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Bymethods of transmission electron diffraction microscopy the antiphase domain structure was investigated and its distributions
upon sizes were received in Pd,Fe and Ni,Mn alloys at the different long-range atomic order degree. The dislocation structure
and phase composition of alloys were also investigated. The parameters of the solid solution such as the degree of long-range
order and microdistortions were determined by X-ray. The different means of degree of long-range order are achieved by
deviations from the stoichiometric composition in Ni,Mn alloy and by varying of the annealing regimes in the Pd.Fe alloy.
The average sizes of antiphase domain increase, their boundaries are become blurring and the manganese oxide particles are
allocated on the grain boundaries and antiphase domains with the decreasing of the degree of long-range order in the non-
stoichiometric composition Ni,Mn alloy. In the Pd,Fe the degree of long-range order decreases at the increasing of isothermal
annealing duration. It was accompanied by an increasing of the antiphase domain average sizes and blurring their boundaries
as in the Ni,Mn. Besides the degree of long-range order decreasing was accompanied by stacking fault emergencing and average
scalar and excess dislocation densities increasing. The observed changes in the alloys microstructure lead to microdistortions
increasing. The relationships between degree of long-range order, antiphase domains and microdistortion were established.
The antiphase domain average sizes and microdistortions increase at the degree of long-range order decreasing.

Keywords: antiphase domains, degree of long-range order, microdistortion.
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MeTopaMu IpocBeYMBaloLIell 9MeKTPOHHON AUPAKIMOHHOM MUKPOCKOINMM UCCIeNoBaHa aHTU(asHasA JOMEHHAsA CTPYK-
Typa 1 TIO/TyYeHbl pacrpefienenns anTudasHbIX TOMEHOB 110 pasmepam B crmaBax Pd, Fe u Ni,Mn co ceepxcTpykrypoii L1,
I pa3HOI CTENeHM JaTbHEro aTOMHOTO MOPA/KA, a TakKe MCCIeloBaHa IUCIOKAIMOHHAA CTPYKTYpa 1 (pa3oBbIil COCTaB
CIIaBOB. MeTomaMy peHTTeHOCTPYKTYPHOTO aHa/lM3a ONpefeNeHbl IapaMeTphl TBEPAOro pacTBOpa TaKMe, KaK CTEIeHb
JlaTbHET0 aTOMHOTO IOpAZKa M MUKpozieopManus Kpucranmmdeckoit pemerknu. B cnnase Ni,Mn pasnas cTenenb faabHero
aTOMHOTO TIOPAZIKA IOCTUTA/IACh OTKTIOHEH)EM OT CTeXMOMETPMYECKOT0 COCTaBa, B crnase Pd Fe — myTem Bapuaruu pe-
XKMMA OT)KNUTa Ha YTIOPA/IOYeHIe aTOMOB (CTYIeHYaThlil OT>KUT 1 u3orepmudeckue omxury npu T < T, ). Ilpu ymenbmennn
CTelleHy JJa/IbHETO aTOMHOTO NOpsAfKa B cryaBe Ni,Mn HeCTeXMOMETPUYECKOTO COCTaBA IIPOUCXOIUT YBeTUYEeHIE CPEHMUX
pasMepoB aHTH(A3HDBIX JOMEHOB, Pa3MbITHe VX I'PAHUILL Y BBIE/ICHYIe YaCTIL] OKCUIOB MapraHIia II0 IPaHUIlaM 3epeH I aH-
TdasHpx fomeHoB. B cnnase Pd Fe crenens janbHero aroMHOTo MOPAAKA yMEHDIIAETCA TIPY YBEMYEHNY /T TENTbHOCTH
U30TEPMUYECKNX OTXKUTOB U CONPOBOXKIAETCA, KaK U B ciiaBe Ni,Mn, yBennvenuem cpeflHuX pasMepoB JOMEHOB, Pa3Mbl-
TYeM UX IPaHULL, a TAKKe MOsABJIeHMeM JiepeKTOB yIIaKOBKY, BO3pacTaHMUEM CpefHell CKa/LIPHON U M30BITOYHON IVIOTHOCTU
mucnokaumit. HabmogaeMble M3MeHEHNA B MUKPOCTPYKTYpe VICCTIeyeMBIX CIUIaBOB IIPUBOIAT K YBEINYEHMIO MUKponedop-
Malyy KpUCTAJIMIECKON pelleTKN. YCTaHOB/IeHa B3alIMOCBA3h MEX/Y CTEIEHbIO Ja/IbHETO aTOMHOTO IOPA/IKaA, pasMepoM
aHTU(a3HBIX JOMEHOB 1 MUKpoaedopMalyeil KpUcTammrdeckol peurerky. C yMeHbIICHVeM CTelleH) a/IbHer0 aTOMHOTO
HOps/IKa CpeIHMII pa3Mep aHTV(A3HBIX JOMEHOB U MUKpogedopMalLa KpUCTA/UINIECKOI pellleTKY YBe/IMYIBaIOTCA.

