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Development of a nondestructive evaluation method for fatigue damage
at elevated temperature before crack initiation

Shigeru TAKAYA, Yuji NAGAE

Abstract

In realizing long-life fast-breeder reactor plants, it is important that we develop methods to
precisely and nondestructively estimate material degradation at elevated temperature before

cracks actually occur.

In this study, we deal with high-temperature fatigue of SUS304 stainless steel which is a
typical high-temperature structural material. A strain controlled fatigue test was performed
at 650°C in air. The leakage magnetic flux density from the test piece was measured regularly
by using a flux gate sensor. As result, it was shown that a degraded region can be estimated
before cracks are initiated by visualizing the variation in magnetic flux density although
deformation induced martensitic transformation would not occur in such a high-temperature

environment.

Magnetic microscopy observation and transmission electron microscopy observation were
‘also performed to determine microstructure of magnetization induced by fatigue damage in
high-temperature environment and investigate the cause of magnetic property change. The
obtained results showed that many small elongated magnetizations were induced near
inclusions and those magnetizations were due to phase transformation from fcec phase to bec
phase. Although one presumable cause of this magnetic change is chromium carbide
precipitated at dislocations, little relation was found by transmission electron microscopy or
energy dispersive X-ray spectroscopy between magnetic change due to fatigue and carbide

precipitation.
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1. EU®Iiz

RESEGEE OREF 2 LS W72, MR 60 F LI RFEMT T 2 b ORENBUE
TonTWwaR], TOEBEOZDITIIEBEEORHVBERE S AT LOBENEELIRS, B
£, SRIEHEREFRORAEMRINICITONTED, LRTIMERE TS > 72X S BN E
KROWHPTA DT BRI > TE, LALESITEAT, ERVEAET DH1ICHESLL
ZIEMEICIEBT 2 Z EMHRD L5, RT - HEFEOBREIBERIIENS ZEIZXoTH
HIRAEF Oz EME, BEENEED, FLEROAEDFIACREAHOEBICODRND LR
TE D,

ZRFERMOBIBEFERE LT, BFECXKREZFALZDBOREVN DMEREINTY
5002], FTHHREINTER, BERFEIGEACIEERRERE DM BISIL & BEICE/R LT
BY, TRIEBE - EEMTOREICHEL TWBIENLELETHDEEZZLN, LESHE - H
Wb Twa8l8l. #lxE, "bBALe” KHHEAINTVARENZEEMEOF—Z T
FA NRAT LA SUS304 13EH, BRTEREETH S, ZEUATOBRBEICBWTHENE
EBREMZD EMIBEES I T 91 NERBIZK DSHLEBICERBERSER EINS[3]4]. Lz
N T, BB TZ2ANTHRIFEOELZRE TS, SRBARTIEHENIZSILE
HMEHETBEIENTETHAD EHFEINTVNS, LOALYRDOZ NS, BEBEEFEO L
572 300—600°C WS BIRBETOITIE. ZOXSBNMITHFEREI T Y1 MERBIC XK
BRI EH&T 2 2 L3R, F077D, SUS304 SMOEREETICBIT28LE 5 I
T DHKMFIEIC LD HLZMNIZE A ERFTEINTWRWONEIRTH B [101{11],

F I TARRTIE, SEEEFICBIT2MENRAMCEROVDEDTHIERRE T TOREY
BECHEL THRANFHEICK D EHEEMECZEHOTREEZREIT 2, HRETIHEHL
SUS304 Th 5., £7, BERETEFAREZEPPULRNSRRBREESHGEHAELT
BONZRREREEN G ORFT A I NVEBICE2EENS, BRBEZEHMICRETSZ &
W&o T SUS304 D ZRFEARBILZMINTIRETH S I EZHENIT S, RIZ, BERET
EHRBTOSEERFEHRLERL, SERET TOEFBECLIBRKFELILOREN.,
PR bec FHD AR, DED fec FM 5 bec FHNDHERETH 2 Z L 2RT. &EIZ, SEBET
TORFBIEZBIZED bee HMNEREND AN AL DNTERL, TORYEEZBRET S,
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2. EBHIE
2.1. B HEM

AT RN EMIL JIS SUS304 A TH 2, BLUFHMRK, HERAANERT oM
BREBEIEE L, 1050C X 12 KR OEELLEEIEL 7z, M OILHERD EE 2.1 1R

SHEE IR ER 2.1 17T, RBRESHENEE AR E BT D XIOWTERIL, £k
BRERBENGRENEE R LD CETHENERBREZ-> TS,

RICEEBETESRBRORBRELERZE 221RT. 10 AYAZIVETE, 1LAYALI
I RERCREENEDEDICHBRERR LN, £EEHFERE 16 BEULLEAL, BT
S ORENHERINEBRICENRBREZER Lz, 72 10 Y1 ZIVLREE, SERAIRKINS
MEEENDS 25%ETTHETHEEL TERL .

