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NCCIIEAJOBAHNE MEXAHN3MOB PAIMALITMOHHOI'O YITPOYHEHUA
KAPOITPOYHBIX JTUCITEPCHO-YIIPOUHEHHBIX OKCUIAMMU CTAJIEN
B YCKOPEHHBIX NCIIBITAHUAX C UCIIOJIb3OBAHUEM NMOHHOI'O
OBJYYEHUA N VIBTPAMUKPOCKOIIMYECKOI'O AHAJIM3A
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B pa6ote ucciiemoBaHbl HAHOMACIITAOHBIC MEXaHU3MbI PAIMALIMOHHOTO YITPOUYHEHUS TUCIIEPCHO-YIIPOY-
HeHHBIX okcunamu (J1YO) xxapornpounbix craneit DI1-450 AYO u BI1-823 JIYO B MUTAIIMOHHBIX DKCIIE-
pUMeHTax Ha Iy4YyKax MOHOB XeJie3a FeX" ¢ sHeprueii 5.6 M>B npu Bapuaumy 103 paaydaliOHHOIO ITOBpe-
xnaenust 1o 100 cHa u Temneparyp B auamnaszoHe oT 350 1o 500°C. MUKpOCTPYKTypa UCXOMHBIX U OOJTyUeH-
HBIX MaTepUaioB MCCJeAOBaHA METOHaMU MPOCBEYMBAIOIIEH 3JIEKTPOHHOW MMKPOCKOIMUU U aTOMHO-
30HIOBOI TOMoTrpaduu. YIIpouHeHNEe paarualiliOHHO-MOIUMUIIMPOBAHHOTO MOHAMHU CJIOSI OOIYYeHHBIX
00pas1oB UCCIeA0BAHO METOIOM IMHAMUYECKOTO MHISHTUPOBAaHMSI. AHAINU3 UCXOIHOIO COCTOSIHUS CTa-
Jeii moka3sai, 94To B ctanu D11-450 J1YO comepkuTcs 60bliiee KOIMISCTBO MEIKNX OKCUAHBIX YacTUILL (10
20 M) B cpaBHeHUHU co cTtanbio DI1-823 JIYO. Kpome Toro, B ctanu BI1-450 YO obGHapykeHO Ha ABa MO~
psiaka 6osbie ~ 102 M~3 HanopasMmepbix kiacTepoB Y—Ti—Cr—0, uem B ctanu DIT1-823 AVO. [pu HU3KuX
nosax oonyueHus ctaiab DI1-823 JIYO neMoHcTpupyeT 0oJiee BICOKMI TeMIT palualluOHHOIO YIIPOYHEHUS
MIpU HU3KUX TeMIlepaTypax o0IydeHUs o cpaBHeHMIO co ctanbio DI1-450 IVO, a ¢ MoBEIIIICHUEM TeMIIe-
paTyphl TEMIT OXPYITYMBAHUS YMEHbIIAaeTCsI. DTOT (DaKT B 3HAUYUTEIbHOU Mepe 00yCJIOBJIeH 00pa3oBaHUEM
BBICOKOI TIJIOTHOCTH HAaHOpPa3MEpHBIX palvalliOHHO-UHAYIUPOBaHHBIX Ni—Mn—Si KJacTepoB B cTalu
OI1-823 nox BozneiicTBueM obiydeHus1. Jpyrue ooHapyXeHHbIe paauallMOHHO-UHAYLIMPOBaHHbIE U3Me-
HEHUS: TIepecTpoiika cucteMbl okcuaoB 1 Y—Ti—Cr—O xiactepoB, ¢opMUpOBaHUE KJIACTEPOB, IIPEUMY-
IIeCTBeHHO oboraieHHbIX 1Mo Cr, a Takke oOpa3zoBaHUe TUCIOKALIMOHHBIX IeTesib. OOHapyXXeHOo, YTO Mo
Mepe pocTa I03bI 00 IydeHs pagralnoHHoe ynpouyHeHus ctaiau D11-450 JIYO nocrerieHHO Bo3pacTaer U,
B LI€JIOM, Ha OOJIBIIMX J03aX 00JIydeHUsT 00e CTalu AEMOHCTPUPYIOT OJIM3KOE YIIPOYHEHUE.

Knrouesuie crosa: nucnepcHO-yIpoYHEHHbIE OKCUAAMU CTajlv, KJIACTePhl, OKCUbI, paauallMOHHbIC TTEeTIIN,
aTOMHO-30HI0Basl ToMorpadus, pocBeurBalolias 3JeKTPOHHAsT MUKPOCKOITUSI, HAHOUIEHTUPOBaHUE,
MOHHOE 00JTydeHMsI, HAaHOCTPYKTypa
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BBEAEHUE

KimtoueBoii ameMeHT pa3padoToK ITePCIIEKTUBHBIX
SIIEPHBIX YCTAHOBOK — MaTepualibl aKTUBHOM 30HBI,
KOTOPBIC TOJLDKHBI BBEIIEPXXUBATh BBICOKHE pagvalii-
oHHbIe Harpy3ku (mo 200 cMmelieHusT Ha aToM (CHa))
U paboTaTh B IIMPOKOM MHTEpBajie TeMrepaTryp (OT
~350 go 700°C). IIporpamMMsbI pa3pabOTK MaTepHra-
JIOB, YIOBJIETBOPSIOIINX 3TUM TPeOOBaHUSIM, MTOAPA3Y-

MEBAIOT Tepexo OT ayCTeHUTHBIX CTajieil, MMEIOIInX
CKJIOHHOCTB K paalalliOHHOMY pacIlyXaHUIO, K XKapo-
MPOYHBIM (PEPPUTHO-MApPTEHCUTHBIM cTasiM [1, 2].
BbIcoKuii ypoBeHb KapOIPOUYHOCTU OOECIeYrnBaIOT
JIMcTiepCcHO-yIIpouyHeHHBIe okcumamu (AYO) deppur-
HO-MapTEeHCUTHbBIE CTajIX 3a CUeT 3HAYMTEILHOTO YMC-
JIa paBHOMEPHO pacIpene/IeHHbIX OKCUIHBIX BKIIIOUYEe-
anii. [Ipumenenmne YO craneit mimaHuUpyeTcsl BO
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MHOTHX PEaKTOPHBIX ycTaHOBKax IV mokoneHus: Ha-
IpUMep, B Ka4eCTBe MaTepuajia 000/I04eK TOIUIMBHBIX
3JIEMEHTOB B peakTopax Ha OBICTPHIX HEUTpOHAX, MU
KOHCTPYKIIMOHHOI'O MaTepualia IIepBOil CTEHKU Oy-
IYIIUX TepMOsIIepHBIX peakTopoB [3—8]. B HacTos-
1Iee BpeMs yKe IPoIeMOHCTpUpoBaHo, uyTo YO cramm
MOTYT BBIIEp>KUBATh TpeOyeMble TeMIIepaTyphl U JO3bI
panvaliMOHHBIX oBpexxaeHuit [9, 10]. MexaHuuyeckue
cpoiictBa IYO crajeii CylIecTBEHHO 3aBUCST OT Xa-
PaKTEepUCTUK HAHOCTPYKTYPHI: pasMepa U MpPOCTpaH-
CTBEHHOTO pAaCIIpele/icHUs] AUCIIEPCHBIX BKIIIOUYE-
Huii. HaHopa3sMepHBIe OKCUIHBIEC BKITFOYCHMS SIBJISI-
IOTCSI CTPYKTYPHBIMH OOBEKTaMU, MPETISITCTBYIOIINMU
JIBVDKEHUIO TUCJIOKALIMI, OHM TAKXKEe MOTYT O0OecIieun-
BaTh 3aXBaT paJuallMOHHbIX Ie(eKTOB 1 Fa30BbIX ITPU-
Meceil (Impexae BCero, reius), o0pasyIoInxcs IIpu
TpaHCMYTAaLIUsIX.

KonmyecTBeHHBIN aHAIN3 OKCUIHBIX BKIIIOUCHUIA
B A YO crangax TpebyeT MpUMeHEeHUS HECKOIBKIX IO~
MOJIHAIOIIUX APYr Jpyra MeTOAOB MUKPOCKOIHNYE-
ckoro aHanu3a. OCHOBHBIM METOIOM aHaJIn3a BKIIIOYE-
HUI SIBJISLIACH IIPOCBEYMBAIOIIAS 3JICKTPOHHASI MUKPO-
ckorus (ITOM) [2, 11—13]. Cynepmenkue oKCUAHBIE
BKJIIOYCHUSI M KJIACTEPhl OOHAPYKMBAIOTCS C TTOMO-
IIIbI0 MAJIOYIJIOBOTO paccessHus HelitpoHoB (MYPH)
[14—16], MaJIOYIJIOBOTO PEHTIEHOBCKOTO PACCESTHUS
(MYPP) [17—19]. Hauboinee 3¢hp¢heKTUBHBIM METO-
JIOM BBISIBJICHHWsI HanOoJiee MEJIKMX BKIIIOUEHUS SIB-
JIsIeTCsl aTOMHO-30HI0BOM ToMorpacdumn (A3T) [20,
21]. Tak, xumMHu4YecKuii cocTaB BKIIOUYEHUI pa3Mepa-
MU 0oJjiee 5 HM JOCTaTOYHO XOPOIIO OIPEHeIsIeTCs
METOJIaMU SHEPIro-AMCIIEPCUOHHOIO aHajIn3a, UMe-
IOLIMMUCS B COBpeMeHHBIX IIDM, a cocTtaB BKITIOUYE-
HUI TTOpsIAKa €TMHUL HAHOMETPOB MOXKET OBITH JIe-
TaJbHO NU3y4eH ToJbKO ¢ moMolipio A3T. A3T uccie-
JIOBaHUSI MOKa3aji, YTO COCTaB HAHOK/IACTEPOB B
AYO cransx oTM4aeTcsl OT COCTaBa CTEXMOMETpHUYIe-
ckux okcuaos. JAYO cranu comepskaT BBICOKYIO TIJIOT-
HOCTb HAHOKJIACTEPOB, 00OTAIIEHHBIX HE TOJILKO 10
Y, O, HO 1 APYruMHU Jerupyomunumu 3aemenTamu Cr,
V, Ti, ... (IpUCYTCTBYIOIIIMMU B COCTaBe CIijiaBa) [22,
23]. Tak, pa3padboTtaHHasi B EBporie B paMKax mpo-
rpaMMEl [24, 25] o TepMOsiIEpHBIM PEaKTOpaM CTallb
ODS Eurofer conepskut okcunbl Y,0; [11, 12, 26] u Ha-
HokJ1acTepsl, odoramieHHsle Y, O, Cr, Vu N [20—22].
Craenyet otMeTuTh, YTo ODS Eurofer cogepxut oko-
710 0.2 Mac. % V, ¥ 3TOT XUMUYECKUIT 3]IEMEHT UTpaeT
BaXKHYIO pOJIb B 3apoxaeHuun kiaactepoB B ODS Eu-
rofer. Ti cuutaerca Hanbojee 3(PPEKTUBHBIM XUMU-
YEeCKMM 3JIEMEHTOM 151 (POPpMUPOBAHMUS HAHOCTPYK-
Typ B IYO cransax [1, 23]. Kimactepsl B IYO cransix ¢
Ti B umx coctaBe o6orameHsl Y, O 1 Ti, a X oobeMHas
TJIOTHOCTB BHIIIIE, YeM INIOTHOCTH KiactepoB B ODS
Eurofer (6e3 Ti B cocrase) [19, 22]. KitacTepsl SIBISIIOT-
Csl BaXKHBIM 29JIEMEHTOM HaHOCTPYKTYpHI JIYO craneii.
HenmasHo ObUIO TTOKAa3aHO, YTO TOJIBKO C YIETOM KJla-
CTePOB yaaeTcsl TPaBUIBHO OLIEHUTb TBEPAOCTh MHO-
rux YO craneit Ha OCHOBe JaHHBIX MUKPOCKOIINH,
pkimiovaromux [1OM, A3T n MYPH anamm3 [27].
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ITockonbKy TTOBBIIIEHHBIE 3KCILIyaTallMOHHBIE
cpoiictBa JIYO crajneil cylIecCTBEHHO 3aBHUCST OT OK-
CHUIHBIX HAHO-BKJTIOUEHMI (JACTULL M KJIACTEPOB), paB-
HOMEpPHO pacIipelleJIeHHbIX B MaTpulle, U3YyYeHUIO
CTaOMIILHOCTH HAHOCTPYKTYpHI YO craneit ymens-
eTcsl TIpucTagbHoe BHUMaHueM [9, 10, 28, 29]. O6-
1€ MEXaHW3MbI BIIUSTHUSI OOJIydeHUsI Ha (DEPPUTHO-
MapTEHCUTHBIE CTAJIM, a TAK3Ke Ha HaHOCTPpYKTypy YO
cTayieif XOpOoIIO U3BECTHHI, OMHAKO, IeTaabHOE IO-
HUMaHUWe BJIUSHUS 00JydeHUs1 Ha noBeaeHue YO
cTaieii Bce elle He JOCTUTHYTO.

IToxazaHo, 4TO OOMIyYeHHE B CTANISIX IIPY KOMHAT-
HOI1 TeMITepaType MOXET IMMPUBOAUTH K PACTBOPEHUIO
KpynHBIX (>10 HM) OKCUIOB, 3apOXICHUIO KJIacTe-
poB, oboranieHHBIX Y, O u V unu Ti, 1 HEOOJbILINX
(<5 M) okcnnHbIx BKmodeHuit [30]. YBenmmaeHne TeM-
rieparypbl ooaydeHust 1o 300°C, u Bbillie, TTPUBOIUT K
CTaOMIM3allMM OKCUIHBIX BKIIOYEHUI B OOJIBIINH-
cTBe ciaydaeB (cM., 063op [10]). ITocnenHue ucciaeno-
BaHus psaga YO craneit moka3zajau, 4YTO HU3KOTEM-
repaTypHoe 00 IydyeHre MOXKeT IMTPUBOIUTH K paCcTBO-
peHuIo KpymHbIX (>10 HM) 1 3apOXKISHHUIO MEJIKUX
(<3 HM) OKCUIHBIX BKIIOUEHUI B CTAJISIX, THE MPUCYT-
CTBYIOT KPYITHBIE BKJIIOYEHUSI, B TO BpeMsI KaK B CTaJISIX
C MEIKOIUCTIEPCHBIMM BKIIIOUCHUSIMU 3TOT 3(PPEKT
nonasisercs [31, 32]. OtMeTuM, 4TO pagualliOHHO-
nHAayuupoBaHHbIe 3¢ dekTel B YO cransax MoryT
CYIIECTBEHHO 3aBHCETb OT MCXOMHOII HAHOCTPYKTY-
PbI: TUIOTHOCTHU U pa3MepOB OKCHUIOB M HAHOKJIACTE-
poB. IIpy HU3KUX 3HAYECHUSX IUIOTHOCTEM OKCUIHBIX
BKJTIOUEHU I MOXHO OXUIATh 3PP eKThI, OJIM3KME K Ha-
OII0JaEMBIM B TPAOUILIMOHHBIX (pepPUTHO-MAPTCHCUT -
HBIX CTaJIsIX. TIEPECTPOUKI HAHOCTPYKTYPHI CTaJIEM,
00JIy4eHME TaKKe MOXET IIPUBOIUTH K paaralliOHHO-
VHIYLMPOBAHHBIM 3 deKTaM, XapaKTepHbIM JJIsI Tpa-
IUIAOHHBIX cTajieii. Takoe moBeneHUEe XapaKTepHO
TSI TIPOMBIIIIJIEHHO n3rotaBnuBaeMbix YO craneii,
B TO BpeMs KakK B MomenbHbIX YO cransix u cruiaBax
MOCJIEAHETO MOKOJICHUS TNIOTHOCTU OOBEKTOB MaKCH-
MaJIbHO YBeJIMYeHbI (3ameTHo 6onee 1022 M) ipu cHu-
XKEHUHU pa3MepoOB 3TUX BKIIIOYCHUI IO 5 HM U MeHee.
OTMeudeHHBIE 0COOCHHOCTH UCXOTHONH HAHOCTPYKTYPHI
YO MoryT cylecTBeHHBIM 00pa30B BIMSTh ITIOBEAE-
Hue AYO craneii mox o0iydeHUEM.