KnroueBblie cmoBa: aHTI/ICI)a3HbIe AOMEHDI, CTEIIEHD JA/IbHETO aTOMHOI'O ITIOPAJKa, MI/IKPOJICCI)OPMaIH/IH.
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B ymopsmo4eHHOM COCTOAHMM CIUIABOB Ba>KHBIM Jiedek-
TOM KPUCTaJUINYECKOJ CTPYKTYPBI ABJIAIOTCA aHTU(a3HbIe
rparnisl (AQI’), KoTopble MOIYT OBITH TEPMUYECKOTO VIV
nedopmaimonHoro npoucxoxpenus. Tepmmuyeckne AP
BO3HMKAIOT IIPY JINTEIbHBIX OTKUTAX, IPOBOAVMBIX /IS
ynopsagodeHusa aroMoB. OTINMYUTENIBHON OCOOEHHOCTBIO
tepMmuyeckux AQT gBnsgeTca ux cTpemieHne K pasMbITUIO
B Ipolecce oxura [1], To ecTb K penakcanuu Ha 601biIoe
YJICJIO aTOMHBIX IVIOCKOCTEI II0 06€ CTOPOHBI OT TPaHMUIBL.
910 NpUBOIKT K TOMY, 4T0 BO/M3u ADI mapameTpsl TBep-
ZOoro pacTBopa (ImapaMeTp KPUCTa/UINYECKON PpelIeTKIH,
CTeIleHb JJaJIbHErO aTOMHOTO IOPsAAKa) OT/IMYAIOTCS OT Ia-
paMeTpoB BHyTpU aHTU(a3HOro goMeHa (AD]I). AncamM6/b
AQ]l BnusAeT Ha 3NMEKTPOHHYIO CTPYKTYPY CIIaBa. JKCIIe-
PUMeEHTA/IBHO [1] yCTaHOBIIEHO, YTO IPM CpefHEeM pa3Me-
pe OMeHOB, paBHOM 20 HM U 6-QYHKIUY pacIpefeneHns
IZOMEHOB II0 pa3MepaM aHTM(a3HasA JJOMEHHas CTPYKTypa
CTaOWIN3MPYeT YHOPAOYeHHYIO a3y, T.e. BIUACT HA 30H-
HYIO CTPYKTYPY CIUIaBa TaKMM 00pa3oM, 4TO ero yHIOps/o-
YeHHOE COCTOSIHIE CTAHOBUTCA S5HEPTeTIYECKI BBITOIHBIM.

Llenp HacTOsAII el PAOOTHI COCTONUT B yCTAHOB/ICHVI B3aM-
MOCBA3Y MEXTY CTpyKTypoit AD]I 1 mapameTpamu TBEPAOro
pacTBOpa, TAKMMM KaK CTeIIeHb JJa/IbHEr0 aTOMHOTO TIOPAAKa
# 1 MUKpogedOopMaIVs KPUCTA/INIECKOI PEIIeTKH €.

