBIO (4 + 2) - 102! M3,
pacnpeneneHbl B 3epHax paBHOMepHoO (puc. 2). Kap-
THI pacTipeieJIeHNs] OCHOBHBIX 2JIEMEHTOB, TTOTyIeH-
HbI€ METOAAaMM SHEProAMCIEPCUOHHON PEHTIeHOB-
CKOM CHEKTPOCKOIHNH IIPOJAEMOHCTPHPOBAHBI Ha
puc. 2. XuMn4eCKUii aHaIn3a OKCUIHBIX YaCTHII, OT-
MEUEHHBIX Ha PUC. 2, TOKA3bIBAET, YTO OHU MTPEUMY-
IecTBeHHO oborameHbl Mo Y 1 O ¢ COOTHOIIEHUEM
Y/O ~ 0.4-0.5.

IToMMO OKCHIOHBIX YaCTHIl HAOTIOMAIOTCSI HaHO-
pa3MepHbIe TTophl. M300paskeHUsI TTop ObUIN MOTYYSHBI
B pe3yJibTaTe CheMKU o0paslia B pexxume Heno(hyKoCcH -
poBKU U nepedoKycupoBKU 2.5 MkM (puc. 3). O0Ha-
PYXXEHBI OTAETbHBIC TTOPHI, TTOPHI, CHOPMUPOBAHHBIC
Ha rpaHulIax yacTula-marpuiia. CpenHuii pasmep nop
B VICXOIHOM COCTOSIHMU cocTaBisieT 5.2 + 1.2 HM 1ipu
00beMHOIT TuToTHOCTH (8 £ 4) - 102! M3, DHeproauc-
TMIePCUOHHAS PEHTTEHOBCKAS CITEKTPOCKOITHUSI TOCTa-
TOYHO XOPOIIO ASTeKTUPYET aproH B OOJIBIIMX ITOpax
(cMm., puc. 4).

A3T aHanu3s ucxogHoro cocrosiHust 13.5Cr—Fe;Y
ODS BBISIBUIJI CYIIECTBEHHOE YMCJIO HAHOKJIACTEPOB
C CpEeOIHUM pa3MepoM 3 HM 1 00beMHOI MIIOTHOCTBIO
3.3:10% M3, mpeuMy1LECTBEHHO O0OTAlLEHHBIX 10 Y
u O ¢ cooTHolIeHUEM ~1.7. ATOMHBIE KapThl MCXOJI-
HOTO COCTOSIHUS MpeACcTaBieHbl Ha puc. 5. B tab. 2
MpeacTaBlICHBI CpeaHIE KOHLIEHTPALIMM SJIEMEHTOB B

2025
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HAADF MAG: 225000 x HV: 200.0 kV WD: -1.0

POI'OKKHWH u np.

Puc. 2. M306paxkeHne cTpyKTypsl McxogHoro coctostHUM ctanu 13.5Cr—Fe3;Y ODS, nomyyeHHOe MeTonaMu CKaHMpYIOLeit
TIDM. KBanparom BeiAeieHa 00JIaCTh C OKCUIHBIMUY YaCTULIAMU JJIsI 3JIEMEHTHOTO KapThpoBaHus. [Toka3aHbl KapThl pacipe-
JleJISHUSI OCHOBHBIX 3JIEMEHTOB B TaHHO# o6actu. Lludpamu /—3 0603HaYeHBI YACTULIBI, JUISI KOTOPBIX TPOWU3BOIUIICS KOJIM-

YECTBEHHBII aHAJIN3.

W

<3

Puc. 3. CsemononbHoe [I19M-u3obpaxeHue nop B ucxonHoM coctosiiuu 13.5Cr—Fe;Y ODS, nonyuenHoe (a) B dokyce, (6) B

pexume HeToOKYCUPOBKHU, (B) B pexxuMe nepedOoKyCUPOBKU.

MaTpuile, KJacTepax 1 odoraiieHne KJIacTepOB OTHO-
CUTEJIbHO Bcero oobeMa. ATOMHO-30HIIOBass TOMO-
rpacus BeISIBUIa HEKOTOPHIE 3JIEMEHTHI, HE 3asIBJICH-
Hble paspaborankom: Ni~ 0.5 ar. %, V~ 0.1 ar. %, u
muHopHoe cogepxanue Si, Cu N ~ 0.01 ar. %. Aua-
JIV3 UCXOTHOTO cOoCTOSTHUS MeToIoM A3T He BBISTBUII
HaJIM4Ms B MaTepurane AproHa.

COCTOAHME ITOCJIE TEPMHUYECKOI'O
CTAPEHUA ITPU 650°C B TEHEHUE 500 u

MUuKpoCTpyKTypa obpaslia Mocjie TepMUUECKOTO
crapenus B TedeHre 500 1 mpu 650°C mpencTaBieHa
Ha puc. 6a. Mopdosiorus 3epeH coBIagaeT ¢ HabI10-

AJEPHAA ®U3UKA U MTHXXKUHUPUHT

JTaeMOIf B MICXOOTHOM COCTOSTHUM. Takoke HaOIIogaeT-
Csl TPU TUIIA OCOOEHHOCTE MUKPOCTPYKTYPHI: JIV-
HEMHbIE NTUCIIOKALIMKA, HAaHOpPa3MEPHbIE OKCHUALI U
nopkl. JAucioKayu B OCHOBHOM 3aJI€TaloT B IJIOCKO-
ctsax tumna {110} ¢ Bektopom broprepca 1/2(111). ITnot-
HOCTB nuciaoKauuii cocrasiset (1.4 £0.7) - 1014 m~2.
HabOmomaeTcss MMHHUHT OUCIOKAIWA Ha HaHOpas3-
MEPHBIX 00beKTax (puc. 60).