B Poccum paspabareiBaercs psso YO craneit, ko-
TOpPBIE PACCMATPUBAIOTCS B KQ4eCTBE MaTEpUAIOB 000-
JIOYEK TETUIOBBIIEIISIOINX 3JIEMEHTOB JIJISI PEaKTOPOB
Ha OBICTPBIX HeTpoHaxX. B HacToslee BpeMsl OCBOEH
IMMPOKWI acCOpTUMEHT mponykumu n3 DI1-450 AYO
[2, 13] u BI1-823 1YO [33, 34]. Llennvto HacTosI1Iei
paboThl SIBISETCS CUCTEMATHMYECKOE KOMILIEKCHOE
Hccaea0BaHue paauallMOHHO-UHAYLIMPOBAHHBIX U3-
MmeHeHnit Poccuiickux YO craneit 3I1-450 1YO n
BI1-823 IYO B o61acTy HUBKOTEMITEpATypHOTO pa-
IUALIMOHHOTO OXPYMYMBAHUS B IIMPOKOM MHTEpBa-
Jie 103 paaualoOHHBIX MOBPEXIEeHW Mpu MOHHOM
O0JIydeHNN.
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POT'OXKMHWH wu np.

Taomuna 1. Xumuueckuii coctas cranu DI1-823 VO u BI1-450 AYO (Mac. %), 6anaHc 110 Keae3y

Cr Si W Nb Mo Mn | Ni Mg C Y Ti Cu o
OI1-823 YO | 10.44 1.57 | 0.8 0.35 [ 0.8 |0.29 |0.65| 0.63 — (01605 |0.2 — 0.27
OI1-450 AYO | 13.1 0.23 | 0.003 0.35 | 1.61 | 0.18 | 0.44 | 0.12 [0.0067| 0.13 | 0.35 | 0.25 | 0.0087 | 0.32

1. MATEPHUAJIBI U METO/IbI

B HacToseit pabore u3ydaeTcsl BIMsSIHIE OOJIyde-
Hus Ha aBe ctanu DI1-450 YO n AYO BI1-823 AYO,
pazpaboranHbie BAO “BHUNHM”. N3yyanuck 06-
pa3ibl B BUAe IUtacTuH pasMmepamu 10 X 20 X 0.4 mM.
CocTaB n3ydaeMbIX CTaJIeii IIpeAcTaBieH B Taom. 1.
duHanbpHasI TepMUYecKasi o0paboTKa BKIIoUasa 3a-
Kanky ot 1150°C (Beimepxka 30 MUH) U OTITYCK IIpU
740°C, 2 4.

ITonroroBka 0o0pa3loB IS aHAJIM3a MCXOIHOTO
COCTOSIHUS U JIJ1s1 OOJTy4EHUsI IPOBOIMIIACH B HECKOJIb-
KO 3TarnoB. Ha mepBoM aTarie u3 MCXOQHOro oOpasla
MaTepuraja METOIOM 3JIEKTPO3PO3UOHHOM PEe3KN BbI-
pe3anch 3aTOTOBKM B BUIE TMCKOB AUAMETPOM 3 MM
u ToamHoi ~300 mxM. Ha BTopom aTarie npoBoau-
JIOCh MEXaHUYECKOE YTOHEHHE 3aTOTOBOK MaTepuaja ¢
nomMonipio SiC Gymaru ¢ mocienoBaTeIbHBIM YMEHb-
IIeHWeM pa3Mepa 3epHa oT 15 1o 5 MkM. PuHaIbHas
IMOJIMPOBKA OCYIIECTBIISLIACH C [IOMOIIBIO CYCIIEH3UN
13 KOJUIOMITHOTO OKCHIA KPEMHMS C pa3MepOM 3epHa
40 amM. st ynajieHusT TIOBPEXIEHHOIo B IIpoliecce
MEXaHMYECKOTO YTOHEHUSI CJIOSl MaTepurasa, IpoBO-
IWJTIAch DIIEKTPOXMMMUYECKasl TIOJIMpOBKa oOpa3iioB. B
3aBepIIEHNM MPOOOITOATOTOBKY MPOBOAMIIACH YUCTKA
IMOBEPXHOCTH 3aTOTOBOK OT OCTAaTKOB 3JICKTPOJINTA C
MMOMOIIIBIO 3TaHOJa. B uTore njisi npoBeneHusI ccie-
JIOBaHMWI OBLIM M3rOTOBJICHBLI 00pa3libl B BUAE AMC-
KOB IuaMeTpoM 3 MM M TomuuHoi 210 + 10 MxM.

Ilepen 1 mocyie oGay4eHUs] MOHAMU OCYILIECTB-
JISITICST KOHTPOJIb KayecTBa MOBEPXHOCTU TTOATOTOB-
JICHHBIX 00pa31oB METOIOM aTOMHO-CUJIOBOI MUKPO-
ckormuu (ACM) ¢ TOMOIIbI0 MHOTO(YHKIIMOHAJIBHOTO
CKaHUPYIOILIEeTO 30HI0BOro Mukpockora MultiMode
Nanoscope IIla. Insg MCXOTHBIX M 00JTYIEeHHBIX 00-
pa3loB ONpPEAeISNIMCh CPEAHSIST IIIEPOXOBATOCTh I10-
BEPXHOCTU U HauOOJIbIl1ast BbICOTA MPOMUIISI TOBEPX-
HOCTH, KOTOpBIe cocTaBuiiM: He Oonee 17 m 110 AHM
rocJjie NIpUIroToBJIeHUs, U He 6oJiee 14 u 120 HM mocie
00JIydeHUs].

OO0Opa3upl crajeii oOaydyaauch Ha JUHEHHOM
yckoputrene TUIIp-1 (TsSKea10-MOHHBINA IIPOTOTHII)
[35, 36] myukom noHoB Fe?* ¢ sneprueii 5.6 MaB B
UMIYJIbCHOM PEXUME C JIMTEJIbHOCTBHIO UMITYJbCa
450 MKC 1 9acTOTOM MOBTOpeHMIt 10 pa3a B 2 ¢. O0-
JiyueHue o0pas1oB MPOBOAMIOCH B BakyyMe oT (1.5—
6.0) - 1077 Topp npu Temneparypax 350, 400, 450 u
500°C (OoTKJIOHEHME OT 3alaHHOI TeMIepaTyphl CO-
craBisuio He 6osee 3°C [37]). TemnepaTypHbIii UH-
TepBaJl ObUT BEIOpAH U3 COOOpaKeHU i OXBaTa TeMriepa-
TYPHOTO MHTEpBaja HU3KOTEMIIEPATYPHOTO paauaiyi-
OHHOTO OXPYMUYMBAHUS, OTPENEISIONIEr0 HUXHIO

AJEPHAA ®U3UKA U MTHXXKUHUPUHT

rpaHUILy TEMITEpATyPHOIO MHTEPBAIa SKCILTyaTalliu
craneil. OTMETHM, 4TO B psiae paboOT IMOKA3aHO, UTO
CIOBUT TeMIIEpaTypbl MOHHOTO OOJIydeHUsSI (DEppUTHO-
MapTEHCUTHBIX CcTajeil I KoMIieHcauuu s¢hdeKTa
¢1akca, B cpaBHEHUH C PEaKTOPHBIM OOJIydeHUEM, CO-
crapisgter ~50—60°C [38, 39]. JoCcTUTHYThIE (DIFOCHCHI
o6myyenus cocrass (0.5, 1.0 m 1.7) - 107 ecmM~2, Tak
YTOOBI JOCTUYh Pa3IMYHBIX J03 pagvalMOHHBIX I1O-
BpexneHuit 1o 100 cHa.

Mt pacyeTta nmpoduiieii NOBPEKACHUIA Y MMILIAH-
TalliM MOHOB, B oOpa3lax crajeii, MCIOJIb30BaJICsI
nporpaMmmHbIii makeT SRIM 2008 [40]. Ha puc. 1 mio-
Ka3aHBl TIpOPMWIM IIOBPEXACHUIA U KOJIUYECTBO
BHEIPESHHBIX NOHOB ITIPU O0JIyYeHUU YUCTOTO XKeae3a
noHamu 5.6 MaB Fe?* no ¢umroenca 1.7 - 107 cm~2. Pe-
3yJbTaThl PaCuye€TOB MOKA3bIBAIOT, YTO 00JACTh MaK-
CUMAaJIbHOM KOHLIEHTpaLMK Je(eKTOB U UMIUIAHTALIUN
MOHOB pacrojiaraercs Ha nryovuHe ~1.4 u ~1.6 MKM OT
MOBEPXHOCTH 00pa3ma cCooTBeTCTBeHHO. 11 poBene-
HUSI MUKPOCKOIIMYECKOIo aHaju3a ObLia BhIOpaHa
001acTh Ha r1yornHe ~1 MKM, yaajeHHas OT IIOBepX-
HOCTU U OT 30HBI BHeApeHus. s MakcMMalabHOro
(mroeHca 1o BHeIpeHHBIX MOHOB Fe?t B o6mactu mc-
caeIoBaHUa MaTepuaa He Tpesbimaia 0.5 at. %. Ta-
KM 06pasoM, mig ¢pmoeHcos (0.5, 1.0 u 1.7) - 107 cm—2
JI03bl paIMallMOHHBIX ITOBPEXICHUN B 00JIaCTH HC-
cnenoBanmst coctasiasia 30, 60 u 100 cHa. B psime ciy-
yaeB MCCIIeIOBaHNE IIPOBOIMIOCH Ha ITyonHe 0.5 MKM,
IIe 103a paauallMOHHBIX MOBPEXICHWI B IBa pa3a
MEHBIIIe 03HI Ha TITyOrHe 1 MKM.

Brnustane o06rydeH1sI Ha CTPYKTYPHO-(a30BOE CO-
CTOSTHHE CTaJIeid M3y4aloCh C MOMOIIBIO IIPOCBEYM-
BamIle dJIeKTpOoHHOU Mukpockonuu (IIOM) u
aToMHO-30HIo0BoI ToMorpadum (A3T).

st mogroroBku o6pasuos i [IDM B Bune 1mo-
MIEPEYHBIX CPE30B 13 00IyYeHHBIX MOHAMU 00pa31ioB
cTajieil UCIOIb30BaJICsl PACTPOBBIN AJIEKTPOHHO-MOH-
Hb1ii Mukpockort HELIOS NanoLab 600 (FEI, CILA).
OO0pa3upl LI JATBHENIITNX MUKPOCKOIIMYECKHIX MC-
clieoBaHUi OBbUIM U3TOTOBJIEHBI C MTOMOIIBIO (DOKY-
CUpPOBaHHOrO ny4yka moHoB Ga* Impu yckopsoiem
HanpskeHun S KB. C 1e1b10 MUHUMU3ALUT TOJIII~
HBI aMOp(U3NPOBAHHOIO CI0sI, BOZHUKAIOIIETO IIpU
B3alMOJENCTBUM MaTepuaia ¢ Imy4ykoM noHos Ga®,
MIPOBOAMIACH MOJUPOBKA JIaMEJIe IPU YCKOPSIO-
1meM HanpstkeHuu 2 KB. nuHa Beipe3danHoil [IDM
JlaMeId MaTepualia cocTaBiisieT ~4—5 MKM. Takum
obpaszoM, cormmacHo SRIM pacueram, pasmep cpesa
MOJIHOCTBIO OXBAaThIBAET 00J1aCTh MAKCUMAJIbHBIX BHO-
CUMBIX IOBPEXIEHUI1 1 00JIaCTh OCTAHOBKM MOHOB B
MaTepuaie.
Ne 6
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Puc. 1. IIpodunp paguallMOHHBIX ITOBPEXICHUIA

(crutolHast IUHUS) U NMPOoGUIb MOHHON MMIUIAaHTALMU
(TyHKTHUpHAas JIMHUS ) Ipy 001ydeHnu ynucroro Fe nona-
mu Fe“" ¢ sneprueit 5.6 MaB no ¢moenca 1.7 - 10 oM
PannanyonHble MOBpeXAeHUS! BBIYUCISUIUCH B MOJAETU
Kunuuna—ITusa c sHeprueit cMenieHusi aTOMOB U3 Y3J10B
KpucTajummyeckoii pemerku 40 3B.

J11s1 ucclienoBaHUsI MUKPOCTPYKTYPBI 00pa3IoB MC-
MOJIB30BAJICS MPOCBEUYMBAIOIIMNIA 3JIEKTPOHHBIA MUK-
pockont Tecnai Osiris (FEI, CIIIA) ¢ MCTOYHHUKOM
9JIEKTPOHOB MOBbILIeHHOH sipkocTH (X-FEG) u ycko-
psromnM HanpsikeHueM 200 k3B. JIokadbHBIN XU-
MUYECKMI COCTaB MaTepuaja OIPENessuiCsS C IIOMO-
IO SHEProIMCIIEPCMOHHOIO PEHTTEHOBCKOIO CIIEK-
tpoMeTpa SuperX (FEI).