B xavecTBe MaTepuanoB UCCIeNOBaHNA BHIOPAHBI CIIIA-
BBI Pd3Fe n NiaMn, yropsjo4mBaomyecsa 4epes Byx¢as-
Hy10 obmacTs (Al + le). PasHas cremeHb aqbHETO aTOM-
HOTO IOPs/IKa B CIUTaBaX JOCTUIA/IACh Pa3/IYHbIM 00pasoM:
B Pd,Fe myrem Bapmarum pexxuma orxura, B Ni,Mn — or-
KJIOHEHJeM OT CTeXMOMeTPUYEeCKOro cocrasa. B rabmuue 1
IpMBEZIeHbl COCTABbI MICCIIENYEMBIX CIUTABOB VI PEXIMBI MX
TepMOOOPabOTKY Ha YIOPATZOYEHNE ATOMOB.

MeTopaMu poCBeYMBAIOLIeN 9/IeKTPOHHON AndpaKuu-
OHHOJ1 MUKpOCKONMM uccnefobana ctpykrypa ADJI. Vccne-
TOBaHMA HPOBOAV/IM Ha IIPOCBEUNBAOIIEM 3T€KTPOHHOM
mukpockore FEI Tecnai 20 G2 TWIN. Crenenbp fganbHero

aTOMHOTO TIOPAJIKa ONpPENENANn MeTOJOM PEHTT€HOCTPYK-
TYPHOTO aHa/IM3a M3 COOTHOIIEHNA MHTEHCUBHOCTEN CBEPX-
CTPYKTYPHBIX U OCHOBHBIX OTpaKeHuil. Mukpopedopma-
UM KPUCTA/UIMYECKON PEHIeTKM OIpeensanach MeTOOM
ANIPOKCUMAIVY 13 YIIMPEHNUSA CTPYKTYPHBIX PEHTIE€HOB-
CKVIX IMHUIL VIccreoBaHuA IPOBOAIN Ha B pakTOMeTpe
ART X'TRA B nanmyyennn CuK .

PesynbraThl onpefnenennsa CTeNeHN JanbHErO0 aTOMHOTO
nopsanka s cnmasax Pd,Fe n Ni,Mn nocnie otxxuros Ha ynopsi-
JlOYeHVe aTOMOB IIpefCcTaB/IeHbl B Tabmule 1. YcraHOB/IEeHO,
4ro B crmase Pd Fe n nmeer MakcuManbHOe 3sHadeHue I10-
CJle CTYIIEHYATOTO OTKNUTA. DIEeKTPOHHO-MIKPOCKOIINIECKI
06HapY>XeHO, YTO loMeHHasA CTPyKTypa cinasa Pd,Fe mocne
CTYIIEHYAaTOrO OTKUTA SABJIACTCSA OFHOPOAHOI (puc. 1a) u xa-
paKTepusyeTCs HaUMEHBIIMM CPeJHUM 3Ha4eHMEM pasMe-
poB AD]] 1o cpaBHEHUIO € JOMEHHOII CTPYKTYpOil 00pa3LioB
[I0C/Ie M30TePMUYeCKUX OTXKUroB (tabm. 1). Pactipenenenne
AQ]I o pasMepaM B 06paslie IOC/Ie CTYIIeHYaTOro yIops-
JOYMBAIOLIErO OTXKUTA IPe/ICTaBIeHO Ha puC. 2a.

ITpu yBenn4yeHnn JINTETIbHOCTY U30TEPMMUYECKOTO YIIO-
pAxoYMBaroIero orxura 5o 170 4 jomenHas CTpyKTypa us-
MeHsteTcst (puc. 1¢), @ UMEHHO, CTAHOBUTCSI HEOHOPOTHOM
o pasmepam ¢ pasmbiTbiMu ADT usBnmicroit popmer. Vs-
MeHsAeTcs U (PyHKIUA pacIipefie/ieHNss JOMEHOB IO pa3Me-
paMm (puc. 2b), cpenunit pasmep AD]l yBennumBaeTcs. YBe-
JIMYEeHNE IJIUTENbHOCTH N30TEPMIIECKOTO OT>KUra 1o 350 4
IPUBOJUT K yBeNM4eHNUIo cpefHero pasmepa AD] u ycume-
HUIO pasMbITVA X rpaHui. CTemeHb JajlbHEr0 aTOMHOTO
IopsAJiKa ¢ yBenn4deHnueM cpefnero pasmepa A®]l ymenpmia-
ercs (puc. 3). YBenuueHne gnuTeIbHOCTI U30TEPMUIECKOTO
YHOPAMOYMBAIOLIETO OTXKNUTA TAKXKe CONPOBOXKJAETCA IIO-
ABJIEHNEM JIe(eKTOB YIIaKOBKM, YBeIMYeHNeM KaK CpefHell
CKaJLIPHON IVIOTHOCTM AMCIOKALIMII B CIUIaBe, TaK U U30bI-
touHol1. [TocienHee IpUBOANT K 0Opa30OBaHNIO SKCTUHKIIV-
OHHBIX KOHTYPOB, CBUJIETEIbCTBYIOIIMX O MOABIEHUN YIIPY-
roil MUKpofieOpMaIyy KpUCTA/INIECKOI pelIeTKIL.