Oxkcunmabie yacTuibl TUIa Y-O, cO CpeTHuM pas3-
mepom 10 £ 2 HM U 0ObeMHOI MIOTHOCTHIO (4.2 +
+2.1) - 10*! M3, pacnipenesieHbl B 36pHAX PAaBHOMED-
Ho (puc. 7). ComtacHO XMMUYECKOMY aHaJIu3y, aHa-
JIOTUYHO MCXOOHOMY COCTOSIHUIO, YaCTHUILIbI obora-
mieHbl 1o Y 1 O ¢ cootHomeHueM ~0.4—0.5.
Ne 6

TOM 16 2025
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'HAADF MAG: 160000 x HV: 200.0 kv WD: -1.0

Puc. 4. 306paxeHne cTpyKTypsl McxogHoro coctostHuM ctanu 13.5Cr—Fe;Y ODS, nomyyeHHOe MeTonaMu CKaHMpPYIOLLeit
TI®M. KBagparom BelaeieHa 00JIaCTh ¢ IIOpaMU IIJISI 3JIEMEHTHOTO KapTupoBaHus. [1oka3zaHbl KapThl pacipeaeeHUss OCHOB-
HBIX DJIEMEHTOB B JaHHOM o6nactu. Lludbpamu /1—2 0603HaYEHBI TOPBI, 11T KOTOPHIX MIPOU3BOAMIICS XUMUIECKUIT aHAIIN3.

IToMUMO OKCHIHBIX YACTHII TaKXKe HaOIIOmeTcs
OOJIBIIIOE YMCJIO HaHOpa3MepHBIX mop. M3o0paxe-
HUS TOp OBUTM TOJYYEHBI B peXUMe HeITo(pyKOCH-
poBKu M mnepedoxycupoBku +2.3 MkMm (puc. 8).
Cpennuit pa3mep 1iop 1iociie crapeHust 1o 500 4 ipu
650°C cocrabistet 4.2 + 0.8 HM TTpyT 0OBEMHOM TNTOTHO-
ctu (2.8 & 1.4) - 10?> Mm~3. Mcxonst U3 XUMUYECKOTO aHa-
nm3a (puc. 9), B ITopax HabIIoaeTcst comepKaHue Ar.

A3T anamus 13.5Cr—Fe;Y ODS nocine ctapeHust
npu 650°C B TeueHure 500 4 BBISIBMII CYyIIECTBEHHOE

YUCJIO HAHOKJIACTEPOB C CPENHUM pa3MepoM 5 HM U
00BEMHOM IUIOTHOCTHIO 8 - 10?2 M3, mpeumymie-
CTBEHHO oborailleHHbIX 0 Y U O ¢ COOTHOIIEHEM
Y/O ~ 1.1. AToMHbBIe KapThl CTajJu MOCJe CTapeHUsI
npu 650°C B Teuenne 500 4 mpencTaBlIeHbl HA PUC.
10. Atomuble kapThl 13.5Cr—Fe;Y ODS nocne crape-
Hust ipu 650°C B TeueHue 500 4.

Tabnanna 3 conepKUT JaHHBIE O CPETHUX KOHIIEH-
TpaLUsIX 3JIEMEHTOB B MaTpulie, KJlacTepax M odoraiie-
HUE KJIACTEPOB OTHOCUTEIIBHO BCETO 00beMa. ATOMHO-

Ta6mma 2. CpenHue KOHILIEHTpaLMY 3JIEMEHTOB B MaTpHlie, KJlacTepax U oboraiieHue KJIacTepoB B UCXOTHOM COCTOSI -

Huu ctau 13.5Cr—Fe;Y ODS

XUMUYECKUM 3JIeMEHT Marpuna Kiactepsr Oob6orainieHue Ki1acTepoB
Fe 86t 1 64+ 10 -22+1
Cr 134104 149+32 1.5+ 0.6
Y 0.01 £ 0.01 12+6 12+1
(0] 0.01 £0.01 7+4 72
Si 0.01 £ 0.01 0.1 £0.1 0.1 £0.1
\'% 0.1 £0.1 0.2+0.2 0.1 £0.1
C 0.01 £0.01 0.3+0.3 0.3+0.2
N 0.01 = 0.01 0.1 £0.1 0.1 £0.1
Ni 0.5+0.2 2+1 1.5 0.1
W 0.4+0.1 0.6 £ 0.6 0.2+0.3

AOEPHASA ®U3UKA U UHXWUHUPUHI  tom 16 Ne 6 2025
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Puc. 5. AToMHBIE KapThl UCXOTHOTO COCTOSIHUSI CTaJlld
13.5Cr—FesY ODS, nonyyennsie Mmetonamu A3T.

30HJ0Basi ToMorpadusi BbISIBUIA HEKOTOPbIE 3JIeMEH-
TBI, He 3asiBJIcHHBIe pa3paboTunkomM: Ni ~ 0.2 aT. %,
V~0.1 ar. %, C ~ 0.1 at. %, Si ~ 0.1 at. % 1 MuHOD-

Hoe cogepxaHue N u Al ~ 0.01 ar. %. A3T ananu3s
oGHapyxkui1 B 00beMe Matepuia Ar ~ 0.003 ar. %.

