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Analysis of IGSCC Crack Tip and Oxide Film on SUS 316 Generated
under High Temperature Water

JeH 15 (Takumi Terachi) * 3 72 (Katsuhiko Fujii) * AR 2% (Koji Arioka) *

E# PWRO 1 KRB TI2BWT, MW T % 2 72SUS316 DIGSCCR& S 14 ASSSRT
I VHER SN TV D, F20ORZMIE, BHEKEREB X OE ) BRIRELR & ORISR
BOREE I LI LG EINT VD, £ THRWEHERII%Z 2 72SUS316% FHIV "PWRO 1
JORIEIRERIE T 12 B W TSSRTHER % 47y, TEM®B & FAESIC & 1 IGSCC & 24560 & F21m fz i 12
DU CREMI T % S0 L 7.

ZORER, DTFOZENHOEh -7, ()RR Rmo R BE, BHEmHicL ) iELz
Fe3s0412 & A4V & FeCra204% L1555 & § AR RO WG 2 fhik L, F2lE & BEb o855 CIENiDs
AL A, (2) SEPNIZEMBEATHEIC X VIR L 72FesOudSEAE S 4. (3) K A nlim b oo fz i 5t
BRF RO/ 10 L M, FMBHIC L o THRPITNIORICKELRELELD, (4) X2
Josm Tl 2 Cr ) v FERALAFAE L, BIe 7 2 ¥ MIdH7- 58I CENIARILLT 2. 20
NiEALFE DA KL, XZIMEIC BV TFRe CranBIiRMICi L2 e RN EE 2 5h, =
DT L,b EFFERIIGEEEET L LR EIND.

¥—T—F &%k, EIE, SUS316, SCC, PWR, TEM

Abstract Recent studies on IGSCC by slow strain rate technique (SSRT) testing under simulated
PWR primary water condition showed that IGSCC occurred on cold deformed SUS 316. Also the
susceptibilities were reported to be influenced by water chemistry such as dissolved hydrogen and boric
acid concentration. In this work high-resolution characterization of the crack tips and the oxide films have
been carried out to make clear the role of water chemistry on IGSCC.

From detailed observation, the following results were observed: (1) The oxide film formed on SUS 316
after the SSRT was composed with two layers. The outer layer mainly consisted of large particles of Fe3Oa4,
and the inner layer fine particles of FeCr204. In addition, Ni enriched matrix was observed under the oxide
film. (2) The grained Fe304 was also recognized inside the crack by redeposit. (3) The oxide film on the
fracture surface was thinner than that formed on the specimen surface, and the amount of corrosion products
was different each other faces of grain boundaries. (4) Crack tip area was filled with corrosion products
that consisted of Cr rich oxide. And Ni enriched and high dislocation density areas were observed near the
crack tip. It is thought that the Ni enrichment is caused by selectively dissolutions of Fe and Cr at the crack
tip, and hence the corrosion would affect the propagation of the IGSCC.

Keywords Crack tip, film, SUS316, SCC, PWR, TEM
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TINEKEIEE KA (pressurized water reactor, PWR)
D 1RRBRETFIZBWT, 6005 &2 R AL IE &
#|3 (inter granular stress corrosion cracking,
IGSCC) BZMA AT A L FDREI2SMENTW
725V 27 2 L AT D W T ERE T OB A
FEGER O N Twiz/zd, IGSCCREAZTEIZ/N &S
WwWekEzZ LN Twiz, Lal, EEICR> TEWE

* (W EFNREY AT LTE0T By 2 7 2 WE5E0

E& (slow strain rate technique, SSRT) 2 X ) FUH) #
FNPOW . 252 L 2416 IGSCCREAZIEE A LT
b5 EDHEREIN TS, HIZZ DIGSCCEZ I,
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KEEBRfTHbNOD0H 5, B, EKEEKE
(boiling water reactor, BWR) TldEfE bicfE ) 17
MY OSCCAOFEE X ED TV 5B, BE REEH
MxFET 57201213, FEMOLHILIc X 2E0E
BRLMENFER IOV TOTAINER 25U EA R
THY, WEMEEHKOMHEEH LS - 7236w
HENOHRE R FEO DL 2 EDPERENT VWS,

BIAEIGSCC A 71 = X A I3k 4 % TS H
b CBYy, HZHMAETHME (transmission
electron microscope, TEM) 12 & % & Z45600 O B3
BLZO—DLLTHLNTVE, ZOFHEIFEH
Seim DAL AR 7 S b AR O HE
BIEMPE SN LT, EHOFEMOSICRKERRD
Thb. 20720, FEIZ6006 4D &R0 aH 2D
Wi, Bruemmer® % Titchmarsh® £ X 0'Fujii”
WL BMEBIPELET S, 72721, FESHEILA T >~
L 28122 T3 Thomas® 12 & % HREHH O BIL2 12 IR
LNTHEY, RIFHM OBIEENIFIEL 2.