J1st iiccinemoBaHMit ICXOMIHOTO COCTOSIHUS CTajIei
METOJlaMM aTOMHO-30HIIOBOII Tomorpagpuu u3 muc-
XOOHBIX IJIACTUH IIOATOTABJIMBAJIIMCL OOpa3lbl B
¢dopme uri. [1pu aHanMm3e NCXOMHOTO COCTOSTHUS Ma-
TepHUaJIOB M3rOTaBIWBAJINUCH 3arOTOBKU pa3MepaMu
0.3 X 0.3 X 15 MM METOIOM BJICKTPOIPO3UOHHOI pe3-
KU B Bozie. B manbHeileM 3T 3aroTOBKY MOJIMPOBa-
JINCH B 00beMe U Karuie 2% pacTBopa XJIOpHO# KHC-
JIOTBHI B TMOYyTOKCUATaHOJIe TIpU HamnpsokeHuu ~ 10 B.
I1pu nccnegoBanuy 0OJIy4EHHBIX MaTEpUAJIOB, TIO/I-
TOoTOBKa 00pa3loB g TOMOTrpadrIecKUX aTOMHO-
30HIOBBIX MCCIIEIOBAHUI OCYILIECTBIISIIACH C TaKXkKe
MOMOIIBIO PACTPOBOrO 3JIEKTPOHHOIO MHUKPOCKOIIA
HELIOS NanoLab 600. McciaenyeMblit 06beM MaTe-
pualia U3BJIEKaJICs ¢ IIyOUHBI ~1 MKM OT OOJIydeHHOI
MOBEPXHOCTU. M 3BlIeKaeMBlIii 00beM MPUKPEIUISUICS K
MaCCHMBHOMY OCHOBaHWIO, M B JaJbHEHIIIEM ITOJIMPO-
Basicst noHamu Ga c sHeprueit 30 k3B 1o GopmbI ur-
Jil. DUHUIITHAS TTOJIMPOBKA OCTPHS 10 HEOOXOIM-
MBIX pa3MepoB (<100 HM B guaMeTpe) OCYIIEeCTBIISI-
nmack moHamu Ga c sHeprueit 2 k3B. HMrtorosas
¢dopMa 00pa3oB KOHTPOJIMPOBAJIACH B IIPOCBEYNBA-
forreM aaeKTpoHHOoM MuKpockorie JEOL 1200 EX.

Jst mcenemoBanus metogaMu A3T MCITONb30BaJICs
aTOMHO-30HAOBBIN TOMOrpad C Ja3epHbIM UCIIAPEHU-
eM ITA3JI-3D [41]. YcnoBus vcciienoBaHusI ObUIA Cle-
IYIOIINMM: TeMIiepatypa oopasua 50 K, HanpsckeHue
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Ha obpasne 2—10 kB, mmmHa BoiHBI 1azepa 355 HM, Ja-
crota mMmyiabcoB Jasepa 100 xI11, ckopocTh ncrape-
Hus oT 2 1o 25 at. Ha 1000 Bo3aeiicTBUiA 1a3epoM, MOIII-
HOCTB Jlazepa NoI00paHa Tak, YTOObI COOTHOIIEHUE Ol -
HO3apsITHBIX 1 ABYX3apsIHBIX MOHOB HAXOOWJIOCH B
mmana3oHe oT 100 mo 500 oTH. enuHNII, TaBJIeHNE B aHa-
JU3aLMOHHOM Kamepe He Beiwie 1 - 10~ topp. O6pabort-
Ka aTOMHO-30HIOBBIX JaHHBIX IpoOBedeHa C HC-
nmoap3oBaHueM [10 “KBAHTM-3D” [42]. Anro-
pUTM BoccTaHOBIeHUS 3D aTOMHBIX KapT OCHOBaH
Ha pacnpoCTPaHEHHOM aJITOPUTMe OTIpeae/IeHUST pa-
JINyca KPUBU3HBI OCTPUS oOpas3la Mo HaIpsKeHUIO
Ha o0Opa3iie [43] 1 mTondopoM KOMIIPECCUOHHOTO (pak-
Topa m3obpaxeHmus (image compression factor, ICF)
[44]. BoccTaHOBIIEeHE M ONITUMM3AIIAST MacC-CIIeK-
Tpa NpoBeJieHa B COOTBETCTBUU C TIPOTOKOJIOM [45].

AHaJIM3 MPOYHOCTHBIX XapaKTEpPUCTUK 00pa31oB
cTajieil B UCXOOIHOM COCTOSIHUH 1 TTI0CJIE MIOHHOTO 00-
JIydeHUs TIPOBOIUIICS C TMPUMEHEHUEM CKaHUPYIO-
miero HaHOTBepHoMmepa “HanockaH-4D” ¢ aimMa3Hoit
TpEeXTpaHHON TMMpPaMUION-UHICHTOPOM THIla bep-
KoBMYa. Perucrpanus nmarpaMMbl BIABJIMBAHUS U TTO-
CIICAYIOIINIT pacyeT TBEPIOCTH M MOMYJISL YIIPYTOCTU
npoBomwmck B coorBercTBUM ¢ [T'OCT 8.748-2011
(ISO 14577). 3amepeHunsT TIPOBOOWINCH B PEKUME
JIVMHAMMYECKOTO MHIEHTUPOBaHUs [46] mpu ciaemyro-
IIMX TTapaMeTpax MHISHTOpA: IIyOMHA TTOTPY>KEHUST —
2.5 MKM; BpeMst HarpyxkeHus — 60 ¢; yacToTa Kojieba-
Huii 10 T, ammuiuryna kojedbanuii — 20 HM.

st Toro, 4Tto6bl ycTpaHUTh “ahdeKT pasmepa
MHACHTOpa”, BhIpaXKaIOIINCSI B BUAEC HEJIMHEHNHOMN
3aBMCUMOCTHU TBepAOCTU H OT IIyOUHBI MHIAEHTUPO-
BaHUS /A MCIOJb30BajaCh MOJIENb “TeOMETPUYSCKU
HEOOXOMMMBIX TUCIOKAlMi”, mpenjioxkeHHasts Nix u
Gao B pabore [47]. Ha nuarpamme Nix—Gao TBep-
JIOCTb OOJIyUeHHOTO cJiosi oOpaslia onpeaessiach B
pesyJibTare JMHEWHOM anmpoKcuMaliMy Touek rpadu-
ka H?or 1/h B unTtepsaie ot 4.3 1o 10.0 Mxm~!, uTO CO-
OTBETCTBYET yIyosieHuro nHaeHTopa ot 100 mo 240 HMm.
JI1st onipenesieHsT COOTBETCTBUSI MEXKITy INTyOMHOM WH-
JIEHTUPOBAHUS U PeaIbHOI TOJIIIMHOM CJIosT 00pasliia,
WICTIOJIb30BAJIOCH MPABUJIO: ITyOWHA WHAECHTUPOBAHUS
COOTBETCTBYET TOJIIMHE CJI0SI, MPEBBIIAIOIIETO Ty~
OMHY ITOTPyKeHMSI MHASHTOpAa B IIECTh pa3 [48].

MeTomoM aToMHO-CHIOBOIT MUKpocKorn (ACM)
MPOBOAMIICI YUET IJIACTUYECKUX BaJOB, BO3ZHUKAIO-
IIUX TI0 KpasiM OTIIEYaTKOB MPU WHIACHTUPOBAHUM.
IMosiBieHMe TUIACTUYECKUX BaJIOB MPUBOAUT K 3aHU-
KEHUIO0 KOHTAaKTHOM IUIOLIAAX IO CPAaBHEHMIO C pe-
aJlbHOM M B pe3ysibTaTe K CMEIIEHHBIM OIIEHKaM
TBepaocTH MaTepuaia. Ha kaxxnoM 13 o6pa3nos npu
nomoint ACM OBIJIO OTCKAaHMPOBAHO HE MEHee Je-
TBIpEX OTIEYATKOB ISl OMpeae/ICHUST OTHOIIEHUS
TBEPAOCTH, MOJYYEHHOI Ha HAHOTBEepIOMEpe, K pe-
aJIbHOM TBEPIOCTU (pacCUUTHIBAEMOM KaK OTHOIIe-
HUe HArpy3KH K IJIOIIaau oTrnevyarka). Pacuer mpo-
BOIMIICS 110 (popMyIie, TIPEMIOXKEHHOM B padoTe [49]:
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Puc. 2. Xapakrepnoe HAADF n3o6paxkeHune okcuaHbix yacTull B ctrayim DI1-450 IYO: (a) B UCXOMTHOM COCTOSTHUY M OOJTyIeH-

Hoi1 10 1o3b1 60 cHa; (6) mpu 350; (B) ipu 500°C.

Hyo/H =1+ h . /h), (1)

rne H, , — TBEPAOCTb, U3MEPEHHAS B XOIE MHCTPY-
MEHTaIbHOTO MHAEHTUPOBAHUS, A, ,, — BbICOTA Ha-
BaJsia, A, — OCTaTOYHAas TTyOMHA oTrieyatka, H — wc-
THUHHAs TBEPAOCTh MaTepuania.

TlonyyeHHBIE TAKMM 00pa30M IJIST KaXKIO0M cepruu
U3MepeHUil Ko3(OUIIUEHThI HCITOJb30BAUCh IS
KOPPEKTUPOBKY 3HAYECHUI TBEPAOCTU OOJIy4EHHOTO
CJIOSI ICCIIEMyEeMBIX 0Opa3IIoB.

2. PE3VJIbTATbI UCCJIEAOBAHUN
METOJAMU T15M

Uccnenosanmsa mMeromamu [1OM, B ToM 4ucite Me-
TOOAMU IIPOCBEUYMBAIOIIEH PacTPOBOI 3JIEKTPOHHON
mukpockornuu (ITPOM), mokazanu, yro ctaiab I11-450
YO B OCHOBHOM COCTOMUT M3 BBITSIHYTHIX B OJHOM
HaIlpaBJICHUM COPOUTHBIX 3€pEeH C XapaKTePHBIMU
pa3mepamu ot 0.3 1o 10 mxm. Takke oOHapy:KeHa He-
3HAYMTENIbHAS JOJISI OKPYIJIBIX 3€peH JejibTa-heppuTa
¢ paaMepamu B nuara3oHe ot 0.5 1o 8 MKM.

Buyrtpu 3epen craneit DI1-823 YO u DI1-450
JAYO nHabmonamoTcsa OKCUIHBIC YaCTUIILI, YACTUYHO
KOTEpeHTHbBIE C MaTpULIell U UMeIoIIe CJIa0bIii KOH-
TpacT Ha [IODM m3o00pakeHMsIX, HOIYYEeHHBIX B pe-
Xxume cetyioro mnoust. Xapakrepabie HAADF 1300-
paxkeH’sI OKCUIHBIX YaCTULL B UCCIIEIyEMbIX MaTEpU-
ajlax IIpencTaBiieHbl Ha puc. 2a u 3a. PesynpraThl
KOJIMYECTBEHHOTO aHaJIM3a HaOII0TAaeMbIX OKCHII-
HBIX YacTUIl B UCXOIHOM COCTOSIHUU HCCIEAYEeMBbIX
AVYO craneii npeacTaBiaeHBI B Ta0I. 2.

Brigenenus Bropeix ¢a3 pazmepamu ~10—20 HM,
B OCHOBHOM, SIBJSI0TCSI oKcuaamu tuna Y, Ti,0-, ko-
TOpPBIE MOJIYKOTePEHTHHI C (heppUTHOI MaTpulleii cTa-
. Takke comepXKaTbCs OKCHUIHBIC YaCTUIIBI THUITA
Y,TiOs u npyrue. OTMETHM, YTO B OOJIACTH MaJIbIX pa3-

MepoB (MeHee 10 HM) CTeXMOMETPHIO YCTAaHOBUTD JI0-
CTaTOYHO CJIOXKHO. TakKe, B MCCIEAYEMBIX CTAJISIX TIPH-
CYTCTBYIOT KpPYITHBIE OKCHUIHBIE YaCTHUIIBI pa3MepoM
6o1ee 60 HM, a Takke Kapouasl Tiia MC, mu6o M,,Ce.

O6beMHas IUIOTHOCTh KPYITHBIX OKcumoB ~10 m—3,
YTO Ha [Ba MOPSIKA MEHbLIE, YeM 00beMHasl IUIOT-
HOCTb MEJIKUX OKCUIOB. B CBSI3U ¢ 3TUM, IpU KOJIU-
YeCTBEHHOM aHAJIU3€ YUUTBIBAIUCH TOJIBKO OKCHUJIbI
pasmepom MeHee 60 HM, a BKJan 6ojiee KPYIHBIX
00BEKTOB B MOJTYyYEHHbIE XapaKTEPUCTUKU OKCHUIOB
ObLI OLICHEH KAaK HE3HAUUTEIbHBII.

KitoueBbIM OTJIMUMEM HCCIIENyEeEMBIX O0O0pa3lloB
MaTepuajIoB, UCCICAYEeMbIX B HACTOsIIIeit paboTe, SIB-
JISIETCSl TIPOCTPAHCTBEHHOE pacIipeieieHue MEJIKUX
okcuaos: cranb DI1-450 AYO ynpoyHeHa OKCUIHBI-
MU YacTUIIAMM MEHBIIIETO pa3Mepa 1 ¢ 0oJiee BBICO-
KOIf 0OBEMHOM TUIOTHOCTBIO, YEM OKCHUIBI B CTaJIn
BI1-823 AYO.

B mukpoctpykrype cranu 3I1-450 JIYO, obiy-
yeHHoi#l nonamu Fe?* 1o noswr 30, 60 u 100 cHa npu
450 u 500°C, nabmomaeTcs (POpMUPOBAHUE HAHO-
pa3MepHbBIX TpenBblaeaecHuil (cM. puc. 2B). Huzkuit
KOHTPACT OTHOCUTEIHLHO MaTpHUIIbl M MaJjble pa3s-
Mephol (<5 HM) IpenBbIACICHUI 3aTPYAHSIOT UX KO-
JINYeCTBEHHbII aHanu3 merogamu [IOM. OnmHako
00beMHasl TIJIOTHOCTh HaOII0AaeMbIX KJIaCTEPOB yBe-
JIMYMBAETCSI C POCTOM TeMIIepaTyphl OOIyJIeHMUS.

Taomuna 2. CpenHuii pasmep U 06beMHas INIOTHOCTh OK-
CUIIHBIX YaCTUIl B UCXOOHOM cocTossHUU crajeii DI1-450
AYO u BI1-823 AYO

Cpennuii pasmep |O06beMHas TLIOTHOCTD
Marepuan _
OKCHIIOB, HM okcunos, 102 M3
BI1-450 AYO 10+4 34+0.7
DII1-823 IYO 15£5 24+0.5
ANOEPHAA ®U3UKA U UHXWUHUPUHI TtomM 15 Ne 6 2024
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Puc. 3. Xapakrepnoe HAADF n3o6paxeHue oKcuaHbIX yacTull B ctayiv DI1-823 JIYO: (a) B UCXOMTHOM COCTOSTHUY M OOJTyIeH-

HOI 10 10361 60 cHa; (6) mpu 350; (B) mpu 500°C.
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Puc. 4. TvctorpamMmsbl pacripenesieHrs] OKCUIHBIX YacTUII IT0 pa3Mmepam B ctanu: (a) DI1-450 YO, (6) DI1-823 1YO B ucxon-
HOM COCTOSIHUH U TTOCJIe 00JydeHHs noHaMu 5.6 MaB Fe?™ nipu 500°C no no3el 100 cHa.