COCTOAHME ITOCJIIE TEPMHUYECKOI'O
CTAPEHUA ITPU 650°C B TEHEHHME 1000 u

Mukpoctpykrypa ctanu 13.5Cr—Fe;Y ODS no-
cjie TepMuuyeckoro crapeHus: B TeueHue 1000 4 npu
650°C mpencrabneHa Ha puc. 1la. Takxke, Kak U B
MPEBIIYIIIX COCTOSTHUSIX OpdhOIOTHS 3epeH COBITa-
JaeT ¢ HabogaeMoli B ICXOMHOM MaTepuajie U Ha-
OrromaeTCsT TP TUITAa OCOOEHHOCTE MUKPOCTPYKTY-
DBI: IMHEHbBIC TUCTOKAIIMY, HAHOPpa3MepHbIE OKCH-
IbI, TIOpBL. JlUClIoKalii B OCHOBHOM 3aJIeTaloT B
mtockocTsix Tuna {110} ¢ Bektopom Broprepca 1/2(111).
II1OTHOCTH TUCIOKAIINI BBIIIE, YEM B ITPEIBLIYIITNX
o6pasuax u gocturaet 5 - 10" m~2. Takke Habmona-
€TCsl TMHHUHT AUCJIOKALIUi Ha HAaHOPa3MePHBIX 00b-
exTax (puc. 116).

OxkcunHble yacTunbl TNa Y—O, co cpeqHUM pas3-
MepoM 10 + 2 HM U 0OBEeMHOI TIJIOTHOCTHIO (7.2 *
+ 3.6) - 10%! M3, pacnipenesieHbl B 36pHaX paBHOMED-
Ho (puc. 12). CornacHo XUMUYE€CKOMY aHAJIM3y, aHa-
JIOTUIHO MCXOMHOMY COCTOSTHWIO, YaCTHIIBI OGora-
meHbl 1o Y u O ¢ cootHomeHuem Y/O ~ 0.3—1.3,
Taxke obOHapyxeHa KpymHas dactuna (~50 HM) ¢
BBICOKMM conaepxanueMm V u Ti.

Taxke mst coctostaust 1000 9 mpu 650°C tromyde-
HBI U300pakeHUsI OP B peXXUMe HeT0(PYKOCUPOBKU
u nepedokycupoBku 2.5 Mmkm (puc. 13). CpenHuii
pa3mMmep 1op 1ocie crtapeHust B tedeHue 1000 4 co-
craBisieT 4.2 £ 0.8 HM mpu 00BEMHOI IJIOTHOCTU
2.8+ 1.4) - 10?> m—3. Micxond U3 XUMHAYECKOTO aHa-
Jm3a (puc. 14), Topbl UMEIOT BEICOKOE CoaepKaHue Ar.

(©)

Puc. 6. (a) MukpoctpykTypa u (6) aMciaokanMoHHas cTpykTypa ctainu 13.5Cr—Fe3Y ODS nocie TepMUY€eCKOTO CTapeHus IpU
650°C B Teuenue 500 4 (M306paxkeHUe MOJIYYEHO C 3epHa, OPUEHTUPOBAHHOTO BOIM3U ocH 30HBI [100]).

AJEPHAA ®U3UKA U MTHXXKUHUPUHT

TOM 16 Ne 6 2025
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Puc. 7. Uzo6paxenue crpykrypsl crasu 13.5Cr—Fe;Y ODS nocne crapenust npu 650°C B TeueHue 500 4, mojy4eHHOE MeTO-
namu ckanupyioieit [I9M. KBagpaTtoM BbiaeiaeHa 001aCTh C OKCUIHBIMU YACTULIAMMU [JIsI 3JIEMEHTHOTrO KapTupoBaHus. [1o-
Ka3aHbl KapThl pacipenejeHUs OCHOBHBIX 3JIEMEHTOB B TAaHHOM 00J1aCTH.

Puc. 8. CetnonosnsHoe nzo6paxenue nop B 13.5Cr—Fe3Y ODS nocie crapenust npu 650°C B Teuenue 500 u, nojydeHHoe (a)
B dokyce, (0) B pexxume HeT0DOKYCUPOBKU, (B) B pexkrnme nepecdoKyCUpOBKU.

A3T ananus cranu 13.5Cr—Fe;Y ODS nocne cra-
penwnst ipu 650°C B Teuenue 1000 9 BBIIBHII CyIIle-
CTBEHHOE YMCJIO HAHOKJIACTEPOB C CPETHUM pa3Me-
poM 3 HM U 0O0BEMHOI IUIOTHOCTBIO 2.7 - 102 M3,
MPEUMYIIeCTBEeHHO oGorameHHBIX o Y 1 O ¢ cooT-
HomeHueM Y/O ~ 1.0. AToMHBIE KapThl UCXOOHOTO
COCTOSIHUSI TIpeAcTaBlieHbl Ha puc. 15. B Tabm. 4
MpencTaBIeHBI CpeTHNE KOHIIEHTPAIIN 3JIEMEHTOB B
MaTpulie, KjlacTepax u 00oraiieHue KIacTepoB OTHO-
CHUTEIIPHO BCEeTO 00bheMa. ATOMHO-30HIOBAasI TOMO-
rpacdusi BeISIBUIA HEKOTOPBIE SJIEMEHTHI, HE 3asIBJICH-
Hble paspaborunkoM: Ni ~ 0.2 at. %, V ~ 0.1 ar. %,
C~0.1art. %, Si~ 0.1 at. % 1 MMHOPHOE CoepKaHUE
N ~0.02 at. % 1 Al ~ 0.01 aT. %. Metomom A3T o6Hapy-
JKeHO B 00beMe MaTepiia coaepxkaHue Ar ~ 0.003 at. %.