2.3. TRIRBR 2 E 2 I

BIEETICES AT 2HLNCT B2, EHEBREZ 10 51 7IVETIH1
FHYA 7 INEIhE L, BAFIRUZFIETHREED A OREZTTo 72,

(1) & 17917 )NVEE. :

(2) 2BAHEEZRL KD, YT ORBEHBBIVIGTREETT 5,

(3) ZBEETHA,

(4) RBF2EFRBENSBONT.

(5) RBEERHEBICE VBT 5,

(6) V1A RIAAIWIMEDRESE (~0.1T) HiC 5 RMEHTH I &ickD, BAMICE
W3 5.

(7) IRIRBCREBE DA RS 2 B EEE#R Y Sy VA5 — ey (T FG X
) 1212 AWTHIET 5. & FG 23 OWRBERIBREIL S50nT TH D, R
%EM%@&M,E21K§5Amfﬁéoﬁ&ﬁ%ﬁ-m}tyﬁ@ﬁ%MO@mn
T, AlEENN—~< o1 8RS —IVERTT D,

(8) HBRF =X HHBIT X DMWY 5,

(9) REBRF EEASRBEICIRD (1 5.

(10) 650C X THE.

(11) BHEEERLZICET, BEME (04%) LR, EHEBREZEET 5.
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2.4. HBEHER

WM OBRITIE, R EEMEE(Magnetic Force Microscopy, PAF MFM) & 24 Kerr )
REEMSEE AW MFM I3EER 7 00— THEMEO & T, D TE 22/ 5 #8E(<50nm)
TR ZRET 2 Z LR TH 5(K 2.2 Z2H), HH L7z MFM 13#E 0%, miciit
FREVEOMT SN FULN—=(R2.3)EZDH > FUN— 2RI EIEIVET
EDMAZEIZLIOBRHTBY A TOBDTHD. ZOMHEZITIROLIITREOND !

AB(r) = —%gz— F(r) v

ZIT, QREEOHEEET QE(~275135), k1IH P FLN—DITRERK(~20N/m),
E F RSB BE NI TH D, BENT, BHOMLLHE Mep (), AR
DRACHME D TEIE % Hoample (r1) & T 5 &,

AN R YR 0

TRDBNB[13].

MFM BZ A ORI 15mm X 5mm X 5mmt BEDKEZZIITUDH LR, T A —#K
BIUOFAVEL RR—ZA N ZAVWTERNEZTo 2. EEHEETHEINC, BREICE
B AN KARA(~0.4T) TEM L7z, MFM 82RII=RE, R&EH T, sRRm &R
DO FEREIIA 100 nm & Uz,

MFM 32 O@EWERSBRENEFRTH M, TO0—T2EEIRIMHEND DD,
R RBCEEREICO L SD, HEI 1 7Y (104mO~50uml) 7= 0E+5 DR
ZETD, TORD, YTIVF—F—DLEHEHICODEBRITEZHEOBEL T, —
73, BR Kerr ZPRBAMEET, EMRRICAREARE TRE TS I &I D E#MORENAHF
ERRRIE DA E D 5 N 2RI /2 2 BR (EK Kexr R 2 FI A L - RICHEMEE O —1&
THON4], ERMTEE L mOOBENFETHS. €I T, BEHOERBEHREDOH %
ANRBZDITI, B Kerr FIREBEZEAL 72, -

1R Kerr 2V RBEMSEBRER A ORI, MFM B2 AERA S FE, #E4R2RKESITYD
HUZE, T3V MBIV YIVYES RR—ANTHEL %, HBCLIZ2MTEOEE
ZRMOBRL DI, S1bTyFI2To7%.
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2.5 SEMAMER

EEBEORESD S S ICHEMESBHABERB I MEFRR AT 2T O DI, FEiRi
E T 5% (Transmission Electron Microscopy: EA T TEM) & ZRUZHHET 5 TRV F—57
BRI X #5 e E (Energy Dispersive X-ray Spectroscopy: BA T EDS)ZH /2,

TEM B2 8 OERRENL, £TTA) —BIXBPELTY, RICBEFRT A AV S
=&V 3mm ¢ I BIRE, RZRICEMAEZITo /. BMUTEL, BERE  BFEE =5
95 (fkMELL) TRALBEKZA, 10CTH 7.
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3. BEBETIBIIESOEMIISRRMAEELL
3.1 BRRETRITBBER