IpenronoXxuTenbHO IPOUCXOAUT paciial IO XPOMY
matpuibl cranu DI1-450 YO nocne noHHOTO 00Ty~
YeHUs IIPU BEICOKUX TeMIIepaTypax.

Ha npeacraBieHHBIX U300pakeHUSIX 00 TyYeHHOM
noHamu ctaau DI1-823 JIYO BHyTpU KPYITHBIX OK-
cunaHbix yactull (>10 HM) HaOJIIOAAI0TCSI KOHTPACT-
HbI€ CBEeTJIble 00JIaCTU B BUJE OTAEIbHBIX TOYEK (CM.
puc. 36 u 3B). Takke, oOHapyXeHO (hopMUpoBaHUE
HaHOPa3MePHBIX 0OBEKTOB C BBICOKOU TIOTHOCTBIO
BOKPYT O0JIbIIMX OKCHUAOB. M3-3a KpaiiHe Majioro pas-
Mepa (<3 HM) JaHHBIX OOBEKTOB MX KOJTMYECTBEHHBIN
aHaJIM3 METOoAaMU MPOCBEUYMBAIOIIEH 3JIEKTPOHHO
MUKPOCKONIMM HeBOo3MOxXeH. Habmomaembrit a¢-
¢deKT MOXeT ObITh OOBSICHEH MepepacrnpeaeiceHueM
XMMUYECKUX BEIIECTB MEXIY OKCUIaAMU U MaTpulieil
MaTrepuaia B pe3yabTare paauallMOHHO-UHAYLIMPO-
BaHHOTO pa30MeHUsT OKCUIHBIX YaCTHI] Mo 00Jyue-
aueMm. IIpu nose 60 cHa pa3dueHMe YacTHll 60JIee BhI-
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paxeHo, yeM 11pu 30 cHa, OMHAKO 3aBUCUMOCTh 3(ppeK-
Ta OT TEMITEPATYPHI OOJIyYEHMSI HE TIPOCIIEXNBAETCS.

KonuuecTBeHHBII aHaIM3 HAOII0IaEMbBIX OKCHI-
HBIX BKIIIOUCHUI B MICCICIyeMBIX MaTepraiax ImoKa-
3a, uro B cramm BI1-450 YO, obnydyeHHOI IIpu
500°C, naOmomaeTcs yBeJIMYEHUE JOJIM OKCHUIOB
pasmepoM MeHee 10 HM Ha ~5 u ~15% nming mo3 60 u
100 cHa (cM. puc. 4a), cooTBeTCTBEeHHO. B 00pa3ziiax
crasmm DI1-450 YO, obnyyeHnsix 1o 60 u 100 cHa
npu 350°C u 400°C obHapykeHO CMEIIeHUE pacIipe-
JIeJIeHUIA OKCUIIOB IO pa3MepaM B 00JIACTh KPYITHBIX
okcuaoB (pa3zmepoM Oosee 10 HMm). HesHauutenbHOe
YBEJIMUEHHE O KPYITHBIX OKCUIIOB IIPOVICXOIUT TT0-
cie obmyueHust DI1-450 YO oo 60 cHa pu 450°C.

B cranu DI1-823 IYO nocne o6mydeHus 10 103 60
u 100 cHa oOHapy:XeHO pacTBOPEHUE KPYITHBIX OK-
CUIHBIX BKJIIOUYeHUi (pa3mepoM 6oee 10 HM) ¢ pop-
MUpPOBaHMEM HOBOI (ppaKIIMy MEJIKMX OKCHUIIOB (Me-

2024



528
30 o mex. (a)
= 30 cHa
25F a 60cHa
& 100 cHa
20 -

—_ —_
(o) o W
T T T
—a——
——
—p—
——1
-
——
—
——

CpenHuii pasMep OKCHIOB, HM

0 7350 400 450 500
Temneparypa oonyuenust, °C

POT'OXKMHWH wu np.

(©)

30~ © Hex.
E ® 30 cHa

- 4 60 cHa

825_010001131

=

g 20r

o

o

g I5F l

: ol
o -

S
an)

55T

o

U 1

0 ’350 400 450 500
Temneparypa o6nyuenust, °C

Puc. 5. 3aBUCMMOCTB CPETHETO pa3Mepa OKCUIHBIX YACTUIL OT TEMIIEPATYPhl OOJIydeHMSI IIPH IToBpexkaaommx no3ax 30, 60 u

100 cHa B cransx: (a) DI1-450 YO u (6) DI1-823 AYO.
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Puc. 6. 3aBUCHMOCTb 06 BEMHO# TUIOTHOCTH OKCUIHBIX YACTUIL OT TEMIIEPATyPhl OOIydeHUS MPH MOBpekmaromux ao3ax 30, 60

u 100 cHa B cranax: (a) BI1-450 1YO u (6) BI1-823 AYO.

Hee 10 HM). TloBbIlIeHUE TeMIlepaTypbl OOJyYEHUS
MPUBOIUT K YCWJIEHUIO HabogaeMoro agdekra u
YBEJIMUYEHUIO TOJIM OKCUAOB pasMepoM MeHee 10 HM
Ha ~55% mipu 500°C (puc. 406).

Ha puc. 5 1 6 npencraBieHbl TpadrKI 3aBUCUMO-
CTU 0OBEMHOI IIJIOTHOCTU U CPEAHETO pa3Mepa OK-
CHUIOB OT TeMIIepaTyphl OOJIydeHUsI B UCCICAYEMBIX
AYO cranax, oonyyeHHbIX 10 103 30, 60 u 100 cHa. B
o0Opa3iax ctamu DI1-823 IYO npu o01ydeHUH 10 J03bI
30 cHa cpemHME pa3Mephl OKCHUIIOB M MX OOBeMHas
IUIOTHOCTb IIPaKTUYECKU He M3MEHSIOTCS 10 CpaBHE-
HUIO C UCXOTHBIM COCTOSTHHEM MPU BCEX TEMITEPATYPAX
00ayyeHus 350—500°C. C yBendeHUEM 103bI 00Iyde-
Hust 10 60 u ganee 1o 100 cHa BUIHA SIBHAS TEHAECHLIMS
K YMEHBIIECHUIO CPETHUX pa3MepoB OKCUIOoB. OObneM-
Hasl TJIOTHOCTb OKCUIOB BO3pacTaeT IpU YBeJIMUYEeHU
1036l oT 30 g0 60 cHa, Ho mia TemnepaTyp 400 u 450°C
U3MeHeHi B nuaras3oHe 103 60—100 cHa He oGHapy-
KeHo, a npu 500°C nMeeTcs CHIKEHUE TUIOTHOCTH OK-

AJEPHAA ®U3UKA U MTHXXKUHUPUHT

cumoB Ipu nepexone or 60 mo 100 cna. HamnGosnbimnas
00beMHas! TIJIOTHOCTh OKCUIHBIX BKIIIOUCHUI HAOJIO-
JaeTcs IIpu Temrieparype ooaydenust 400°C u mist no-
3p1 100 cHa u coctasiser (5 £ 1) - 102! m~3 ipu cpen-
HeM pa3Mepe oKCuIoB 8§ * 3 HM.

Oxcunmasie yacTuibl B ctanmm DI1-450 JIYO oTHO-
CUTEJIbHO 0oJiee CTaOWIbHKBI T104 00aydyeHrueM. Heko-
TOPOE CHIKEHUE CPEIHErO pa3Mepa OKCUIOB U YBEIU-
YeHUE TUIOTHOCTU TIPU YBEJIWYEHUU 036l OOTyYCHMS
cramu DI1-450 YO npociiexxuBaeTcst TONbKO 1j1st 450
u 500°C.

Takum o6pasom, Gosiee MeIKe OKCUILI (B Cpel-
HeMm 10 HMm) B ctamu BI1-450 YO mocratouyHo cra-
OWJIBbHBIL: TIpU TemIiepaTypax He MeHee 400°C oHM cHa-
yaja MoApacTaloT, a IIOTOM MOCTEEHHO YMEHbBIIIAIOT-
cs. I[Ipu 3ToM MX pOCT COTTPOBOXKIAETCS HEOOTBIITUM
YMEHbIIIEHEeM TJIOTHOCTU, a MOTOM IMPU YMEHbIIIe-
HUU pasMepoOB IUIOTHOCTh yBeauuuBaeTcd. Bomee
KpYITHBIE OKCHUABI (B cpenHeM 15 HMm) B ctanm DI1-823
2024
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20 HM

.+ 50HuMm

Puc. 7. CsernononbHbie [TPOM u300paxeHUs] OUCIOKALMOHHBIX Ieteib B ctaau DI1-450 IYO, obaydyeHHOM MOHAMM
5.6 MaB Fe?" 110 1o3b1 60 cHa npu Temrieparype: (a) 350 u (6) 500°C. IIpencrasieHbl AU pPaKIMOHHbIE KADTUHBI OT UCCIIEAY-
€MBIX 3epEeH C OpUeHTalMel K manatolieMy mydky: (a) [100] u (6) [110].

YMECHbLIIAIOTCA C YBCJIMYECHUEM OO3bI O6J'[y‘-ICHI/IH, a
IINIOTHOCTDH UX BO3PACTaCT C O301.

ITomMuMoO pagraliuOHHO-UHIYLIMPOBAHHO Mepe-
CTpoKK HaHOCTPYKTYpHl JAYO craneii mon obiyde-
HHEeM OBIJIO OOHapykeHO (OPMHUPOBAHME MMCITIOKA-
UOHHBIX TETeIb — XapaKTepHOIo paaualiOHHOIO
nedexra B (peppUTHO-MAPTEHCUTHBIX CTalsIXx. Ha
puc. 7 n 8 mpencrasiieHBI XapakTepHbie [IPOM n306-
pakeHUs uccieayeMbIX 00pasIoB CTallei, 00yYeHHBIX
1o mo3bl 60 cHa ripu 350 1 500°C. Takke Ha pUCYHKax
TIpeACTaBIeHBl pac@poBaHHbIe ITU(PPAKIIMOHHEIC
KapTUHBI, OTIPEACIISIIOIINE TEKYIITYIO OPUEHTALIUIO MC-
CJIEMyeMOT0o 3epHa OTHOCUTEIHLHO OCHU 30HBI. KoM-
TUTEKTHI N300pakeHUI TTOJTydeHBI ¢ 3epeH, OPUEHTH -
POBaHHBIX BIOJIb OcH 30HEI THITa {100) 1 (110).

OOHapyXeHHbIe MEeTJIU OTHOCHINCH K TUIty a{100).
Ywucno 3aperucTpupoBaHHBIX neTenb tuna 1/2a(l111)
ObL10 TIpeHeOpexrumo Masio. TonmuHa [TOM name-
JIel M3Mepsutach C TTOMOIIBIO METOMa CHEKTPOCKO-
MU XapaKTepPUCTUUECKMX ITOTePh IHEPTUM DJIEKTPO-
HoB (EELS). IpoBeneHHbI KOJIWYECTBEHHBII aHa-
JIN3 HAOTIODaeMBIX paTuallmOHHO-MTHIYITUPOBAHHBIX
JeEKTOB CTPYKTYPhI, 3aBUCUMOCTH OOBEMHON TJIOT-
HOCTH M CPETHETO pa3Mepa INCIOKAIIMOHHBIX ITeTelTb
OT TeMITepaTyphl OOJIYICHHS BO BCEX MCCIIETyeMBbIX
COCTOSIHUSIX TIpencTaBieHbl Ha puc. 9, 10.

Hawnboiee ouyeBuIHbIE 3aBUCUMOCTHU UII 00eUX
craneit DI1-450 AYO u BI1-823 AYO mpociexkuBa-

AJEPHAA ®U3UKA U UHXXKUHUPUHI  Tom 15

Ne 6

IOTCS IIPU YBEJIMUYECHUM TEMIIEpaTyphbl OOIyYeHUS OT
350 mo 500°C: cpemHuMii pa3Mep IMCIOKALMOHHBIX
TeTesb YBEIMUMBACTCS, a TUIOTHOCTD nanaeT. [1pu 06-
syaenuu 1o 100 cHa ripu remnieparype 500°C cpenHuii
pa3mep netenb B ctanu DI1-450 JIYO cocraBisieT
12 + 4 uMm, a B ctanu DI1-823 YO — 14 £ 6 uMm. AB-
HBIX TO30BBIX 3aBUCHUMOCTE OTMETUTH TOCTATOYHO
CJIOXXHO, XOTsI B OOJILIIMHCTBE CIy4aeB MPU MaKCHU-
MaJibHOI1 103e 00yyeHust 100 cHa pa3Mep neTesb He-
CKOJIBKO BBIIIIE, a TUIOTHOCTh HUXXE B CpaBHEHMU C
no3oii 30 cHa.

MeTomamMu peHTTeHOBCKOM SHEProarCcIIepCUOHHOMN
CIIEKTPOCKONUHK OBbLI MPOBEACH JIOKATbHBIA XUMIUE-
CKUI1 aHaJIM3 UCCIeayeMbIXx 00pa3lioB Tocie obyde-
HMS 10 MaKcUMasibHoro ¢umoeHca 1.7 - 107 em—2. Caer-
nononbHBle [TPOM m3o0paxkenust crameit BI11-450
AYO u BI1-823 AYO, cuatele B pexxkume HAADF Ha
ryouHe 0.5 MKM (rae 1o3a o6Jy4yeHUus cocTaBisiia
60 cHa), a TaK:Ke COOTBETCTBYIOLIME BHIOPAHHBIM 00-
JIACTSAM KapThl XMMUYECKHUX 3JIEMEHTOB MpEACTaBIIe-
Hbl Ha puc. 11 u 12. B uccnenyemuix YO cransx, 06-
JyaeHHbIX noHamu Tipu 400, 450 1 500°C Habmona-
eTcd oOpa3oBaHUe MpeABbIACICHNIA, 000TalllcHHBIX
no Cr. Haubonee MHTEHCUBHBINA pacman IO XpoMy
Habmomaetcs ripu 450°C. Takke, B cTajlsIX oOHaApY-
XeHBbI 00J1acTu, oboraiieHHbIe 110 Ni. Hanbosbias
TIJIOTHOCTh NpeaBbIAe/ieHUI, oborameHHbIx mo Ni
HabomaeTcs B o6pasnax, oomydeHHbIX Tipu 450°C.