AOEPHAA ®U3UKA U UHXKUHUPUHI  Tom 16

Ne 6

OBCYXIEHHWNE

B Ta6a. 5 ipeacTaBieHbl 3HAUCHUSI CPETHUX pa3-
MEpPOB M OOBEMHBIX IUIOTHOCTEH OOHApY:KEHHBIX
0COOEHHOCTEH B MICXOTHOM COCTOSTHUH M TTOCTIE Tep-
Mudeckoro crapenus mnpu 650°C B teuenne 500 u
1000 9. Ha puc. 16 mipencraBiieHBl pacIipeneeHus
OKCUAHBIX YyacTull 1o pa3mepy B 13.5Cr—Fe;Y ODS
WCCIIEMOBAaHHBIX COCTOSIHUI, HOPMHPOBaHHBIE Ha
00BEMHYIO IUIOTHOCTL U Ha 100%.

HaunGonee mupokoe pacnpeneiieHHe OKCUIHBIE
YaCTULbI UMEIOT B UICXOTHOM COCTOSIHUM (B IMAara3o-
He OT 5 10 25 HM), CO CpEeNHUM 3HAaUYeHUEM pa3Mepa
12 HM 1 00BbeMHOI TIOTHOCTHIO 4 - 10?1 M3, TTocne
TepMUYecKoro ctapeHus B TedeHre 500 9 mpu 650°C
IMaIa3oH pasMepoB cyxaercsa (or 6 mo 21 HM) u

2025
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POI'OKKHWH u np.

Puc. 9. Mzo6paxenue crpykrypsl crasu 13.5Cr—Fe;Y ODS nocne crapenust npu 650°C B TeueHue 500 4, moy4eHHOE MeTO-
namu ckaHupyouleit [IDM. KBagpaToMm BblaesieHa 00J1aCTh ¢ HOPOIi IJIs1 3JIEMEHTHOTO KapTupoBaHus. [loka3aHbl KapThl pac-

npeaciIeHUA OCHOBHbBIX 9JICMCHTOB B JaHHOI 00IacTu.

YMEHBbIIIaeTcs cpenHuit pasmep 10 10 HM, ooObeMHas
TUIOTHOCTH OKCHIIOB HE3HAYMTEIHLHO YBEITMUNBACTCS
104.2 102! M3, mpu aTOM BO3pacTaet 108 PpakLuu
okcunoB B nuana3oHe 7—11 am. [locite TepMudecko-
ro crapenus B TedeHue 1000 u mpu 650°C nquamaszoH
pa3Mepa coxpaHsieTcsl, HO Bo3pacTaeT 00beMHasT TUIOT-
HocTb (10 7.2 - 10?' M%), TakKe pe3Ko yBeIMYMBAETCH
JIOJIsI MEJIKMX OKCUAOoB (B nuana3zoHe 6—10 aM). [Ipu
TepMUYeCKOM cTapeHnHu 10 500 9 YHMCIO0 OKCUITHBIX

10 oM

Cr o W Y

Puc. 10. Atomueie Kaptsl 13.5Cr—FesY ODS nocrne cra-
penwst ripu 650°C B reueHue 500 4, ToJTydYeHHbIE METO/IA -
mu A3T.

AJEPHAA ®U3UKA U MTHXXKUHUPUHT

gactull (hakTudecku coxpansercsa, a npu 1000 Bo3-
pactaert (B 1.7 pa3), IperuMyIIECTBEHHO 3a CUET MEI-
Kol ppakiiu okcunoB (MeHee 10 HM).

HccnenoBanue Mmetonom A3T nokaszano HaIuuue
CYIIECTBEHHBIX M3MCHEHUI B MOJICUCTEME KjacTe-
pOB B mpoliecce TepMuIecKoro crapenus. Ha puc. 17
TpenCTaBICHO paclpenesieHne KJIacTepoB 1o pa3Me-
py B 13.5Cr—Fe;Y ODS B uUCXOZHOM COCTOSIHUU U
TocJie TepMUdecKoro crapeHus mpu 650°C B TedeHUe
500 1 1000 4, HopMHUpOBaHHOE Ha OOBEMHYIO TUIOT-
HocTb 1 Ha 100%. [171s1 KJ1acTepOB IMPU CTAPEHUU B Te-
yenue 500 y HaGMOaaeTCs CyIeCTBEHHBI POCT pas-
MmepoB ¢ 3 = 1 1o 5 = 1 HM, a 3aTeM yMeHBIISHHUE 10
3 £ 1 uM opu poctmxkeHuu 1000 9. ITpu aToM 00BEM-
Has TUIOTHOCTH KJIACTEPOB TaKKe CYIIECTBEHHO Me-
Hstack: ¢ 33 - 1022 M3 1o 8 - 10%22 M3 (yMeHblLIEHKE B
4 paza) mpu TepMUYECKOM cTapeHnHu B TedeHue 500 u;
c 810?22 M3 mo 27 - 10%> M3 (yBesnnueHue B 3 pasa)
pu TepMudeckom crapeHnn B TedeHue 1000 .