BERRBE TROYA 7))V (N 13 140,132, N:/2 IZBVT 2 BEHEESHENT 0.172% T
H0, SUS304 & UTFHNEHREER L, K3.11C S'NiHEzE, X3.2I1TETH
B TEORBANBEE SR ZNTIURT .. BB ITIEH 0N 5K 8mm ORI FEHE &/
HOER (MHXHE) HDoRELERLEZZHN1EHDDAT, TOMITEROEEIIHE
BWTERMNo, EFEL, AHETIEIEEN0.1mm Y EHEREEEHEERZ L LT S,

3.2 IRRBCREELSMEIEIC X 2RI BGET OHEE

RRRCREEASROBEHEZRITENIC, BB SUS304 OMKIFEICH A DB
DNWTETHEHT D, BUHEICE S SUS304 D& EBHEBSCILFHROEMICEL T, &
KIFBEICBWTRAEREENOERERERZAEEND 2720 INETIKE ODWFENTD
nTWns, ZN5DWEITK B &, SUS304 #iL 400~800C TEREFHRIFT 2 &, fERAA
ICRICIDSHTH L, F 0BT 0 LABENELT 5. BLERBREOETH S BERHI,
2 OLQIEEENRE S LB L THRIBISENZD, BEMATO 0ABEII TN,
DWIZIEH IBICETIETT 5, T0%. BHPORZEDETICEKD R O HEE
B0, ZORER, BRACESMFEECB T2 70LBEREEL TV, —&HIC,
BERBWIE, ZOBSGHMACRIZZOLABECKTEZOHDEERIZEVWRRMICHE
5[15]l, Fxld, 25027 0LABENMET UALEERT, BEMNSEBRAOHABEHIT
EHETHEILT—ATFA MEDNSBEEDOTIVT A MENERTHZ &%, BRTT
O MFM BRIz DESEH S M Uz8l. U, LHEMRO BRI EICLD <INV T >
B NEEBGEE Ms R OLANERTHBEEZLND, T T, SUS304 H#D Ms
HOEEIE, RORXMREINTHSB[16] :

Ms(C) = 1048 - 810[%C] — 1230[%N] — 13[%Mn] — 30[%Ni] -12[%Cr] - 54[%Cu] — 46[ %Mo]. (3)

EoREHWS E, BAVNSEHEICAWZHBRE O Ms RITER 2.1 IR U LN
58 - 40C EHEEINBY, RICEED XS O LBEN 13% L TETET L/ZEEIC
BWTIIMs SMNERZ2EED, BENSERETORAFIIIIN T 01 MEENEZD,
WM ERTEOIRRBIENDND, ZDLDI, FHEEFHBREE®BLZ 650CEND
BETTIE, EHBRENR EBABEMCIOBENBMTEEND ZEITEET HHEN
Ho, EEL, BENCEBBER, —ROIEEREICODE> TERINSDIIHL, B
BIEBIC L DL, FICBICEHICRET 2 XS REFEEEPRIIR T HRIIRATRICE
RENBZTHADEEZIOND, DXV, AFWBRREEOEIICEETSI LT, K
BECLIBEAEEE LR TE 2T RENRD 5.
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LS EIOREHRBESAEE T, KRR OBAMICER LR, RRRREE O AR
B DREZRTo 2. TOXIBHEERICBVWTIE, HBEARTRE-RICHEILL T
B5A, REEETERANEFUMEORERRBEREENMUEE NS (K 3.3@), —
7, R AEET 2581203, R EOE LT, BR5R &R E OIRRERE
ENREIND (H3.30). LizAt>T, BHBGEICRDRANBRAFERILZL5X%
FDIZiE, BWAMEYER (B) NERUTHHREEICERDTIUIRNI &0D 5,

3.4(a), WIT, FWHRBEWHAE 10 TY1 7 )VRBBIHIC BT 2ROREBEAFRIERRE
FNEVRT . MERBEESHOREHAIIN 2.1 1RLZEBVT, BEOFR[IIHRAF
TEHORLTH D FRROEHEMIZARIBNT, BBEOA AT F1 MELEDIT,
M AE TH D DBDOTINVIHEEDD, KHHBRERINICENTHEBRA N THRRE
BIZofnRZT o5, BBRERMNBIN 10 TY A1 7IVIEERORIERF RN EBIT,
x ~ £15mm THEREBENKEL B> TS0, K 3.3 THALZL D ITHBRFNEED
JIRNEICRAERFEL TNB LR KD DD TH 5.