Ta6n. 1. Temneparypa nipespamenus nopsanok-6ecnopsanok (T, ), remmeparypa oxura (T, ), Bpems OTXura, CTENeHb Ja/TbHETO aTOMHOTO

nopsiaka (1), cpentue pasmepst ADI ((D)).

Table 1. Temperature of the order-disorder transition (T, ), annealing temperature (T ), annealing time, degree of long-range order (#),

ann

APD size ((D)).
Bpems
CIUIaB T, K OTHITA | 4+ 0.02 | (D), um
alloy K T K Annealing (D), nm
o time
CryneHYaTblit OT>KUT B MHTepBase 923 — 773 K co cko-
poctbio 5 K B CyTKm, fajiee OXmaKeHue C Iedbio 60 mHen 091 34
Stepped annealing in the interval 923 - 773 K a rate of 60days
5 K per day, followed by furnace cooling
Pd,Fe 910 | Msorepmuueckmit omxur mpu 873 K Isothermal | 175 gacos
- 0.87 80
annealing at 873 K 175h
Msorepmmueckuit oTxur npu 873 K Isothermal | 350 gacos
- 0.70 160
annealing at 873 K 350 h
Ni + 25 at. % Mn Crynenuarsliit oT>Xur B uaTepBane 798-573 K co cko- 0.89 11
] ) poctbio 5 K B CyTKm, fajee OXmaKeHue C Iedbio 60 mHe 0.79 26
Ni+30at%Mn | 793 Stepped annealing in the interval 798-573 K a rate of 5 60 days :
Ni + 27 at. % Mn K per day, followed by furnace cooling 0.76 43
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PasmpiTie ADI 0o3HauaeT mosB/IeHMe TpafiyieHTa Iapa-
MeTpa KpUCTAITINYECKOI PENIeTKN, YTO I0/DKHO IPUBOJUTD
K ee MCKaXeHMUIO, T.e. K IIOSABJICHUIO YIIPYroll MUKpopedop-
MaIJ PelIeTKN.

B crmae Ni,Mn crernenb faibHEr0 aTOMHOTO HOPAMKA
sBisieTcss MakcumanpHoit (0.89) B crmaBe ¢ comepKaHueM
Maprasia B CIUIaBe, paBHBIM 25 aT. %. ®opma AD]] 6nm3ka
K KyboupHoit ¢ pacnonoxerreM A®I' B mrockocTax kyoda.
Cpepnuit pasmep AD]] B 3TOM cIutaBe HaVMEHBIINIL Cpefu
uccnenyeMbix. IIpy yMeHbIIeHNN CTEIIeHN JJaTbHETO MOPAJ-
Ka 70 0.79 B crmaBe Ni + 30 at. % Mn A®]I npuobperator
BBITAHYTYIO GOPMY BIOJIb HallpaByIeHns, 61m3koro k <200>,
U 3aJIeTAI0T TaKoKe B INIOCKOCTH Ky6a. ITo uX rpaHumam u mo
TpaHMIIaM 3€peH PACIONaraloTCsA HAHOKPUCTaTINIeCKIe OK-
cuppl Mapranna Mn,O,. B crimage cocraBa Ni + 27 at. % Mn,
KOTOPBII XapaKTepusyeTcsi HaMOOJBLIMM COLepKaHMeM