OCHOBHIBasICh Ha U3MEHEHUSIX KOJINYECTBEHHBIX
XapaKTepUCTUK OKCUAOB U KJIaCTepOB (Ta0JI. 5) MOXK-
HO cleiaTh BBIBOJABI OTHOCHUTEIBLHO TPUPOABLI 3TUX
u3MeHeHuii. [IpoBeneM olieHKY Hoau oObeMa MaTe-

puasa, 3aKJIIOYEHHOTO BO BKIIIOYEHU S 4/3nR3N , TIe
R, N — panuyc 1 o0beMHasl IIJIOTHOCTh BKJIIOUEHUIA.
Ha puc. 18 npencraBieHo M3MeHEeHNE OOJIU 00beMa
OKCHUIOB U KJIACTEPOB B 3aBUCHUMOCTHU OT BpPEMEHU
TepMudyeckoro crapeHus. Ilocie crapeHuss B Tede-
Hue 500 u B 13.5Cr—Fe;Y ODS nong martepuana B
Kjacrepax BospactaeT (Ha 10%) B cpaBHEHUU C MC-
Ne 6

TOM 16 2025
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Ta0muna 3. CpenHue KOHIIEHTpaLUM 3JIEMEHTOB B MaTpUlle, KJIacTepax U oboraieHue kinactepos B 13.5Cr—Fe;Y ODS

nocite ctapenus mpu 650°C B Teuenue 500 g

XUMUYECKU 3JIeMEHT Marpuna Kiactepst O6oramieHue KJIacTepoB
Fe 85+ 2 6318 —22+2
Cr 14.6 £ 1.5 152 £ 1.8 0.6 +0.4
Y 0.01 £0.01 10+£4 10£3
(0] 0.01 = 0.01 9+3 9+1
Si 0.1+0.1 0.3+0.2 0.2+0.1
A" 0.1%0.1 0.4+0.3 0.3£0.1
C 0.1+0.1 0.7+ 0.5 0.6 £0.7
N 0.01 £ 0.01 0.2+0.1 0.2+0.1
Ni 0.2%0.1 1£1 1£1
W 0.4+0.1 1t1 0.6 0.3
Al 0.01 £ 0.01 0.01 £0.01 0.01 £0.01

XOITHOM COCTOSTHMEM 3a CUYET CYIIIECTBEHHOTO YBEJIH -
YeHUsI CpemHero pasMmepa (KOMIIEHCHUPYIOIIETO
YMEHbIIIeHUue 00beMHOI MmiIoTHOocTH). Ilocie crape-
Hus B TeueHue 1000 u (B cpaBHeHuU ¢ 500 1) 1015 ma-
Tepuajia B KilacTepax ymeHbiaercs (Ha 30%) 3a cuer
YMEHBIIIEHUsI cpeaHero padmepa. B moacucreme ox-
cuIoB HabmonaeTcss oopaTHas TeHaeHUMs. [1pu no-
CTIDKeHUH BpemeHu ctapeHust 500 4 o0beM MaTepHra-
JIa HECKOJIBKO YMEHBIIIAeTCS B CPABHEHUM C MCXO-
HBIM COCTOSIHMEM, a 3aTeM BO3pacTaeT MPU BpeMEeHU
crapeHus 1000 4. Takum oGpa3zoMm, Ha HavyaJlbHOM
CTaTUM TIPOMCXOIUT POCT KJIACTEPOB (CTamusl pocTa

i

-
L

L]

.

| ———120.0 uv |
|

| — L L)

IpeaBbIAeIeHNIT OKCUIOB), B TOM YHCJIEe 3a CYET Ja-
CTUYHOIO PacCTBOPEHUSI OKCUIOHBIX 4YacTull. [lanee
HEKOTOpPhIE KJIacTephl IepepacTaloT B OKCUIHBIE Ya-
CTUIBI 1 00BEM KJIACTEPOB YMEHBIIIAETCS IIPU POCTE
obbeMa okcumHOM (asbl. Bece 310 yKinampiBaeTcs B
KJTAaCCUYECKYI0O MOMEIb, BKJIIOUAIOIIYIO CTaAuMu 3a-
POXIEHUsI, pocTa U MOocenywlleil KoalecleHINN
(OcBanbpackoro cospeBanust) [28, 29]), pacimmpeH-
HYIO Ha HaJIMYME HE TOJBKO OKCHUIIOB, HO U KJIacTe-
pPOB, KOTOpBIE XOTSI M OTJIMYAIOT OT OKCHUIOB MPO XU-
MHUYECKOMY COCTaBY, HO MOTYT BEICTYIIATh B KQUECTBE
3apObIIIEi OKCUOAOB.

(6)

—— 100 HM

Puc. 11. (a) Muxpoctpykrypa u (6) nuciokaunonHas crpykrypa crainu 13.5Cr—Fe;Y ODS nocie crapenust npu 650 °C B Te-
yeHue 1000 g (13006pakeHue ITOJTYYSHO C 3epHa, OPUEHTUPOBAHHOTO BOIM3U OocH 30HHI [110]).

AOEPHAA ®U3UKA U UHXKUHUPUHI  Tom 16

Ne 6
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Puc. 12. U306paxeHue cTpykrypsl ctanu 13.5Cr—Fe;Y ODS nocie crapenus npu 650°C B teyenue 1000 4, moayyeHHOE Me-
Tomamu ckaHupyomeit [I9M. KBagpaToM BblaesieHa 061aCTh ¢ OKCMAHBIMU YaCTHIIAMU [UTS 3JIEMEHTHOTO KapTUPOBAaHUSI.
TTokaszaHbl KapThl paclpeaeieHUs OCHOBHBIX 3JIEMEHTOB B TAHHOM 00JIaCTH.