10 FHA 7 V@ ORI BEESGRERRITDOWT, EHEEICXL 2 Bt E{t
ZRETZ-01201F, ETRREZLICHEEEOANDOELIEZERTNEZLN, 0K
EUINoESEFROHEEZTO I ERR#ETHD, TIT, MEEBESHD 1 FY17)VHE
DENER -T2, 9 FHA VIVRERICBIT 2BERBESA N5 10 7791 7 )V ORER
BESHZBIVWEZHOZEN 35@IIKKRT. ZIT, BAMNEBL TWBDIIHREEDAN
OB THBZEND, HNOBRIIES L-HEEBECEOHBADATELIRETNS, #
REENHDEMERERS &, —ERETRBIAMICHREENELL TS EBNEFEET
%, ZOMRREM 35OITRUZEFRBE TROBRBRAFNEEELZ LB TS L, BREE
DAADESVBFICIEDO@ZREDOEES E, BICTHNFEE L ZEHENZE-HL TWSZ
ERHLMNZED . TIT, 10 T A 7 )VRER R TIRERNEFEL TN L &2HF
SEMESEHRIC L VHERL TS, DD, ZOLIICEMNCHREESHORIE ZTN,
ZFOENBEDHZET, ERFEEDRNTEHBEEFERORENRETHD I LERT T
ENH#Tz,

BT E DI, B I D AR I N ARSI FEEICBIT 5 7 D LA BEDIK
TO—ERERERICEE LD 5 EFFICED LiaD 5[8l. —7F, BHBEIZL DBEIZ,
BB L DML EEFT OER S OEICERARBERNKR VI D ETFEIND 2D, BEE)
WC LB L TR TR ZIVB0NREL THEADTE Z &idkn, LER- T, f#
(LI LR T2 EBICIFEE TS5 2 EIC& > T, HLEEERFETESREEND D, T
TRFBICHEEDENUGIT TWS EEDNSER, DEVBREENAIIRLLLET TY
AEREBRAETEMNTUZ[14]. K 3.6@)-@DICFNEN 1 YA VIVET, 4 ATA VIV E
T, 8 AFAIINET, FLTI10 AV 7 INETHEEENAICELURITZEEERT,
FEREEH IR U IR R BELGRIEEF U TH 5. RROVIICB D TIIEWEEKT
WAL OEIMARR 512 08K 3.6(a), b)), 57 Y1 7V, BETRS NAEEITRL ITHE
DHLIZC®H (X 3.6(c). HREELMARAER, BHRRZEHT2OHE, HRTELE
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D EDD &, 5 7T VR TR, BB ISERRE TICK 200 s 53N TH0,
FERAIEEICBIT D O LMBENER L, BEFNCX BN LI DY 1 7))V ks
LTREEETHS. 10 7T I NVROKRERD L, —~ERIOAPBNEE TR TWiz(
3.6(d). ZOHFFTELIEEFK, K 8.2 IRULIEFRBKR TROKBINEEE & gy
&, EROBALBE-HL TR ZENDONS, LS T, REBREBEENRD L
FABIBICIER T2 I LT - T, BIFBBITR DAL 2 ERFEEMBFETRETH
BT ERRTIENTER,

ZDEIHWZ, WREEDORFWAREIZERTS2ZEICK> T, EXRRAEMALEE 2T
ZBUREMZER LD, MRBENBITMICEILL 28T & ERICRICER/NFA L - &
T mm OBEVWRA LNz, RICINIEDNVWTERT S, K 3.7, M3.5@)IRLE
RBHERBEDI AT N —10 Y1 7 NVEOER DA EENEOHBICEL THAaaT
UERRZRT., KIFE, SROERERABLTNS R,y = (-6,-0FLDOER TR
DE—7DERIZ, ESARRB>TWBEENDG D ZENbND., MEBEDENSNKEL
B> TWBEREREL T, RBHF REODELSTHBIEND, HERMFEETOZ OL
BEOEECLD, BECLDERINIMEOBRRD Lz ENEZ OGNS, E)E
WHIB TRIZR S TWA I ENS D, TIWWYEHBEOEF LIIEERTH S LHRAIINS,
KT, y=-8 L TOMKBEENZK 3.TMITRT. ZORNMNSD, EOE—7DHETREL
BIZR->TWBZENLNS, RIEHBEETEEETNIIERT 2BAEEESOE—
IM—BLTWEZELTH, BIEINAUREBEEENL, KPIZFRVWERTRLUZEES
KHRICHERT IRBERFEEEN &, FRABRTRUEEFBEEG SRR (325
BIFNC R VARSI N DB EOENICERT 2) RREREEES DERADLE LR S,
:@&%{gtﬁbt;5t,ﬁﬁﬁ%%ﬁ%ﬁ@ﬁ@ﬁ—ﬁﬁttfhéo:@£5K,
WHRZEENBIRNCEIL L 2B ERICEMNREL EERT DO TNOERRERE, EHE
BEPHIHETORSRBEBELRLTHEEEI NS, 4%, NHIA-V%SE2HFEL,
R BRI RS L5 hnE, ZOMBRRERTESEBbNs,
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4. BRBETEFESICIDEASNEB/INEEOBIER