MapraHija B TBepjjoM pactsope (28 at. % Mn) u HauMeHb-
MM 3HAa4YeHNEeM CTeIleH! [ajbHero aTOMHOTO IOpsfKa
(1 =0.76) (Tabmn. 1), B cedenun Ha mwockoctu ¢ponbru AT
umetor GopMy, Kak KBajipara, TaK U HEIPaBUIbHOIO de-
TBIPEXYTONbHUKA C KPVMBOJIVHEHBIMU CTeHKaMu (puc. 4).
MupuHa koHTpacta nsobpaxenuit AOT gocturaer 10 HM,
YTO MOYTH comsMepyumo ¢ pasmepom AD]. C moHVKeHM-
eM CTeleHN JJaJIbHero aTOMHOTO HOpsAKa CIUIaBa GYHKINA
pacnpenenenna ADJ] mo pasMepaM M3MEHAETCH, IPU 3TOM
cpennue pasmepbl AD]l yBemrunBatotcs (puc. 5). Takum 06-
pasom, B cnmaBe Ni,Mn, kak u B crimase Pd,Fe, yenndenne
pasmepoB A®D]l compoBOX/Ia€TCA yYMEHbIIEHNEM CTEIIeHU
[la7IbHETO aTOMHOTO mopsifka (puc. 6).

[Tomumo pasmbitusa ADI B crimaBe Ni,Mn Hecrexmo-
METPUYECKNX COCTABOB IIPOUCXOAUT BbIJE/IE€HNE OKCUITHBIX
yacTul, Kak 1o rpanntaMm A®]], Tak 1 10 TPaHMIIAM 3€PEH,

Puc. 1. [lomennas cTpykrypa crmasa Pd,Fe mocyie cTynenyaToro ynopsaso4msaoIiero oTxura (a, b) u m30TepMuyecKoro oTKura B TedeHne
170 4 pu 873 K (¢): a, ¢ — cBeT/I0I0/IbHbIE N300paXKeHNs, b — MuKponnpaxiys.

Fig. 1. Antiphase domain structure in Pd,Fe alloy after ordering stepped annealing (a, b) and isothermal annealing at 873 K for 170 h: a, c —
bright-field image, b — microdiffraction.
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Puc. 2. Pactipenienrennst AQ]] o pasmepam B crumase Pd Fe: (a) — crymenyatsiit orxur; (b) — nsorepmumdeckuit orxur mpu T = 873 K B
tevenue 175 4; (¢) — usorepmuyeckuit orxur npu T = 873 K B Teyenne 350 u.

Fig. 2. Size distribution of antiphase domain structure in Pd,Fe alloy: (a) — stepped annealing; (b) — isothermal annealing at 873 K for 170
h; (¢) — isothermal annealing at 873 K for 350 h.
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Puc. 3. 3aBuUCMMOCTb CTEIEHM [a/bHEro
aTOMHOTO TIOPSIKA # OT CpefJHEro pasMmepa

Puc. 4. Antudasnas momenHas cTpykrypa B crase Ni,Mn ¢ comepxaHneM MapraHija
AQ®[I(D) B cnnase Pd,Fe.

27 at. %: a — TeMHOTOMbHOE U306paKeH e B CBepXCTPyKTypHOM pedrekce (1 10); b —

Fig. 3. Dependence of the degree of long-range MIKpORbpaiI.

atomic order # on the average APD (D) in the

Fig.4. Antiphase domain structure in Ni,Mn alloy with the manganece 27 at. %: a — dark-
Pd,Fe alloy

field image in reflection (1 10); (b) — microdiffraction.
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YTO MOXKET IPUBOINTD K BOSHMKHOBEHUIO YIIPYTUX MUKPO-
HaIlpsDKEHMI B KPUCTA/IIMYECKOI! peleTke OCHOBHOM (ha3pl
CO CBePXCTPYKTYpoit L1..