P,

4\..1.‘(. ’

Puc. 13. CsetnononsHoe uzo6paxeHnue nop B 13.5Cr—FesY ODS nocne crapenust npu 650°C B teuenue 1000 4, moyyeHHOE
(a) B bokyce, (0) B pexkume HenopOKYCUPOBKH, (B) B pexkume mepedOKyCUpOBKU.

JaHHast 3aKOHOMEPHOCTb KOPPEIUPYET C PE3Yib-
TaTaMu, TIOJy4eHHbIMU B padote [30], roe 0110 00-
HapyxXeHo, 4To npu ctapeHuu B TeyeHue 1000 4 mpu
650°C xutactepnl B 1YO crangx Eurofer ODS, 10Cr
ODS u KP-3 ODS BrIpacTaloT 1 MOTyT IIpeodpa3o-
BBIBaTbCS B OKCUJIBI.

Ha puc. 19 npeacraBieHbl paciipenesieHus 1op 1o
pa3mepy B 13.5Cr—Fe;Y ODS B ncxomHOM cocTOsI-
HHMU U MOCJIe TepMUYeCKOoro crapeHus mnpu 650°C B

AJEPHAA ®U3UKA U MTHXXKUHUPUHT

teueHnure 500 u 1000 g. Kak 65110 MTOKa3aHO, B MCXOI-
HOM coctosiHuM ctanu 13.5Cr—Fe,;Y Obuin oOHapy-
JKEHBI MTOPHBI CPETHUM pa3MepoM 3.6 HM IIpU 00beM-
Hoit tioTHocTH 3.7 - 1022 M~3. Tlocie TepMUYECKOTO
crapenus npu 650°C B reueHue 500 4 41CIIO IIOP YBE-
amawiock B 1.2 paza 1o 4.2 - 1022 Mm~3, npu 3TOM cpel-
HUi pa3Mep rop ymeHbluics 1o 3.2 HM. [Tocie Tep-
Mmudeckoro crapeHus B TeueHue 1000 g HabmomaeTcs
CYIIECTBEHHOE YMEHbIIIEHNE OOBEMHOM TUIOTHOCTHU
Ne 6

TOM 16 2025
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Puc. 14. N3o6paxeHue cTpykrypsl 13.5Cr—Fe3;Y ODS nocne crapenus npu 650°C B teyenue 1000 4, nmogyyeHHOe MeTOnaMU
ckaHupyitouieii [IDM. KBagpatom BelaesieHa 00J1aCTh ¢ TIOpaMU TSI 3JIEMEHTHOTO KapTupoBaHus. [Toka3zaHbl KapThl pacipe-

JIeJICHUSI OCHOBHBIX 3JIEMEHTOB B IAHHOM 00J1aCTH.

nop 10 2.1 - 102 M3, ipu 5TOM pa3Mep IOp ONATh
YMEHBIIMJICA 10 3 HM.

Cr o W Y

Puc. 15. Atomueie kaptsl 13.5Cr—FesY ODS nocne cra-
penust ipu 650°C B Teuenne 1000 4, mony4eHHBIE METO-
namu A3T.

AOEPHAA ®U3UKA U UHXKUHUPUHI  Tom 16

Ne 6

AHaJIOTUYHO OKCUIIaM W KJlacTepam, IMOJyYeHO
U3MEHEHHUE 10JIM 00beMa MOP B 3aBUCUMOCTH OT Bpe-
MEHM TepMHYeCcKoro ctapeHus (puc. 16). Habmroma-
eTcsl HeOOJIbIII0e YMEHbIIIEHME 10JIM 00beMa Mop Mpu
crapeHuu B TedeHue 500 4 (B cpaBHEHUU C UCXOTHBIM
cocrostHreM Ha ~20%), a TakKe JajdbHelIIee yMeHb-
meHue (B ~2 pasa) rmpu ctapeHuu B reueHue 1000 g (B
cpaBHeHUU ¢ coctostHueM 500 4). JlaHHOe M3MeHe-
HUE B 00beMeE TTOp IEMOHCTPUPYET UX OTXKUT, XapaK-
TEpHBINA IJIST TepMOMeXaHWdecKnx oopadboTok AYO
cTajieil 1 HaOmogalcs B psne pador [31—-33].

CTOUT OTHEIbHO OTMETUTD, YTO JaXKe B ICXOTHOM
coctossHUM 13.5Cr—Fe;Y ODS o6beMHast JIOTHOCTh
mop (3.7 - 102 m~3) B 10 pasa BbllIE, yeM 0ObEMHAS
IUIOTHOCTb OKcuaoB (4 - 102! M~?), uTo yKka3bIBaeT Ha
HEONTUMU3UPOBAHHBINA PEXUM (DUHUIITHOM TEPMO-
MeXaHMYEeCKO 00paboTKu (HaIlpuMep, pexXrumMa Iro-
pSIYEro U30CTATUYECKOTO MPECCOBaHUSI MaTepuaa).
Tak:ke CTOUT OTMETUTh, YTO caMa I10 cebe oObeMHast
IUIOTHOCTh OKCUAHBIX YaCTHII B JTaHHOM MaTepualie
Hu3Kaga (4 - 10?! M) B cpaBHEHMHU C IPYTMMU paHEe
nccaenopaHHbMU YO cramsamu ~(4—13) - 102 M3 B
cransix Eurofer ODS, 10Cr ODS u KP-3 ODS [34].