R EEEZEMNICHET S 2 &R0, B REGETHEEE SRAEMIHET THE
THDIEERLE, FITIHIHEBRET CORFAGICLBAFELOREZH
5T BT, BA Kerr 2 REMSNC KX 2 HHMBMEROBE 21T o 72151

4.1(), DI ZFNEN 3 ETREHARBEES M ORE ZT o R O TH xy BB &L
Cxz BTOBEREREZRT, 22T, EMELEME xz HICFETTHD, TOLD, xyHE
xz BT, FEBICHELDODRENAE6T7T1 MIOBRIERS. BEOLDICN 4.1(a)
OIEANROFITRLEL DT, HRP THLERIRE/R> TWEHAVRILERTH S, =
NAFENITRALER TH B Z &1, KR Kerr ZIRBEMSIIC L 2BRER LK BEMBSEICK
AERERZEREFR BT LK OERL .

41@ICELT, BTHoZERTRICHETH D LS, 6 7251 MRS TH
RICHHT BRI S 40-60° N ARICH U B HEVWEMLZ SRR DT 5 Z LR,
MAETFTDESBLL TWB X IICRABES S, WK Kerr ZIREMED b DZEM A MREEDR
RIzk5b0T, EBECHMOBEHTRSN2BOEALHMEVWRIVEZ > L HDTH S,
ZAMIZBATIE, 6 7x 51 MDA ORUMERBREI WA o72Z &h s, ZOMRWE
L3ERBE TESBECIVEAINZDHDTH S,

M 4.10ZRLE xz HICBWT D, 6 7z I MIDOEBICHRILAERIN TV, F
CRITFHTHETH D LD, xz BN 5B THREIIE ) S EWMENRRZEL TS
D, K4.1@D xy @H S DBEERRELADET, BREETEFREICIVEASINIZHIL
OFIRPHIRTH B Z ENbhs,

4217 xy A5 B BRBE T EMEEIC L D EA I NERMLOES DA ERT,
FERL DR DB X1E 5~25 1 m EBUNT, BHEVNDHDTS 50 um SR EREERELD
HINEMo T,

KiZ, ZTETRUTELREFRBA CRAKHET, BLRTHET S Z & RUICEIERME
RKEHNDEEEND 25%ET T2 ETERL AR GBI TERO Y1 7))V : 59,860)D
SEATHR xy T T DHER Kerr S REMBBRAERFI 2R 4.3 1R 7 IR LR CFRIC,
6 794 MEICIH> T, MEVWEASSEEAINTNS. HF, MEMFZENRRT
RLUED, RERREBICHENELOEIBRINTHSEFANERT 5ND. EMERAL
WT, RO AFANFER—THD I Ebnd, 51T, REEREZERTRLE
2, WBEERCRENZERTRIRERRELTB ST, TOELTHRALNREL THHIR
FHRERTES, INSORBRINVTNOEHERR T TORFRBICIVEASNLEILL
TR R E DRRFENIZINT A—F EOMICERNHZ T EERBLTVD, K 44 ITK
HBIGIC L D EA INBALOEFHR &S TEART ABED G 2 B ITB U TN
FAERERTY, FOAEIASNMIE—IEEOTBD, ZOIEMS DML EERFEN
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INFGA—=FBIORHER AR EOMICHBEND D Z L85,

ED XS, BREETEFRBAPIC, SEOMMEMEN 0 7251 MIDEEICH
BERNT A= EAENOBERERF > TREL TWA ZERHLGNI R, 07251
NHIZEMEER O E TERITMICEMABERZL TS 2D, H#LIEERERESFIC
K BRI R IT O BEAH DD, 0 7= I MUEEETESRRIICELEFNRID,
TN EBARFEIICBNTHRIEDNEA SN DD EEZS5NS, £/, SW. Nam D
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# 2.1 BEFZEICHER L 72 SUS304 #DLFEH K (mass%)

C Si Mn P S Ni Cr Fe
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RECC) 650
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