2024
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Puc. 8. CsemonosibHble [IPODM n300paxeHus: TUCIOKALMOHHBIX TeTenb B ctanu DI1-823 JIYO, obiaydyeHHOI MOHAMM
5.6 MaB Fe?" 1o no3s1 60 cHa npu reMrneparype: (a) 350 u (6) 500°C. INpenacraBiaeHbl AudpaKIMOHHBIE KAPTUHA OT UCCIIEAY-

€MBbIX 3epEeH C OpUEHTaLIMEN K magaoliieMy mydky [100].
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Puc. 9. 3aBUCUMOCTb CpeHETO pa3Mepa TUCTOKAIIMOHHBIX TETeb OT TeMITepaTyphbl OOIydeHUsI TIPU MTOBPEXKAAMOIINX 103aX
30*, 60 u 100 cHa B craysx: (a) DI1-450 AYO u (6) DI1-823 AVO. *Ho3a 30 cHa qocTurHyra Ha ryorHe 0.5 MKM B 0Opasiax

crasieii, 06ydeHHBIX 10 60 cHa.

Bo Bcex mccnemyemMpix oOpasmax oOHapy:KeHBI 4a-
CTULIBI, oborameHHbIe o Y, Ti, 1 O, TaksKe YaCTHUIIHI,
oboraieHHbIe 10 Al (TipeanosnoxurtenbHo Al,O5). B
cranu D11-450 YO npucyTCTBYIOT YaCTUIIBI, 000Tra-
meHHbIe 1o Nb u Ti (puc. 13).

st 6ojiee TOYHOM OLIEHKU PaavallMOHHO-WHIIY-
IMIMPOBAaHHBIX MI3MEHEHH I JIOKATLHOTO XUMUYECKOTO
CcOCTaBa M HAHOCTPYKTYPHI MaTepUaJIOB Aajee OBIIo
npoBeneHo A3T ncciaemoBanme.

AJEPHAA ®U3UKA U MTHXXKUHUPUHT

3. PE3VJIbTATbBI UCCJIEAOBAHUN
METOJAMM A3T

3.1. Amomusle pacnpedeneHust
8 ucxoonom cocmosinuu J1Y0 cmaneii

B cranu BI1-450 AYO meronom A3T obHapyxke-
HO 3aMEeTHOE YMCJI0O HAHOPa3MePHBIX KJIACTEPOB, 00-
JIacTeii MaTpUILbl, OOOTAIICHHBIX MO PSIAY XUMHUYE-
CKMX 3JIEMEHTOB, KPOME TOTO, OHU TPYAHO pa3pelm-
MBI MeTogaMu [1DM B oT/iurie OT OKCUTHBIX YACTHUILL
TOTO 3Ke pa3Mepa, TaK KaK He UMEIOT COOCTBEHHOI KpH-
Ne 6

ToM 15 2024
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Puc. 10. 3aBcMMOCTb 00BEMHOI TIJIOTHOCTH AUCIOKALIMOHHBIX IETEJIh OT TEMITEPATyphl 00JIydeHHUsI TTPY TTOBPEXIAIOIIMX J03aX
30, 60 1 100 cHa B cransx: (a) DI1-450 YO u (6) DI1-823 IYO. *[1o3a 30 cHa mocTurHyTa Ha miyouHe 0.5 MKM B 00pasiiax crajiei,

00JIy4eHHBIX 10 60 CHa.

crajummyeckoit pemrerku. Kiacrteper cramu B11-450
AYO npeumymiectBeHHO oboranieHsl o Cr, Ti, Y, O u
B MeHblIel crerieHu 1o Mo, Ni, Mn u V (B nanbHeii-
1reM OyzeM Ha3bIBaTh Takue oopazoBaHust Y—Ti—Cr—O
KJ1actepamMiu). B oTimmume ot OKCHIoB, KOTOPEIE COIep-
Xat B ocHoBHOM Y, Ti m O, Knactepsl cogepKar 3TU
BJIEMEHTBI B MEHBIIIEM KOJIMYECTBE, a TAKXKe odorarie-
bl 110 Cr n V. CpenHmii pa3mep KinactepoB 4 = 1 HM, a
00BeMHad IUIOTHOCTD ~3 - 102 M3, Ha puc. 14 ipen-
CTaBJICHbl aTOMHbBIE KapThl OMHOTO U3 HCCIEI0BaH-
HBIX 00beMOB. CpemHee coaepKaHUE XMMWYECKUX
2JIEMEHTOB B 00bEME M KJIacTepax, a TAakKsKe B OKpyKa-
IOILIEH KlacTephbl MaTpUlIe, IIPEACTaBJIeHO B Ta0J. 3.

AHanU3 TPEeXMEPHOTO pachpencaeHus] aTOMOB
METOIaM1 aTOMHO-30HIOBOM ToMorpaduy MCXOm-

Taomuuna 3. KoHlLieHTpauuu XMMMYECKUX BJIEMEHTOB B
MaTpulile, B UCCIEIOBAaHHOM OObeMe U B KJlacTepax IJist
crainu DI1-450 YO B UCXOOHOM COCTOSIHUM, aT. %

DaeMeHT Marpuiia Knacrepsl
Cr 15.3+£0.3 18£1
Si 0.4510.06 0.23+0.1
Mn 0.47 £0.06 0.6 +0.2
v 0.32+0.05 1.0+ 0.2
C 0.02 £ 0.01 0.03+£0.03
Fe 82.4+0.3 44 £ 1
Ni 0.20 £ 0.04 -
Ti 0.04 £ 0.02 14.1 £ 0.9
Mo 0.76 £ 0.08 0.6 +0.2
(0] 0.09 £0.03 16.2+0.9
Y — 3.9+0.5

AJEPHAA O®U3UKA U MTHXXKUHUPUHT

TOM 15

Ne 6

Horo coctossHUs ctanu DI1-823 IYO He BBISIBUIT Ka-
KX-1moo ocobeHHocTel. [IpakTnaeckn Bce mecie-
JIOBaHHbIE OOBEMBI IIPEACTABIISIIOT CO00if TOMOreH-
HBII1 pacTBOp. TOMBKO B OMHOM M3 MCCJIETOBAaHHBIX
oowemMoB 6611 00HapykeH Y—Ti—Cr—O knacrtep pas-
MepoM ~5 HM (puc. 15), oboramenHslit mo Cr, O, Ti
nY (cM. Tab. 4). JlaHHbBI# pe3yabTaT XOPOIIIO CorJia-
cyercs ¢ pesyabratamMu I[TPOM, cormacHo KOTOPBIM
00BbeMHasl TJIOTHOCTh MEIKMX OKCHUIHBIX BKIIIOUE-
HUit Mana, u cocrasiset ~ 102 m—3. BeposiTHOCTB ze-
TEKTUPOBAHUS ITOTOOHBIX OOBEKTOB C TaKOIT HU3KOIt
00BbeMHOI TNIOTHOCTRIO MeTonoM A3T KpaitHe Maia.

Takum obpaszom, crtamm DI1-450 AYO u DI1-823
YO na HaHOMacHITabax UMEIOT KapIUHAJILHOE OT-
mume. B cramm DI1-450 YO obHapy:keHO 3HAUYNTEIb-
Hoe yncio KiacrepoB tuiia Y —Ti—Cr—O, xapaKTepHBIX
st MHoTux YO ctazeii, B To BpeMsl Kak B cTaju
BI1-823 1YO Takux Kj1acTepoB MPaKTUIYECKHU HET.

3.2. Amomusie pacnpedeneHus
6 /1YO cmansix nocae obayuenus

Jnsa ucxomHoro cocrostHus ctamm DI1-450 YO
XapaKTepHO HaJau4due OOJBIIOro YKCIa OKCUIHBIX
xiactepoB tumna Y—Ti—Cr—O (~10% m~3). Uccaeno-
BaHus A3T mmocie npoBeneHHBIX O0IyYeHHUI IT0Ka3a-
JIM, 4TO HaHOCTpYKTypa ctainu DI1-450 YO Bech-
Ma cTabuiabHa, U OOJIBIIIOE YMCJIO KJIacTepOB TUIA
Y—Ti—Cr—O Takxke ObI7TM 0OHapy>KECHBI B OOJIBIITITH-
CTBE UCCIIEMyeMbIX OOJyYeHHBIX cocTostHuiA. [IpuMep
aTOMHOM KapThl, objiydeHHou crasm OI1-450 YO
npencrasieH puc. 16. O6HapyKeHHbIE KJIACTEPhl MMe€-
IOT pa3Mephl OT 2 10 5 HM U 00BbEMHYIO IUIOTHOCTh
~10% M3 (cm. puc. 17 u 18).

2024
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Puc. 11. CemiononbHbie [TPOM unzobpaxkeHusi u coorBeTcTBytonime EDX-kapTbl XuMHU4YecKux 37aeMeHTOB ctanu DI1-823
YO, obayyenHoii o 60 cHa ripu 350, 400, 450 u 500°C (dmtoeHc 1.7 - 107 em™ , UccaenoBanue Ha TimyouHe 0.5 MKM oT 06-
JIy4EHHO TTOBEPXHOCTH).

AOEPHAA OU3UKA U UHXKUHUPUHT Tom 15 Ne 6 2024
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Puc. 12. Csetrionoiabhubie [IPOM uszobpaxeHus u coorBercTBylommne EDX-kapTel XMMUYECKUX 3JIeMEHTOB cTaiu DI1-450
YO, obayyenHoii o 60 cHa rpu 350, 400, 450 u 500°C (pmtoeHc 1.7 - 107 em™ , cciienoBaHue Ha TryouHe 0.5 MKM OT 06-

JIy4eHHOI MOBEPXHOCTH).

AJEPHAA OU3UKA U UHXKMUHUPUHT Tom 15 Ne 6 2024
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POT'OXKMHWH wu np.

90 HM 90 HM

Puc. 13. CeernononbHoe [TPOM uzobpaxenue 1 EDX-kaptel Nb u Ti cranu DI1-823 IYO, o6mydeHHoi 10 60 cHa npu 350°C
(¢pmroenc 1.7 - 107 em™ , UccaenoBaHue Ha iyorHe (0.5 MKM OT 00J1y4eHHOM MOBEPXHOCTH).

W3 puc. 17 n 18 BUIHO, 9TO ¢ KaXXIbIM I1IarOM yBe-
JIMYEHUST J03bl O0Jy4YeHUs], KjaacTepbl (IJIOTHOCTh
KoTopbix 102—10% mM~3) meTekTUpyeTCs, HAaUMHAA C
OoJiee BEICOKOM TemiiepaTyphl. Tak mpu 30 cHa Kja-
crepbl oOHapyxeHbI Ipu 350°C u 6osiee BBICOKMX
Temmeparypax, npu 60 caa HaunHas ¢ 400°C u npu
100 cHa, TonbKO yxXe ¢ 450°C.

ITocne o6aydyenust 1o 30 cHa Ipu BoO3pacTaHUMU
TeMIlepaTyphbl HabIomaeTcs: TeHASHIIUSI HEKOTOPOTo
YMEHBIIIEHUSI CPETHEro pa3Mepa KJIacTepoB, B TO
BpeMsl KaK 00beMHas TNIOTHOCTb MEHSIETCS OT TeM-
nepatypbl K TeMIlepaType B IIMPOKOM MHTEpBalie
3HaueHuit ot ~2 - 103 1o ~6 - 102 m—3. [logo6GHbIE KO-
JIe6aHnsI 00bEMHOI ITNIOTHOCTHU MOTYT OBITH CBSI3aHBI
C JJOKQJIbHOCTBIO ME€TO/Ia 1 HEOMHOPOIHOCTBHIO CaMO-
ro Matepuasa oT 3epHa K 3epHy. KpoMme Toro, MmeTomom
I[TPOM nokazaHo, YTO BOKPYT OOJIBIION OKCUIHOI Ya-
CTULIBI TTOM O0JTydeHuEM (hOPMUPYETCs OOIBIIIOE YHCIO
HaHOpa3MepHbIX 00BbeKTOB. 30Ha rcciienoBanust A3T
MomaBIIas B TaKyl0 00J1aCTh, MOXET IIPUBECTHU K He-
KOTOPOM MCKa>K€HUSIM B OLIEHKE TVIOTHOCTH.

IMocne o6ayuenwust o mo3br 60 1 100 cHa cpenHMit
pasMep KJIaCTEPOB OCTAeTCsI CTAOMIILHBIM B IIpeieiax
OILIMOKU OT TeMIIepaTyphl K TeMIlepaType 1Jisi 000UX
n03. O0beMHas IUIOTHOCTh KJIACTEPOB IpH OOJIyde-
HuM 1o 60 cHa ¢ pocroM Temieparypsl oT 400 mo
450°C ne uzMensercs (~3 - 1022 Mm~3) 1 cuIbHO BO3-
pacraet ipu 500°C mo ~1022 m—3.

Ha puc. 19 npencrasieHa ructorpamma odoraiiie-
HHS KJIaCTEpOB OTHOCUTEIBHO MaTpulibl. [1ocie 06-
aydyeHust 1o 30 cHa, Ipu pa3IUMYHBIX TeMIIepaTypax
He IPOMCXOAUT KAaYeCTBEHHBIX U3MEHEHMI1 B COCTaBe
Y—Ti—Cr—O xiactepoB. Tak ke KaK B UICXOTHOM CO-
cTostHUM oHU oboraieHsl 1o Cr, Ti, O u Y B pa3Hoii
creneHu. OgHako npu 400°C B 3TUX KjacTtepax Ha-
omronaercsda odbenHenue 1o Cr.

ITpu 60 cHa MPOMCXOOSAT 3aMeTHbIE U3MEHEHUS B
coctaBe Y—Ti—Cr—O xiacrepos. [Ipu 400°C B pa3bl
Bo3pacTaeT oborameHue 1o Y u O, 1 He3HAYMTEITBbHO

AJEPHAA ®U3UKA U MTHXXKUHUPUHT

o Cr B cpaBHEHMU C TOH ke Temrieparypoii ripu 30 cHa.
IIpu yBenmyeHMU TeMImepaTypbl HaOIIOmMAeTCs TEH-
JIeHIINS YBeIMIeHUs oboraneHus Kiactepos 1o Cr, u
YMEHBIIIEHUSI 00OTAILIeHNS 10 OCTAJIbHBIM 3JIEMEHTaM.

OO6HapyxxeHHBIe TIpu Temiteparypax 450 u 500°C
rocyie ooaydeHus no 100 cHa xinactepsl Y—Ti—Cr—O
OTJIMYAIOTCS TI0 CBOEMY XUMUYECKOMY COCTaBy OT KJla-
CTEepOB, OOHAPYKEHHBIX IIPY MeHBIINX g03ax. Obora-
meHue 1Mo Cr COOTBETCTBYET YPOBHIO MCXOTHOTO CO-
CTOSIHUS, a cofepkaHusl Y MEHbIIIE ero colepKaHus
B KJIacTepaxX MCXOMHOro coctosiHusl. Kiactepnl co-
ctosiT npeumyiectBeHHO u3 Ti u O. Ilpuyem c po-
ctom TemnepaTypbl Ao 500°C ux oboraieHue Mo
9TUM 2JIEMEHTaM YBEJIUUYUBAETCS.