ML Kb FRBEOMENER # Bf 5 5 FEL L
T, RMIEEBRLZEREOSHTPERTHY), &
BEEAKFICBI A AT v L AGOSH b % L OFF
RLEIZEIVDMENTE2OY . 2085, Rk
F2RBHBEAALTBY, CrifEomulE s NE
VR EEICER THLEEZLNTWAES, 72721,
Pz NI T % B2 REA 9 2 F 0k (L 4R 7 & 7z Bl
Td W) eim Ik TS B B2 O T8 e
MR L72 DIRFTE EFFAE L o\,

AWFFETIE, PWRD 1 KR % fifE L 72 8RB Toli\»
RN %Nz 72SUS31612 SR % Ak &8, TEMB
OG-V BT HEE (Auger electron
spectroscope, AES) (2 & V) SZWIHE & B LR IEIZD
VW C TS ) 2 & O R/ T % 920G L 72

2. EKERFE
2.1  fHEEH
BFgeic 72 itk 13 SUS316TH 5. E 1 I2/b#

1o % RS . R O AR AL S 12 1150°C,
10minZALH KT TH 5.

£1 MM ORI (wt%)

C Cr Mo Ni Mn Si P S Fe

0049 171 21 120 15 045 0.027 0.005 Bal.

22 EFZHTFIVOIERK (SSRTHER)

WAEERA DA+ — b7 L—7%H\, PWRD 1 k%
R L 2B (320°C, 500ppm B+ 2 ppm Li +
30cc/kg H20 DH2) 1I2BWT, AL IZL h S
N7ARESSRTHERY % FEh L 72, ERITIKZE X
1IZ/RT . PEHESSRTHER T3 3B A A e~
TICEBTPEAZMASL LT, GRMLEICHEK
DW/NEH L2 GLSCCRERERLILENTES.
ZD7D, WMNEREOEEPESTH Y, 2%
OMTIZHFFTH 5.

HKEFEHEIZTOH 10000 = X 1) —#H TR E
ATV, TRy EZY ) —WICTRIEZEM L 7.
HERITEAEE 1 X107/sI2BWT, RERFT AR
£5FTiro7z. RERHIZH500hTH - 72,

- Do

1 RBRR oRIK

23 WESEAY7IOMmIT

K of/h 22 2 5 0HBA % 1 mmX 1 mmX
200 mIEFEIC R B XA ANYEY NI v ¥ —12TY)
DL 72, ML D30 mECTHEIMLL
77 RICETRA 4 v ¥ — 2L E (focused ion
beam, FIB) 12T, ANy ¥ Yy Vo E T LI LI
LOMEm L, SREFEETCHHFH25 O
Bl 2 FhE L7z,

W2, FEMOATE EMET A HT, FIBZ W
H5 DT L 7= T 12 X ) TEMSMTH 300 R
ILE4T o7, ZOFETIFERERPER 2 & OFE
Dl TEMBISEH O ER TS5 2 L5 [T
HH0, ERER EORFEHEICAEFTH 5.
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EHEBIUOCERMMERENTIZBWT, &fRofmnic
M 5~ 7 0EHROWIFICIE, BRI ELET
JEMEE (FE-SEM) & AES%H W7z, AESIC X %%
SHMDGH G2 £ 2 1 RT.

—75, BUNEBOBE IR SR E R
PEMsE (FE-TEM) #H\v, BF@EIrEE =20
F— 48561 (energy dispersive spectroscopy,
EDS) #ftHTAZLICLY, ST YT 25
Y—a regEf L. TEMEIEH (k) B 7824557
FLHF300012 & 1 N & 300k VIZ THrve, EDSIZIZ
(BR) / —F 4t #Voyager V4 # i L 7-.

#2 AESHHT OWESMT

5 52 TNy 7T 7 A L3
SAM-680
JIIBZCEA AR 10kV
Comm i SGE
B 10mA
A 7 U FER) Art
1% V8 -

(Sputterfi)) JIIBECEA AR 2kV

ANy & HAE 1mm X 1mm

A8y # L— 1k (SiO2) 26.5nm/min

B ATFUICKBA—T10T

B+ (SUS316)

(a) RzfErE o TEM{%
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3. BREBE
3.1 XREREOFHESMA
3.1.1 FE-SEMIC K2 EH=E
FE-SEMIC & % Feiii Bt sk D BIEHHE R 2 [ 2 12

R, REOERLE 8 kORI CE bR
THY, ZOMER02m~ 3 pmThHo7e.
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3.1.2 TEMIC K BHTEEE

ARBRFT 2RI AR L 72 R O, T 5 1) 70
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EEZ 6N, NEII500nmiEEDFIRDOHEE TH 5
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500nm 100nm
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—7, REEBEO—HIZENIED LNz, EHh
ORI %K 3 (b) 127" T, FNJemEic BT 5 H
FIRIZ40nmAEfE & K& <, ENAD IZBIT 5N
MEEREBENZ E0L, REFDHLBEDESET
R L7212, RECHOLZEEZONS.