BBIBO/IbI

ITpoBeneHo UccaeaqoBaHe METOJAMU TIPOCBEY -
BaloIE 3JEKTPOHHOM MUWKPOCKOIIMU M aTOMHO-
30H0BOI TOMOTpadU HAHOCTPYKTYPHI ACITEPCHO-
yrpouHeHHo# okcugamu ctainu 13.5Cr—Fe;Y ODS,

2025
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Ta6muna 4. CpenHue KOHIIEHTPAUM 3JIEMEHTOB B MaTpUIle, KiIacTepax 1 odoralieHre KJIaCTepOB B ICXOIHOM COCTOSI-
Hum 13.5Cr—Fe;Y ODS nocie crapenust npu 650°C B Teuenue 1000 u

XUMHWYECKUI 3JIEMEHT Marpuna Kiactepst Oo6oraleHre KJIacTepoB

Fe 86+ 1 64 £5 —22+*1

Cr 13.7 £ 0.1 14.5+£2.3 0.8+0.4
Y 0.01 £0.01 9+3 9+1

(0] 0.01 = 0.01 9+3 9+0.3
Si 0.1 £0.1 0.3+0.3 0.2+0.1
A% 0.1 £0.1 0.3+0.3 0.2+0.1
C 0.1 £0.1 0.5%0.5 0.4x0.2
N 0.02 £0.02 0.3x0.3 0.3+0.1
Ni 0.1 £0.1 1.5+ 1.0 1.4 £0.1
W 0.2=+0.1 0.5%0.5 0.3x0.1
Al 0.01 £ 0.01 0.1 £0.1 0.1£0.4

Ta0muna 5. CpenHuii pa3mep U INIOTHOCTb 00BbEKTOB, 00HapyXeHHbIX MeTogamu [I9M u A3T B 13.5Cr—Fe;Y ODS. D —
cpenHuii pasmep; N — o0ObeMHasi IJIOTHOCTh

3epHa Oxcuabl TTopsr Knactepst
CocrosiHue
pa3Mep, MKM D, M N, 1021 p~3 D, um N, 1021 p~3 D, um N, 1021 p~3
HcxonHoe 0.7+04 12+£2 4+2 3.6x0.6 3716 3+1 330 £ 30
500 4 650 °C 0.8+0.3 10+2 42+21 32+04 42 £20 5+1 80 + 20
10004 650°C| 0.8%+0.3 10£2 7.2 £3.6 3.0+04 21+ 10 3+1 270 £ 30

TOJIy4EeHHOU MEXaHWYEeCKUM JIETMpOBaHUWEM MaT-
PUYHOI CTaJIu U MopolIKa uHTepMeTauinaa Fe;Y B
HMICXOIHOM COCTOSIHUH U MOCJIE TEPMUYECKOTO cTape-
Hus rpu 650°C B teuenue 500 u 1000 u.

MccnenoBaHue MCXOMHOTO COCTOSIHUSI MTOKAa3ajao
B CTPYKTYpe MaTepuajia HaIu4rue OKCUIHbBIX YaCTHII,
KJIaCTEpOB, HAaHOpa3MEpPHBIX TOp U AUCIoKauuil. B

20
18+
16
R4
;12—
210+

11,

Hoist yact

S N0 A~ N
T

5
5

S
LK

R
LR

R
RN

(@)

TR

N

R
&

o2

AR
2R

[ Micxonnoe cocrosiHue
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Pa3smep okcuaoB, HM

JMICXOIHOM COCTOSIHUM OOHAapyKeHBI: OKCUIHBIE Ya-
CTULIBI CO CPEOAHUM pa3MepoM ~12 HM U 0ObEMHOM
IUIOTHOCTEIO 4 - 102! M~3; KJTacTepsl co cpenHUM pas-

MEPOM ~3 HM U OOBEMHOI TIOTHOCTHIO 3.2 - 1073 M~3;

B

MOPBI CO CPEIHUM pa3sMepoM ~4 HM U OOBEMHOI
wiotHocTbio 3.7 - 1022 M3, [locse crapeHust B Teye-
Hue 500 94 mpu 650°C oOHaApyKEeHO, YTO OKCHUIHBIE
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Puc. 16. Pacnipenenenne okcnaHbIx yacTull 1o pasMepy B 13.5Cr—Fe;Y ODS B MCXOTHOM COCTOSTHUN U ITOCJIE TEPMUUECKOTO
crapenust ipu 650°C B reuenne 500 u 1000 4, HopmupoBaHHoe (a) Ha 100% u (6) Ha OOBEMHYIO TUIOTHOCTbD.
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Puc. 17. Pacnipenenenne knactepos 1o pasmepy B 13.5Cr—Fe;Y ODS B nCXOTHOM COCTOSTHMU U TTOCJIE TEPMUYECKOTO CTape-
Hust ipu 650°C B Teuerue 500 u 1000 1, HopMupoBaHHoe (a) Ha 100% u (6) Ha 0OOBEMHYIO IUIOTHOCTD.