IMocne obmydenus no 60 cHa Ipu TeMItepaTypax
450 1 500°C ObuIM OGHaApyXKEHBI KJIacTephbl, oOora-
meHHbie o Cr u C. Hannuue pacnaga no Cr 1pu BbI-

Puc. 14. AToMHEBIe KapThl OMHOTO U3 00beMOoB ctanu DI1-
450 1YO B NCXOTHOM COCTOSTHUU.

TOM 15 Ne 6 2024
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Puc. 15. AToMHbIe KapThl OMHOTO 13 00beMOB cTaiu DI1-823 JIYO B UCXOMHOM COCTOSIHUM.

COKMX TeMIIepaTypax 00TydeHUs ObLIO 3aMEYE€HO Me-
tomoMm ITPOM, HO He OBLIIO0 BO3MOXHOCTHU IIPOBECTU
KOJWYECTBEHHBIN aHam3 3Toro 3¢dekra. Ha puc.
20 mpencrasieHo oborameHue KiaacrepoB Cr—C or-
HocuTeJIbHO MaTpulibl. Ob6orameHue mo Cr cocTaB-
JISeT NEeCATKU, a yriiepoAa — eAUHULLI aT. %. [Iprnuem
UX oOoralleHue Mo 3TUM 3JIEMEHTaM BO3pacTaeT C
poctoM Temnepatypbl. CpenHuii pasMep yMeHbIIIa-
ercs ¢ 8 10 4 HM, a 0ObeMHasl TNIOTHOCTh BO3pacTaeT
Ha nopsnok ¢ 10?2 no 10% M3 nipu yBenMYeHU N TEM-
neparypsl (cM. puc. 16 u 18).

XapakTepucTuKu KitactepoB B craym DI1-823 1YO
pu OOJIydeHUW KapaWHAJTBHO OTIMYaeTcs OT Kila-

Ta0mua 4. 3HayeHUs] KOHLIEHTpALIMA 9JIEMEHTOB B MICCIIe-
IIOBaHHBIX 00beMax TBepaoro pactBopa crtamu DI1-823 YO
(comepxkaHWe XUMUYECKHX DJIEMEHTOB MPUBEAECHBI B aT. %)

Matpuna Kiactep Ti—O-Y
Fe 83.5 * 0.6 62 T 1
Cr 11.3 * 0.5 17.4 * 0.8
Si 2.4 + 0.2 1.7 + 0.3
\% 0.5 * 0.1 2.5 T 0.3
Mn 1.0 + 0.2 1.4 * 0.3
Mo 0.36 t 0.09 0.3 * 0.1
C 0.02 * 0.02 0.6 T 0.2
Ni 0.38 * 0.09 1.2 * 0.3
(0] 0.10 t 0.05 4.9 * 0.5
N 0.05 * 0.03 1.3 T 0.2
Cu 0.08 + 0.04 0.4 * 0.1
Co 0.01 + 0.02 0.03 + 0.03
W 0.18 * 0.06 0.4 T 0.1
Ti 0.09 * 0.04 4.4 * 0.5
Y — 1.5 + 0.3
AOEPHASA ®U3UKA U UHXWUHUPUHI  tom 15

Ne 6

ctepoB B ctasiu DI1-450 1YO. 3HauuTeIbHOE YUCIIO
pagualMOHHO-UHAYLUPOBAHHBIX KJIACTEPOB TUIA
Ni—Mn—Si #AeTeKTHUPYIOTCS yXe ITI0ciie O0TydeHUs
1o 30 cHa (cm. puc. 21). CpegHuii pa3mep KJIacTepOB
Ni—Mn—Si, nexur B nuanasoHe ot 2 10 6 HM (puc.
22a), a 00beMHas TWIOTHOCTBIO oT 1022 1o 102 M—3. Ha
puc. 23 mipeacTaBiieHO oboranieHne TaHHBIX KJIacTe-
POB OTHOCUTEILHO MaTPULIBI.

OOHapyXeH psifi KOppeJsiluii MEXIy XapakTepu-
cTukamu kjactepoB Ni—Mn—Si 1 mapameTpamu o0JTy-
yeHwust. [1pu remnepatype 350 °C npu mo3zax 30 1 60 cHa
00beMHAasI TUIOTHOCTh 3TUX KJIACTEPOB COCTaBJISIET
102 M3, TIpy 3TOM HaOMIONAETCST CHVDKEHUE TIIOTHO-
ctu ¢ poctoM 1036l [1pu 100 cHa Ki1acTepbl He TIOTTATN
B 00JIaCTh UCCIIEOBAHUS, UYTO YKA3bIBAET HA TO, UTO UX
00BbEMHAS IJIOTHOCTB cocTasisteT 102! M~ wim Huke.

ITpu 400°C ¢ pocToM D03bI O0IYydYEeHUS ITPOUCXO-
JIUT yBeJIMUeHUe cpeaHero pasmepa Ni—Mn—Si kia-
CTEPOB C 2 10 5 HM C OHHOBPEMEHHBIM YMEHbBIIIEHIEM
MX OOBEMHOI TUIOTHOCTH. Takske OTMETHM, YTO Cpel-
HUiT pa3Mep KJIacTepOB He CUJIBHO 3aBHUCUT OT YCJIOBUIA
00JIydeHMIi 1 BapbupyeTcs OT 2 10 6 HM. MOXHO TOBO-
PUTH O pOCTe pa3Mepa KJIaCTepPOB IIpU TeMIlepaTypax
400 1 450°C, ipu 350 u 500°C, OH ITOYTH HE UBMECHSI -
ercst. O0ObeMHas IJIOTHOCTD KJIACTEPOB MagaeT ¢ J0-
301 nipu temiieparypax 350 m 400°C, mpu 450°C
IJIOTHOCTH CHa4YaJjla pacTeT, a [IOTOM I1aJacT.

JeTanbHBINM aHAJIM3 COCTaBa paJIuallMOHHO-UHIY-
LUPOBAHHBIX KJIACTEPOB MMOKA3bIBAET, YTO OHU 000-
ramieHbl He ToJibKo 1o Ni, Mn u Si, Ho n 110 Cu (cM.
puc. 24). C pocToM TeMIiepaTypbl 00JIy4eHUsT P
30 cHa HaOmoOmaeTCs TEHACHIYS YBEJIMYEeHUs 00ora-
meHns kinactepoB Mo Cu m Mn. M mmeercs oopar-
HbIN 3 dekT npu 60 cHa, oGoraileHue Mo STUM dJie-
MEHTaM YMEHBIIIaeTCsl.

ITonoOHBIX TEHIEHIIMI He BBISIBJICHO B obOoraiie-
Huu Siu Ni ¢ pocToM TeMIiepaTypbl Ipy OOTy4eHUM 10
10361 30 cHa. O0oralieHne KIacTepoB Mo Si BapbUpyeT-

2024
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Cr A\ Si Ti

Mo

C Y Nb o

Puc. 16. AToMHbBIE KapThl OAHOTO U3 00beMOB cTanu DI1-450 IYO, o6nyyeHHOoit 10 60 cHa ripu 400°C.

cs1 oT 5 1o 14 at. %. O6oranieHue Kiaactepos 1o Ni Ba-
peupyercs ot 10 mo 18 at. % mipu Temmeparypax ot 350,
400, 450°C u pe3ko Bo3pacraeT A0 29 at. % nipu 500°C.

IMocne o6nyueHust 1o 30 cHa ripu 450 u 500 °C 06-
HapyXeHbl pamvaIlliOHHO-WHIYIIMPOBAHHBIE KiIacTe-
PBI, IpeuMyIleCTBEHHO oboraitieHHbIe o Cu, ¢ pa3me-
pOoM 2—3 HM ¥ 00BEMHOI TIoTHOCTBLIO 1022 M3, Tlpu
500 °C ux o6beMHasI MJIOTHOCTh MajgaeT Ha MOPSA0K
(cMm. puc. 25), mo cpaBHeHuIo ¢ 450°C. I1pupona naH-
HBIX KJIACTEPOB CXOxa, ¢ Kiacrtepamu Ni—Mn—Si,
ITOCKOJIbKY 00a THUIIa KJIACTEPOB COCTOSIT U3 OMHUX U
TeX JXe JIEMEHTOB, HO B pa3HBIX Iporropusx. O6Ha-
pPYXeHHBIE THUITHI PaTUAIlMOHHO-WHIYIIMPOBAHHBIX
KiactepoB B ctanu DI1-823 J1YO, moMuMo pa3ind-

—_
[\

- @ Y-Ti—Cr—O (ucx.)

L @ Y-Ti—Cr—0 (30 cHa)
| @ Y-Ti—Cr—O (60 cHa)
@ Y-Ti—Cr—O (100 cHa)
| B Cr—C (60 cHa)

—_ —

CpenHuii pasMep, HM
S =N Wb WD OO—
T

300 350 400 450
Temnepartypa, °C

(==

Puc. 17. 3aBUCMMOCTb CpeIHEro pa3Mepa KJIacTepOB TUIIA
Y—Ti—Cr—O u Cr—C ot Temriepatypbl 00IydeHUsI IIPU MO~
Bpexaarormx qo3ax 30, 60 u 100 cHa B cranu DI1-450 AYO.

AJEPHAA ®U3UKA U MTHXXKUHUPUHT

HOI'O COACPKAHUS MEOU, CHJILHO OTIMYAIOTCS IPYT
ot apyra no coaepxanuto Ni u Si. [Toxoxke, aTo aTo-
Mbl Cu BeITecHSAIOT Ni 1 Si B MeTHOOOOTallleHHbIX
KJIacTepax, ITo CpaBHEHMIO ¢ KiaacTtepamMu Ni—Mn—Si
C MaJIbIM coiepXKaHUEM Menu (CM. puc. 23).

OTMeTHM, YTO Melb SIBIIETCS M3BECTHBIM BJie-
MEHTOM, CITOCOOCTBYIOILIIUM OXPYIMYMBAHUIO KOPITYC-
HBIX MaTepUaJIoOB, TaK YTO Jaxe HEOOJBIIIOE €€ COIAeP-
JKaHWe IPUBOAUT K (DOPMUPOBAHUIO METHOOOOTAIICH-
HBIX PaguallMOHHO-UHAYLIMPOBAHHBIX KJIACTEPOB.

ComnacHo [TPOM paHHBIM, IOCIE OOJTydeHUSI CTa-
m DI1-823 IYO mo no3 60 u 100 cHa, HaGmomaercs
pacTBOpeHue KPYIMHBIX OKCUIHBIX BKItOYeHUit (=10
HM) M (opMHUpOBaHME HOBOM (paklMM MEJIKUX

A Y-Ti—Cr—O (ucx.)
60k A Y-Ti—Cr—0 (30 cHa)
A A Y_Ti—Cr—0 (60 cna) A %
5 A Y-Ti—Cr—O (100 cna) A
g @® Cr—C (60 cHa)
Ea 40+
*
= N
= 20+ % \ 54
A
8 A
A
ol A Ae
/ 1 1 1 1
0 300 350 400 450 500

Temmneparypa, °C

Puc. 18. 3aBucuMocTb 00BEMHOI TUIOTHOCTH KJIaCTEpOB
tumna Y—Ti—Cr—O u Cr—C ot Temmeparypbl OOJIy4eHUsI
npu noBpexarommx mo3ax 30, 60 u 100 cHa B cramu DI1-
450 1YO.

TOM 15 Ne 6 2024
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Puc. 19. O6oramenue kiractepoB Tumna Y—Ti—Cr—O OTHOCUTETEHO MaTPUIIBI TTOC/IE OOJTydeHUS TIPU TTOBPEXIAIONINX 103X
30, 60 1 100 cHa rpu pa3HbIX TeMreparypax B ctanu DI1-450 IYO.

BKItoueHuit (£10 HM), TpudyeM HaHHBIN 3 deKT 60-
Jiee BBIpaXKeH ITPU BBICOKMX TeMIIepaTypax. DTOT pe-
3yJbTaT YaCTUYHO IoarBepxkpaeTcsa meromom A3T.
IIpu no3e 06aydyeHus 60 cHa IIPU BHICOKMX TeMITepa-
Typax oonydeHus (450 u 500°C) takke oOHapyKEeHO
6osbiioe yucio kaacrepoB Y—Ti—Cr—O (cMm. puc.
26). ITpuaem mipu 500°C mxX KOJIMYECTBO BHIIIIE Ha ITO-

o
S O o ©

(=

Konmenrpanus, at. %
NOW B U
S S

—
(=]

0

450
Temneparypa oomayuenus, °C

500

Puc. 20. O6oraieHue kinactepoB Tuna Cr—C OTHOCUTE b~
HO MaTpUIbl MOC/Ie O0MydYeH s TIPU MOBPEXIAIOLIeil 103e
60 cHa 1pu pasHbIX TeMIteparypax B ctaiu DI1-450 AYO.

AJEPHAA ®U3UKA U UHXXKUHUPUHI  Tom 15

Ne 6

psnok, yeMm npu 450°C u cocrasnser 1022 M3, yto

TakK:Ke BUIHO U3 pe3ynbratoB [IDM uccienoBaHuii.

10 am

Cr Si V Mo Mn Co Ni Cu W

Puc. 21. Aromubie kapthl ctanu DI1-823 YO nocine 06-
JiydeHwust 10 103kl 60 cHa rpu Temriieparype 350°C.

2024
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- (a) (©)
Ni—Si—Mn (30 cHa) o~ -
= Ni-Si-Mn (60 cHa) (Lz . E?‘g?‘l\l\ﬁn (ég CHa)
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Puc. 22. 3aBucumocTb cpenHero pa3mepa (a) 1 00beMHoi1 IoTHOCTH (0) ki1actepoB Ni—Mn—Si u kinactepoB Cu ot Temnepa-
TYpbI 00JIy4eHUs Ipy noBpexaaiomux go3ax 30, 60 u 100 cxa B cranu DI1-823 AYO.
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B4 60 cHa Mn B 60 cra Cu
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Puc. 23. O6oraiieHue kiactepoB Tuna Ni—Mn—Si OTHOCUTEIbHO MaTPULIbI ITOC/IE 00IyYeHUsI IIPU MoBpexkaaiomux no3ax 30,
60 u 100 cHa rpu pa3HbIX Temreparypax B ctanu DI1-823 AYO.

Crout ormMeTuthb, 4to B cTamm DI1-823 JIYO 3a- cocTossHUM, OBUIO OOHAPYKEHO IIOCNIE OOJIydeHMs
MeTHOe KonmmdecTBo (~10%2 m~3) kimacrepoB Y—Ti— 1o 30 cHa nipu 450°C, onnako nipu 500°C oHu He 1o-
Cr—O pasmepamu 10 6 HM, MaJiast INIOTHOCTh KOTO-  Tajau B 30HY ucciaenoBaHusa A3T. DTo MOXeT OBITh
pbIX (~10%' M~3) ObUIA 3a1€TEKTUPOBAHA B UCXOIHOM  CBS3aHO KAaK C ITPOLIecCaMU 00pa30BaHUA-paCTBOPE-

AOEPHAA OU3UKA U UHXKUHUPUHT Tom 15 Ne 6 2024
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Puc. 24. O6oramenune Cu Kj1acTepoB OTHOCUTEIBLHO MaT-
PHILIBI TIOC/IE OOIyYEHUS TIPU MOBpeXaalonmx 1o3ax 30, 60
u 100 cHa rpm pa3HBIX TemIteparypax B ctanu DI1-823 IVO.