MeTofoM pPEHTIeHO-CTPYKTYPHOTO aHaiM3a YCTaHOB-
JIEHO, YTO TONYIIMPKMHA CTPYKTYPHBIX JTMHUI B MCCIIENye-
MBIX CIVIaBaX MMeeT MMHMMAJ/IbHOE 3HaYeHye IIpU CTEeNeHN
Ja/bHETO MOpAIKa, 6/MM3KOM K 1, n YBENMYMBAETCA C YMEHb-
meHueM 7. [ToaToMy 3a 9Ta/lOH I KaKIOro CIUIaBa ObUIO
VICTIO/Ib30BAHO COCTOSIHME C MAKCYMA/IbHOV CTENIEHbIO [Ja/lb-
HETO aTOMHOro mnopspnka. VI3 puc. 7 cnemyet, 4yro ynpyras
MuKpogedopManua KpUCTAUINIECKON PeIIeTKU yBeINYu-
BaeTCs C yMEHbIIEHNEM CTENEHM JaJbHEr0 aTOMHOTO IIO-
PpAfKa KaK B CI/IaBe PdsFe, Tak u B citaBe NiMn.

Ha puc. 8 mpencTaBieHsl 3aBUCMMOCTY CPEJHETO pa3Me-
pa AD]l ot MukpopedopManny KPUCTA/UIMYECKON pelIeTKY
B cninaBax Ni,Mn u Pd Fe: ysenmaenne Mmuxpogedopmarym
£ COIPOBOXKJAaeTCA yBelmdeHneM cpefiHero pasmepa AD]I.
YkasaHHBIe 3aBMCYMOCTY YCTaHABIMBAIOT BCETO INIIb B3aM-
MOCBS3b MeXAy cpefHUM pasmepoM AD]] n Muxpopedop-
Manyeit pemeTkn. C OffHOI CTOPOHBI, HOCKOIBKY yBemude-
HYle MUKpopiepopMalyy pelIeTKU yBeIMYUBaeT CKOPOCTb
mnddysun [2], To npoucxopur poct ADJI. C gpyroit cTo-
ponbl, pasmbite ADQT mpu yBenmyeHuu CpefHero pasMepa
AQ]l 03Ha49aeT yMeHbIIEHE JIOKA/IbHONM CTENEHN [Ja/IbHETO
nopsigka B obbeme, 3anumaemom A®T [1, 3] u usmenenne
napaMeTpa KpUCTAIIMYECKON peIleTKM B HeM IO CpaBHe-
HUIO C TeTIoM JloMeHa. [locnenHee MpuBOAUT K BOSHUKHOBE-
HIO YIIPYTOJl MUKpOfedOpMaIN peleTKN.

Taxym obpasomM, yBemudeHue cpegero pasmepa AD/ B
crmaBax Pd.Fe u Ni,Mn co csepxcTpykTypoit L1, mpoucxo-

JUT IIPY YMEHbUIEHUM CTEIIEHU Ja/bHETO aTOMHOTO IIOPsJ-
Ka J YBeJIMYEHVM YIPYToil MUKpofedOopMaly KpUCTaJUIN-
YECKOI PeIeTKN.
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Puc. 5. Pacripepienienuist o pasmepam A®]] B crirase Ni,Mn ¢ 1aibHIM aTOMHBIM TIOPSZIKOM C COfiepyKaHyeM MapraHiia (B at. %): a) 25; b) 30; ) 27.

Fig. 5. Size distribution of antiphase domain structure in Ni,Mn ordered alloy with the manganece content (at. %): a) 25; b) 30; c) 27.
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Puc. 6. 3aBUCMMOCTD CTEIIEHM [aabHErO
aTOMHOTO IIOPsIJIKA #] OT CPeHero pasMepa
A®[I (D) B cnmase Ni,Mn.

Fig. 6. Dependence of the degree of long-
range atomic order # on the average APD
(D) in the Ni,Mn alloy

Puc. 7. 3aBucumoctp MuKpopedopMarn
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Ja/IbHETO aTOMHOTO MOPAZKA 7.

Fig. 7. Dependence of the microdistortions
of the crystal lattice € on the degree of long-
range atomic order #.
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Puc. 8. 3aBucuMocTp cpemHero pasmepa
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Fig. 8. Dependence of the average APD
(D) on the microdistortions of the crystal
lattice €.