YaCTULLI HEMHOT'O YMEHBIIIAIOTCS B pasMepe 10 ~ 10 HM
TIPU COXpAaHEHUU 0ObEMHOM IUIOTHOCTH; CPETHUI pa3-
Mep KJIACTEPOB YBEJIMUUBACTCS IO ~5 HM M 3aMETHO
BO3pACTaeT UX 0OBEMHAsI IUIOTHOCTB 10 8§ - 1022M~3; no-
pPBI HEMHOTO YMEHBIIAIOTCS B pa3Mepe 10 ~3 HM U yBe-
JIMYMBAETCSA UX 00beMHAd IJIOTHOCTD 10 4.2 - 1022 M3,
HccnenpoBanue mocne crapeHus B TedeHue 1000 g
pu 650°C 0OHaAPYKUIIO, YTO OKCUIHbBIE YACTUILIBI
COXpaHJIOT cpegHUii pasMmep ~10 HM, a oOBeMHas
IUIOTHOCTB yBeJnuuBaercs no 7 - 102 M~3; pasmep
KJIACTEPOB BO3BpAaIllaeTCd K UX pa3Mepy B UCXOTHOM
COCTOSTHUM ~3 HM, a 00BbEMHOI1 INIOTHOCTBIO CTAHO-
putcd ~2.7 - 102 m~3; cpenHuii pasmep Mop yMEHb-
11aeTcs 10 ~3 HM, a UX 00beMHasl TNIOTHOCTh CyIle-
CTBEHHO cHUxaetcs 10 2.1 - 102 M3,
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Ananmus 3¢ GEeKTUBHOIO 00beMa OKCHIOB 1 KJIa-
CTEPOB B 3aBUCHUMOCTH OT BPEMEHU TEPMHIECCKOTO
crapenus npu 650°C 1mokassIBaeT, uto g0 500 9 cTa-
peHUS TPOIOJIKaeTCs IMpollece GOPMUPOBAHUS KiTa-
CTEpOB, B TOM YHCJIE 3a CYET PACTBOPEHUS YaCTH OK-
cunoB. Ha unrepBasne Bpemenu ctapeHust go 1000 u
0oOGHapyXMBaeTCsI TCHICHIINS IIPeoOpa30BaHUS YaCTH
KJIaCTEpOB B OKCHIBI ¥ POCT OKCHUIOB. OOHApYKeHHBIC
M3MEHEHUsSI OObEMHOM TIJIOTHOCTH U CPEIHUX pa3Me-
POB OKCHIHBIX YACTHII ¥ KJIACTEPOB B IIPOIIecce cTape-
HUS TEMOHCTPUPYET B3aMMOCBSI3b MOICUCTEM OKCH-
JIOB U KJIaCTEPOB.

BIIATOOJAPHOCTHU

Pa6ora BemonHEHa 1py (MHAHCOBOI TTomepxkke Poc-
cuiickoiit @Penepauyu B aviie MUHUCTEPCTBA HAYKU U BbIC-

—&— OKCHIBI
o Kiacrepsl
—&— [lTopbl

McxonHoe

650°C 5004 650°C 1000 u

Puc. 18. MzameHeHune noau oobema OKCHIOB, KJIAaCTCPOB U IIOP B 3aBUCUMOCTH OT BPEMECHHN TEPMMHNUYCCKOIO CTapCHUA IpPpU

650°C.
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VICXO}IHOC COCTOSIHUE
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Puc. 19. Pacripenenenue nop no pasmepy B ctanu 13.5Cr—Fe3Y ODS B MCX0IHOM COCTOSTHUU Y TIOCJIE TEPMUYECKOTO CTAPEHUS
nipu 650°C B Teyerue 500 u 1000 4, HopmupoBaHHoe (a) Ha 100% u (6) Ha 0GBEMHYIO IJIOTHOCTb.

rero oopazoBaHusi P@® (Comamenue Ne 075-15-2021-1352).
Tomorpadndeckuit aTOMHO-30HIOBBIN aHAIN3 BBHITIOJTHEH
Ha obopynoBaHuu lleHTpa KOJJIEKTUBHOIO IOJb30BaHUSI
KAMMUKC (http://kamiks.itep.ru/) HUWIL “KypuaToB-
CKMUIA UHCTUTYT”.
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Abstract—In this work, the nanostructure of oxide dispersion-strengthened steel 13.5Cr—Fe;Y ODS, ob-
tained by mechanical alloying of oxidized matrix steel powder and Fe,;Y intermetallic powder. In addition to

AOEPHAA ®U3UKA U UHXKUHUPUHI  Tom 16

Ne 6

2025



794 POT'OXKMHWH wu np.

the initial state, the effect of thermal aging on the nanostructure of this steel at 650°C for 500 and 1000 h was
investigated. In the studied states of 13.5Cr—Fe3;Y ODS steel, transmission electron microscopy (TEM) has
detected nanoscale oxides (~10—12 nm) with a number density of ~4—7 x 102 m~3, pores (~3.0—3.6 nm and
~2—4 x 10?2 m™3), as well as the dislocations ~2 x 10'* m™2. According to the energy-dispersive X-ray spec-
troscopy analysis, oxide particles are mainly enriched in Y and O, and the detected pores contain up to 3 at. % Ar.
Atom probe tomography (APT) revealed the presence of clusters (~3—5 nm and ~8—30 % 1022 m™3). The de-
tected clusters also contain Ar within 0.1 at. %. Comparison of the data on the initial state and states after
thermal aging revealed an increase in the number density of oxides and a decrease in their size with an in-
crease in the thermal aging time, while the volume of the oxide phase at 1000 h remains the same relative to
the initial state in the error limits. Comparison of APT data showed an increase in the volume of clusters
during aging up to 500 h and a decrease in the volume at 1000 h. An increase in the number of oxides during
thermal aging up to 1000 h correlates with a decrease in the volume of clusters in the same state. There is a
significant (~2 times) decrease in pore volume during thermal aging. The density of dislocations increases to
~5 x 10" m~2 when reaching 1000 h of aging.

Keywords: oxide, cluster, oxide dispersion-strengthened steel, thermal aging, transmission electron micros-
copy, atom probe tomography
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