HHUS KJIACTEPOB, TAK U C HEOTHOPOMHOCTHIO UX pac-
npenenerns (1022 M—3), Tak KaK 3T¥ 3HaYEHUS HAXO-
JATCA Ha TIOPOTe€ BO3MOXHOCTEH NETEKTMPOBAHUSA
HaHOOOBeKTOB MeTonamu A3T.

ITocie ob6ayyeHNS DaHHBIEC KJIACTEPHl UMEIOT OT-
JIMYHBII COCTaB OT KJIAaCTEPOB B MCXOIHOM COCTOSI-
HUM, YTO KOCBEHHO MOATBEpKIaeT naHHbie [IPOM,
rae oOHapy>KeHbl MEJIKHE BKIIOUEHUS BOJIU3U OOJb-
mux okcuaoB. I1pu 30 cHa B HECKOJIBKO pa3 yBEIU-
yuBaetcs oboramenue no Cr, Ti, Y u O mo cpaBHe-
HHIO C UICXOOHBIM cocTtostHueM. Ilpu obnydeHun mo
60 cHa nipu 450°C oborauieHue kjacteposn 1mo Tiu O
He U3MEHSIETCS B IIpeaesiax OIIMOKY 10 CPaBHEHMIO C
aHaJIorMYHOM TemnepaTypoii mpu 30 cHa, OMHAaKO CO-
nepxxaHue CrIagaeT B UeThIpe pa3a, a Y BO3pacTacT B
yeTbipe pasza (cM. puc. 27). Ipu 500° onrytumMo naaa-

12~ ® Cr—C (100 cua) (@)

10 + +
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T
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5
2 6L
=~
=
T
5 4) +
(o
J

2L

0 400 450 500
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et oboramieHue 1o Y, Ti u O no cpaBHeHuo ¢ 450°C
1151 60 cHa, HO B HECKOJIBKO pa3 pacTeT o0oralieHne
no Cr. laHHOe CHJIbHOE o0orallleHre KJIacTepoB I10
Cr, MOXeT OBITb CBSI3aHO C pacIagoM TBEpHAOTo pac-
TBOpa, Habmogaemoro B [IPOM (cMm. puc. 12).

IMomumo Y—Ti—Cr—O u Ni—Mn—Si kiacTepos,
nocne oonmydaerust ctanu DI1-823 YO mo no3ser 100 cHa
B auarna3oHe Temreparyp ot 400 mo 500°C 6bu1r o6Ha-
pyxeHbl kiactepsl TUIa Cr—C, Kak u B ctanu D11-450
AYO, vo ipu 60 cHa. [1pu maHHOi1 MO3€e 0OITyYeHUS Ha-
omomaics pacmnan mo Cr npu BRICOKHX TeMIIepaTy-
pax oonyuyeHus. CpenHUil pa3Mep KoJyeobjercs oT 4
10 10 HM ¢ 06beMHOi#t IIoTHOCTHIO 1022 M3, C pocTom
TeMIeparypbl OOJlydeHMsI pacTeT CpeaHUil pa3Mep, a
00beMHasI TUIOTHOCTh CHIkKaeTcs (cMm. puc. 24). Ha
puc. 25 npencraBieHO oOoTallleHUEe KJIacTepoOB OTHO-
cutenbHo Matpullbl. Conepxkanue Cr pacTeT ¢ poCTOM
TeMIIepaTyphl OOJIy4eHHUs PU CTaOMIEHOM oOorailie-
Huu o C (puc. 28a).

IMTomumo Cr u C, gaHHBIE KJIaCTEephbl OOOTaIllEHBI
o Ni, Siu Mn nipu 400°C. I1pu MOBBILLIEHUU TEMIIE-
paTypbl 061y4eHUs cocTaB n3MeHsieTcd. CoxpaHser-
cs1 oboramieHue mo Mn. Conepxxanue Si yMeHbIIIaeT-
csa npu 450°C, 1 OH MOJHOCTBHIO MOKHUAAET COCTaB
kitactepoB ipu 500°C, mepexoist B TBEPABI pacTBOpP.
O6oramenue no Ni yBeanuuBaetcsa npu 450°C, no
cpaBHeHUIO ¢ 400°C, HO mpu 500°C HUKeEb, KaK 1 Si,
MOKHIAET COCTAB KJIACTEPOB.

4. UBSMEPEHME YITPOYHEHUWA
OBJIYYEHHLIX NOHAMHA CTAJIEN
METOJOM HAHOMHAEHTHUPOBAHUWA

ITpumep pe3ynbraTa U3MEPEHUIT TBEPIOCTA METO-
JIOM HaHOWHIEHTUPOBAHUS IIPEICTABIIEHbI B BUIE
JrarpaMM TBepIOoCTH, H OT IIyOMHBI MHICHTHUPOBA-
HUs, h Ha puc. 29.

(6)

—_
(=)

- @ Cr—C (100 cHa)

0 L 2

0 400 450
Temneparypa, °C

O6BbeMHast IUIOTHOCTD, X 1022 M2

500

Puc. 25. 3aBucuMocTts cpeqHero pa3Mmepa u 0obeMHOoI TioTHOCTH KitactepoB Y—Ti—Cr—O u Cr—C ot TeMIiepatypbl OOTydeHUS
npu noBpexxnaroryx po3ax 30, 60 u 100 cha B craym DI1-823 IVO.

AJEPHAA ®U3UKA U UHXXKUHUPUHI  Tom 15

Ne 6
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Puc. 26. 3aBrcuMocTb cpeaHero pasMepa u o0beMHoi 11oTHOCTH KiactepoB Y—Ti—Cr—O u Cr—C ot TeMriepatypbl OOIy4eHUsT
npu noBpexaaonmx go3ax 30, 60 1 100 cHa B cranu DI1-823 IVO.
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Puc. 27. O6oramenue kiactepoB Tuma Y—Ti—Cr—O OTHOCHUTEIBHO MAaTPHULIBI ITOCJIE OOIyUYeHMS IIPY MOBPEKIAIOIINX 103aX
30, 60 1 100 cHa pu pa3HbIX TeMrepaTypax B ctaau DI1-823 IYO.

Jlanee KpuBble TBEpAOCTU H OT ri1yOMHBI MHIIECH-
TUPOBAHUS A TIepecTpanBaIIMCh B nuarpaMmy Nix—

AJEPHAA ®U3UKA U MTHXXKUHUPUHT

Gao (H? ot 1/h). XapakrepHble IPUMEPDI TIPEICTaB-
JieHsl Ha puc. 30.

TOM 15 Ne 6 2024
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Puc. 28. O6oraieHue kiactepoB Cr—C OTHOCUTETBHO MATPULIBI ITOCITE OOTyYeHMSI TIPH IoBpeskaaroimx no3ax 30, 60 u 100 cHa rpu

pa3HbIX TeMIlepaTypax B craiau DI1-823 1VO.

PesynbTupytomue 3HadeHUs yrnpodyHeHus YO
cTajieii mon obJiydeHUeM TIpU pa3IMyHbIX TeMmIlepa-
Typax IIpeacTaBiIeHbl Ha puc. 31.

ITonyyeHHble pe3ynbTaThl JexXar B AUara3oHe OT
0.4 0o 1.4 I'TTa B 3aBUCUMOCTH OT YCJOBUI OOJTyUdCSHUSI.

B nnanaszoHe 103 10 30 cHa ctainb DI1-823 neMoH-
CTpUPYET BBICOKUI TEMIT YIIPOUYHEHUS, TOJILKO MPU
500°C obHapy:KMBaeTcs CHUXKeHue 3Toro temia. [lpu
GoJiee BBICOKMX 103aX YITPOYHEHNE HEMHOTO CHIKAET-
ca npu 350—450°C, mmubo crabmam3upyercst IIpu
500°C. Cranb DI1-450 no 30 cHa BeneT cebs uHaue,
MPU HU3KUX TeMIlepaTypax obayueHus (350—400°C)
TEMII YIIPOYHEHUS YMEPEHHbIM, a TP MTOBLIIIEHHBIX
temreparypax (450—500°C) TemIr yrnpodyHeHUsT 3a-
METHO BO3pacTaer.

AHaJIu3 TeMIlepaTypHbIX 3aBUCUMOCTEl YIpoYHe-
HUSI TTOKa3bIBaeT, uTo B ctamu DI1-823 YO ynpouHe-

BI1-450 TYO 100 cHa 350°C
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Puc. 29. 3aBUCHMMOCTh TBEPAOCTH OT NIyOMHBI UHACHTU-
poBaHus st obpasna craim DI1-450 YO noce o6iry-
YeHUSI.

AJEPHAA ®U3UKA U UHXXKUHUPUHI  Tom 15

Ne 6

HHE UMEET HEKOTOPbIE BapUalLlMU IIPpU TEMIIEpaTypax
350—450°C u 3ametHo namaeT npu 500°C. B cramm
AI1-450 1YO ynipoyHeHMEe HECKOJILKO YBEIMIBACT -
cs ¢ TeMIlepaTypoii B pacCMaTpMBaeMOM WHTepBaJie
103 10 60 cHa ¥ JeMOHCTPUPYET MafAecHUe yIIpodHe-
Hus 1ipu 500°C Toapko npu 06aydeHuu 10 100 cHa.

5. ObCYXJIEHHWE

MexaHU3MBI pagualmoOHHOro yrpouyHeHus YO
cTajeil, KaKk NmpaBuO, UMEIOT KOMOWHWPOBAHHbIA
xapakTtep. C ogHOI CTOPOHEI, MAaTpUIla 3TUX CTaICH
MOXET AEMOHCTPUPOBATh pagrualliOHHbIE 3((PEKTHI
MaTpu4yHoOii cranu. Tak, HampuMmep, B TPaIUILIMOH-
HBIX (peppUTHO-MAPTEHCUTHBIX CTAJISIX OCHOBHBIMU
MeXaHM3MaMM HM3KOTeMIIepaTypHOIO paauaiiroH-
HOTO YIIPOYHEHUS SIBJISIOTCS: 00pa3oBaHUE OUCIIO-
KallMOHHBIX IIeTeIb U paguallMOHHO-UHIYLINPOBaH-
HBIX KJIacTepoB (Takux kKak, Ni—Mn—Si kmacrepsr,
nnu Cu KjacTepbl, B 3aBUCMMOCTU OT COCTaBa CTa-
seit) [50—53]. B coBpeMeHHBIX Majl0aKTUBUPYEMBbIX
deppUTHO-MAPTEHCUTHBIX CTaNsAX comep:kaHue Ni,
Si, Mn u Cu HacTOJIbKO ONTUMU3UPOBAHO, YTO YIO-
MSTHYTBIC KJIACTephl IPAKTUYECKN HE 00pa3yloTcs, Of-
Hako-1mpu 0oJiee BBICOKMX 03aX OOJIY4EHMSI BCE XKe
BO3MOKEH pacnaj TBepaoro pactsopa 1o Cr u odbpaso-
BaHUe TIpenBeIIeIcHU of a3l [54—56]. C mpyroit
CTOPOHBI, HAJIMYME BHICOKOI IUIOTHOCTH OUCITEPCHBIX
BKJTIOUEHMIT MOKET TTONABISITh OTMEUEHHbBIC MEXaHU3-
MBI pachana TBEpHOTO pacTBopa MaTPUYHOI CTaju,
MONABJISATh 00pa3oBaHME MMCIOKAIIMOHHBIX IIETEIb
[57], mo kpaiiHeit Mepe, Ha HadyaJIbHbBIX CTaAUsIX 00-
JyyeHus. B aToM citydae, o0rydeHre IIPUBOOUT, ITPEXK-
JIe BCETO, K MEPECTPOMKE CUCTEMBI TUCTIEPCHBIX BKITIO-
YeHUi1, HallpUMep, K OOMEHY BEILIECTBOM MEXIY OK-
CUIHBIMU BKJIFOYECHUSIMU 1 KJIACTEPaMU, PACTBOPEHUIO
KPYIHBIX OKCUIIOB 1 (DOPMUPOBAHMIO HOBBIX HAHOPA3-
MEpPHBIX OKCUIHBIX BKTIoueHuit [30—32, 57].

B HacTos111€1 paboTe UCCIeIOBAHBI MEXaHU3MBI pa-
IuanuoHHoro ynpoyHeHus asyx YO craneit DI1-450
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Puc. 30. IluarpamMma u3MepeHHBIX 3HAYCHMIA TBEPAOCTH OT NIyomHBI st ctanu DI1-450 AYO (a) u DI1-823 AYO (6), obay-
YeHHBIX MOHaMU T1pu TeMimeparype 350°C B KoopauHaTax H?or 1 /h.
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Puc. 31. Yrpounenue craneit DI1-450 IYO (a) u DI1-823 AYO (6) B pe3ynbTaTe MOHHOTO OOTyYSHMS.

JAYO u BI1-823 YO, nMerommx He TOJIBKO 3aMETHBIC AHaJIM3 NCXOTHOTO COCTOSTHHS CTaJIel ITOKa3aJl, YTO
OTIMYMS B XUMWYECKOM cocraBe (B ctaym DI1-823  BI1-450 AYO u BI1-823 YO conepKat OTHOCUTEIBHO
OYO 3HaunrenbHO Gojbire Mn, Ni, Si 1 W), HO ¥ HEBBICOKYIO IUIOTHOCTb OKCHIOB ~2—4 - 10?! M3, B
PasINYHYIO CTENEHb JUCIIEPCHOCTH HAHOOOBEKTOB.  CPaBHEHUM C M3BECTHBIMU 3apYOEXKHBIMU MOIEITb-
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HBIMHM CTAJISIMU M CIlaBaMu [22], ¥ KOTOPBIX TIJIOT-
HOCTb oKcuaoB 6osee 1022 m~3. [Ipu 5TOM OKCUIHBIE
yacTuibl B ctamu D11-450 J1YO nmeroT MeHbIINI cpeli-
Huit pazmep (10 HM) 1 O0JIbIIYI0 OOBEMHYIO IJIOTHOCTh
(~3 - 10*' M%) B cpaBHeHMH co cransio DI1-823 YO,
[Ile 9TU BEJIWYMHBI COCTABIIOT 15 HM 1 ~2 - 102! M3,
COOTBETCTBEHHO (cM. Tabj. 2). B cramsax BI1-450
JAYO n BI1-823 1YO Takke oOHapy:KeHBI HAaHO-
pa3MmepHbie (<5 HM) Y—Ti—Cr—O knacTepsl, HO B
ctanu DI1-450 AYO Takux KjiacTepoB 0oJbliie Ha 2
nopsaka ~10% M3, yem B cranu DI1-823 AYO. Or-
METUM, YTO HMU3Kas TUIOTHOCTh Kjaactepos ~102! m~3
Tak:ke HexapakrepHa st JIYO craneii [19, 22].

Pazmmaust B MCXOmHOM HAHOCTPYKTypEe cTrajei
MNPOSIBUIIMCH B pa3INYUU UX MOBEICHUS MpU paaua-
MOHHBIX HAarpy3Kax.

Cranp DI1-450 1YO gBnsieTcst 1OCTaTOYHO BBICO-
KoaucriepcHoit. Tak 4To, mpu HeOOJIbIIMX 103aX 00-
nydeHus (mo 30 cHa) oOHapyXMBaIOTCSI 3aMETHBIC
MIPOLECCHl MEePECTPOMKN CUCTEMbI BKIIOUYCHUMN (OK-
CHUJIOB U KJIACTEPOB). A Mpollecchl pacrnanaa TBEpAOTo
pactBopa no Cr 1eTeKTUPOBAIUCH TOJIbKO MPU BHICO-
KX 103ax obnydeHust (60 cHa) U MpU JOCTATOUHO
BBICOKHX TeMmIleparypax oojaydyeHusi. OTMETUM, 4To,
HECMOTPSI Ha BBICOKYIO IUCIIEPCHOCTh HaHO(a3 3Toi
CTajii, oOpa3oBaHue IMCIOKAIIMOHHBIX METEIb HE
OBLITO TTIOJIABJICHO, M OHU OBLIA OOHAPYKEHBI YK€ TIPU
no3e 30 cHa.

Oxkcunpl 1 Knactepsl B ctamm DI1-823 IYO obna-
JIaloT MEHbIIIei AUCIIepCHOCTHIO, B cpaBHeHUU ¢ DI1-
450 AYO. MeHbp11asl IJIOTHOCTh OKCUIOB M KpaiiHe
HU3Kasl TIOTHOCTh OKCUJIHBIX KJIACTEPOB, ITO3BOJIM-
JIM TIPOSIBUTBCS MeXaHU3MaM Jerpagalliid MaTph4d-
HOI cTam. XapaKTepHOe IS TPaTUuIIMOHHBIX (heppUT-
HO-MapTeHCUTHBIX cTajei comepxkanue Ni, Si m Mn
MPUBEJIO K MHTEHCUBHOMY 0bOpa3zoBaHuio0 Ni—Si—Mn
kiactepos (~102 M~3), 1 MeTHOOGOTAIEHHBIX KJIa-
CTEpPOB, HE CMOTPSI Ha HU3KOE COACpKAHUE MEOU B
Matepuaine (MeHee 0.1%). 1o mepe pocTa 10361 00671y~
yeHUsl, Ha (oHe KoaJeCHeHLMU OOpa3oBaBIINXCS
kimactepoB, B cranu DII1-823 YO TakxKe IIpOSIBU-
JINCH IIPOLIECCHI IEePECTPOMKM OKCHIHBIX BKIIOYE-
HUA.

JAncaokanuoHHBIE TIeTau B ctanu DI1-823 YO
WMeIOT OJIM3KHWE IapaMeTphbl C IMEeTASIMU B CTalu
BI1-450 AYO. MoXHO MpPearnojoKuTh, YTO B 3TOM
cllydae OTHOCUTEIIbHO HEBBICOKMI TeMIT 00Opa3oBa-
HUSI OUCIOKAIIMOHHEIX IIETeIb CBSI3aH C MHTEHCHUB-
HBIM 00Opa3oBaHMEM paavallMOHHO-UHAYLIMPOBAH-
HBIX KJIACTEPOB.

OTMedyeHHBIE OCOOEHHOCTU MEePeCTPOMKM HAHO-
CTPYKTYpPBI CTajieii 00yCIOBUIN OOHApYKEHHBIC OT-
JIMYMS B paIualliOHHOM YIIPOYHEHHWHU 3TUX CTaJICH.

Tak crame BI1-823 AYO umeer 3ameTHO Oosee
BBICOKMI1 TeMIT HU3KOTEMIIEpaTypHOTO pagualiiOH-
HOTO YIIPOYHEHUS B Auamna3oHe 103 1o 30 cHa, B OT-
maaue ot ctaan DI1-450 JIYO. TloBeimeHne mO3bI
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o0OnyuyeHns B cirydyae ctaimm D11-823 1YO npuBoauT K
IOCTEIIEHHOMY pa3ylpoyHeHu1o. IIpuyeM AaHHBIN
3(deKT MMeeT TeMrnepaTypHYIO 3aBUCUMOCTD: IS
KaXXI0M 03bI 00Iy4eHUS POCT TEMIIEPATYPhI IIPUBO-
JINT K pa3yIpOYHEHUIO.

IMoBenenue cramu DI1-450 YO xapaktepusyer-
csl TeM, YTO TIOBBIILIEHUE A03bl HE MPUBOIUT K pasy-
MPOYHEHMIO, KaK B ciaydae DI1-823 IYO: mpu mose
60 cHa cranp DI1-450 JIYO ymnpouHsieTcsl, U 3TO
YIIPOYHEHHE YBEJIUUUBAECTCS C POCTOM TeMIepaTyphl.
I1pu no3e 100 cHa TeHAEHIIS MEHSIETCS, M CTallb DI1-
450 AYO nemoHCTpUpyeT pasynpouyHeHue. JlaHHBIi
addekT 60oJiee BbIpaXkeH MPU BBICOKUX TeMIiepaTypax
(450 1 500°C).

OT1nuuust B IOBEICHUM MEXaHWYECKMX CBOMCTB
JIBYX CTajleii HapsIMYIO CBsI3aHBbI C TIEPECTPOMKOM NX
MUKPO 1 HAHOCTPYKTYpbl. HekoTophie 2 eKThI s1B-
JISTIOTCSI TOCTATOYHO OYEBUAHBLIMU C TOYKU 3PEHUS
WX ONUCAHUS U3MEHEHUSIMU MUKPO Y HAHOCTPYKTY-
pul. Tak, Hanpumep, 6ojiee BHICOKUI TEMIT YIIPOYHE-
aus ctamm DI1-823 1YO, B ommmune ot DI1-450 IYO
BEpOSITHEE BCEro CBSI3aH ¢ obOpaszoBaHmeM B DI1-823
JAYO O6onplioro yuciaa paguallMOHHO-UHIYLUPO-
BaHHBIX KjiactepoB Ni—Si—Mn. Takke, MOXXHO Tpea-
IIOJIOKUTh, YTO ITOCKOJIBKY HAHOCTPYKTYPHBIE (Da3bl
B ctanu DI1-823 1YO, obnagaioT MeHbIIISH JUCTIEPC-
HOCTBIO, YeM B ctayi DI1-450 AYO, To 1 BIUSIHIE OK-
CHIHBIX BKJIIOUEHNSI Ha Pe3yJIbTUPYIOIIee YIIPOUYHECHNE
MEHBbIIIE, a paIuallMOHHOE YIIPOYHEHUE B OOJIbIIEeH
CTEIICHU OIIpeAesIsIeTCs U3BMEHEHUEM XapaKTEePUCTUK
IVCIOKAIIMOHHBIX IIETeIb, KaK B ClIydae OOBIYHOM
deppUTHO-MAPTEHCUTHOM CTaJIN.

Hns ctanu BI1-450 AYO curyauust coBepiieHHO
npyrasi. XoTs JUCITOKALIMOHHBIE TIETIM UMEIOT II0X0-
KUE XapaKTePUCTUKU, U ITEeMOHCTPUPYIOT IMOXOXKEe
MOBeJAeHME 101 OOJydeHMeM, KaK B ciydae CTalu
DI1-823 1YO, HaHocTpyKTypa ctamu DI1-450 AYO,
00J1a1as 3aMETHO OOJIBbIIIEH TUCIIEPCHOCThIO, UMEET
3HAYUTEIbHO OOJIbllIee BIIMIHUE OKCUIHBIX BKIIIOYE-
HUIi pa3IMYHBIX TUIIOB Ha pe3yJIbTUPYIOLIee paara-
LIMOHHOE YIIPOYHEHUE, ¥ 3TO MPOSIBIISIETCS HAa BHICO-
KMX 103aX OOJIydeHUS].

SAKJIIOYEHHME

B manHOIT paGoTe MeTOOAMU IIPOCBEYMBAOILE
3JIEKTPOHHOI MHKPOCKOIIMM W aTOMHO-30HIOBOI
TOMOrpaduu u3ydeHa HAaHOCTPYKTYpa ABYX (peppUTHO-
MapTeHCUTHBIX cTaneit DI1-823 YO u BI1-450 YO,
a TaKKe MX DBOJIIOLMS MOCIe UMUTALIMOHHOTO 00JTy-
YyeHUs1 MoHaMUu B guana3oHe 103 ot 30 mo 100 cHa,
Mpu TeMItepaTypax obaydeHust ot 350 go 500°C.

AHanM3 UCXOOHOIO COCTOSIHUSI CTajieil IToKasall,
yto B cTanu DI1-450 AYO conepxutcsd OombIIee KO-
JIMYECTBO MEJKMX OKCUAHBIX YacTul (1o 20 HM) B
cpaBHeHUHU co cranbio DI1-823 IYO. Kpome Toro, B
cram BI1-450 AYO oOHapyXeHO Ha OBa NOpsaKa
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6onbie ~102 M3 HaHopasMmepbiX KiacTepoB Y—Ti—
Cr—0, yeM B ctaimm DI1-823 1VO.

IMocne o6ayyenust 1o 1036l 30 cHA 3BOJTIOLINST HAHO-
CTPYKTYPBI CTaJleii TIPOUCXOOUT Pa3INYHBIM 00pa30oM.
B craim BI1-823 IYO mpowucxonur ¢hopMHUpoBaHUE
OOJIBIIIOrO YMCJla TEPMUYECKM HECTAOWILHBIX paaua-
LIMOHHO-UHAYIPOBAHHBIX KJIACTEPOB, 0OOTallIEHHBIX
o Ni, Mn, Si n Cu. O6beMHasI TNIOTHOCTb UCXOTHBIX
MEJIKUX OKCHJIOB 3aMETHO CHIDXKAeTCsl Iocjie o0yde-
Hus. B cramm DI1-450 YO pamnalinOHHO-UHAYLIMPO-
BaHHBIX KJIACTEPOB, Kak B ctaym DI1-823 JIVO, He 00-
HapyxeHo. CpelHue 3HaYeHUSI pa3MepoOB M IIJIOTHO-
CTeil OKCUIHBIX YACTHULI U3MEHSIOTCS HE3HAYUTEILHO.

IIpu 6osee BeIcOKMX q03ax oomydeHus (60 1 100 cHa)
B 00€UX CTAJISIX HAOIIogaeTcs IMPU3HAKY paciiaga TBep-
nmoro pacrBopa 1o Cr. M3MeHeHUs KOIM4YeCTBEHHbBIX
XapaKTepPUCTUK OKCUIOB HE3HAYUTEIbHBI JJIs1 CTaIU
BI1-450 AYO. O6HapyxeHHbIe KiaacTepbl Cr—Y—Ti—O
B MICXOAHOM COCTOSTHUM JIs1 JTAaHHOM CTaJIU, IIPUCYT-
CTBYIOT U B IOJABJISIIOLIEM OOJIBIIMHCTBE COCTOSTHUIA
nocyie oomydeHus1. I[Ipn 3ToM Kiactepbl MeHee CTa-
OWJIBHEI K OOJIBIIIMM A03aM OOJTyYeHMsI, YeM OKCHUIIHEIS
YaCTHLIBI.

B ctanu BI1-823 1YO nocne obaydenus go 60 u
100 cHaA TIpOMCXOINUT YBEeIWYEeHNE OOBEMHBIX IIJIOT-
HOCTEM OKCUIHBIX yacTul. IIpu 3TOM IIpu BHICOKMX
TeMIlepaTypax OOJIydeHHs] HaGIi0JaeTcsl MOCTENeH-
HO€ UX pacTBOpeHMEe (CHUKEHNE 00BEMHOM MJIOTHO-
CTH, CMEIIeHNE pacIipecIeHU B CTOPOHY MEHbBIITNX
pa3MepoB).

PesynbTaThl U3MEpEeHUs HAHOTBEPIOCTU ITOKa3bI-
BalOT, YTO OCHOBHBIEC OTJIMYMUS ITOBEACHUS ABYX CTa-
JIEH TIPOUCXOIST IIPY BEICOKUX TeMIIepaTypax mociie
o0yueHus 10 103 30 u 60 cHa. Cranb DI1-450 YO 60-
Jiee cTabuIbHa K MIOHHOMY 0o0ydeHmIo 1o 103 100 cHa
B AuanasoHe temnepatyp oT 350 no 500°C. Ilpu no3e
100 cHa oGe cTajqu ¢ poCTOM TeMIlepaTyphbl ITOKa3bl-
BalOT TEHACHIIUIO K pa3ylpOYHEHMUIO.
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Study of the Radiation Hardening Mechanisms of Heat-Resistant Oxide Dispersion
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and Ultramicroscopic Analysis
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Abstract—Nanoscale mechanisms of radiation hardening of oxide dispersion-strengthened (ODS) heat-re-
sistant steels EP-450 ODS and EP-823 ODS have been investigated after irradiation by 5.6-MeV Fe?" ions
with varying doses of radiation damage up to 100 dpa and temperatures in the range 350—500°C. The micro-
structure of the original and irradiated materials has been studied by transmission electron microscopy
(TEM) and atom probe tomography (APT). The strengthening of the radiation-modified layer of irradiated
samples has been studied by the dynamic indentation method. Initial state analysis of the steels has showed
that EP-450 ODS steel contains a larger amount of small oxide particles (up to 20 nm) compared to EP-823
ODS steel. In addition, the density of nanosized Y=Ti—Cr—O clusters in EP-450 ODS steel is ~102 m—3,
which is two orders of magnitude higher than that in EP-823 ODS steel. At low irradiation doses, EP-823
ODS steel demonstrates a higher radiation hardening rate at low irradiation temperatures compared to EP-
450 ODS steel, and the rate of embrittlement decreases with increasing temperature. This is largely due to the
formation of nanosized radiation-induced Ni—Mn—Si clusters with a high density in EP-823 ODS steel un-
der the influence of irradiation. Other radiation-induced changes such as the rearrangement of the oxides sys-
tem and Y—Ti—Cr—O clusters, the formation of clusters predominantly enriched in Cr, and the formation of dis-
location loops have been detected. It has been found that the radiation hardening of EP-450 ODS steel increases
with the irradiation dose. In general, both steels demonstrate similar hardening at high irradiation doses.

Keywords: oxide dispersion-strengthened (ODS) steels, clusters, oxides, radiation loops, atom probe tomog-
raphy, transmission electron microscopy, nanoindentation, ion irradiation, nanostructure
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