FEHEE T ORI IZAE MG T2 A 2 810 E o T
FELZEEZONDL, TRVBROT L FT AR
DEIE SN,

3.1.3 TEM/EDSIC & 3 #K9#

B4 IZEmEBEDOEDSIZE 2 eE~Y vy ¥ v 78T
HAH. F£72, K5, K6 ICHEEDHEIZBIFHEDS
2 X BRI, HONRERERT. WO GHTHE
o d, HEEFexr Tlm L T8 TH Y,
WEIECrl FeDF LI TH 5 2 EWFHER S N7z, F
72, KR & BA OB T, Nidsgit L <

VA S EABBEE . 5 OB OMmENS, Rao ol
NiDgfbIZ @ h (BAH) TORERLTHY, M4  FHEEEKEOEDSIZ L AtE~Y Y v 7%
Z OIS0 ~70nmTH 5 Z &b h b, T2,

6 2 5 I RKI2T7at% T TRILL TV D Z & HERT NiiAp
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L DK E 2 EMoDIRNIIC & o T % [ | 5
HTWBHTHS. 200, Mold BB IZLY MMN
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Energy(keV)

M6 FHEBEEHOEDSIZ & 5 SHA0HkE$

314 XEEEOEFHEET

RO EFHEFTRERZ M 7 IRF. B
BT & 2 BEE AT T, M8 LB OB AT A E

ANVIEREE DRI TH 5 2 L SRR S 7.

7272

L, @iz Ary MR, WEIZ) v 7iRkodhg %
RLTWAZD, BT H—okE SR TR ESNT
BY, NIl HmEL-fEr L Twnwsr I

Bhrorz.

DT EnS, HVEREILE R

WCEDHEELZHE-HERTHY, WEBLERRLEE
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O :<0.1
Cr Ni
Ni
F
Cr,
Fe|
Cr .
Mo Ni
0 2 4 6 8 10
Energy(keV)
Fe  ®Bit@a%)
Fe : 66.8
Cr : 20.5
Ni @ 11.7
Mo: 0.9
O :<0.1
Cr
Fe
Fe Ni
Ni
Cr o Ni
Mo WL
0 2 4 6 8 10
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3.1.5 AESICK3ZEESHAEMT

FIBCTHNL % FEHi§ 5 TEMEIZ2E, [h#iPH % M
b3 22 EDWEETH 5720, BIEFHBA S 1 mit
FIREEI NS, 2020, RFGT—5 %0,
Rl ko % Rt 2 e A H 5. 22T, 50
pmX50 g mAEE D A IAFPHIZ B L REHEICD
WTAESIZ X B S H AT 2 FihE L7z, KEH
POHATICE ) A ¥ Y 7L, AESHOHT #FERL
TAERE M SIRY. OO TETIZER ISR
T BRCRIT Y O EESKRE L, RY—klElEEx
T AICIEES o7, L L DGR D
5, EEHICNIAHH 3at%, Crasf5at%a TN T
WL EPHLNE o7, IHE, M6IZ/RLT
EDSIZ & 2 5BV T, FHE R ICNiA TR &
FHELEVWETLOMEREELLIBHTHL. D
0, R RSH TIIIVE IZFeB L TH 5 L FF
fili S5 A%, JRID 7 — % 55 I1ENi, Crd g IcH
TEAET DL Z LR SN,

— W ICAESHATIC BT 2 R IEE X 55121, B
TN RBD S EST Db Ay F ) v T DM
HENTWE., KOWIZBIT HSI0ED A%y ¥
L — Mid26.5nm/minT® V), FERIEELERE D5
2% B A8y %) v ZHER SRR S 2 i8S 5
EH930nm & A B, T OMEIZTEMIC X A I i 8 234
REMR—FH LT3,

100
CAYE]
90 A=
SUS316
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Sputter time (min)
B8 AESIZ X % BEEOTE S 515504t

3.1.6 AESICX2HiEAMED S DR

AR SIZE L, BP0 AT L A4
DPWSCCREESZ AW ET 2L LTwa? . 20720
DA, 139 B R ICR AT A 2
LAEETLVENDL. -V BTRETLEL
DETHEDP LM ENLEEDEL, FH)FERED
BEICHEOHITIZEDS L W BER72EEZ A L T 5.
Z 2T, AESIZ X 0 i 7 1m0 & 2R 10 R 5347 % 5
L7z, MO ZZDHH#ERTHL. 13)FEDF—
VIBTIANF— L1178V TH B DS, HE - N
BT NOSHHERIZD U — 27 3R I N ho 7.
72750, ZOMELEEICBT BRI 1 ~0.1
AtBHEETH L L E 2 5N, FNLLT O THIE
T AR EETE 2,

Cr

Intensity
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B9 AESIC X % KR Ars &

317 XEEEBEEEICOWVWT

T % DTN &0 57 L 7285 R 5, KM
RS IR I0D A TRT Z LT E 5.

TEMIZ L 281805, KREEOIEIZFe® 1k
LB TH Y, FORE SIS D0 ICHY
THIEDbholz, FDD, EREOIE IZFes04
TEWGELTWDLEHETE AL, 72720, MK
BTHBENIECHZDOWT D, HEICHEI P EE
NTW5EIZENPAESIZE VR SNz, A A IVE
R ORI I L =R Al 2 Y, FesO4rh |2
Ni - CrA%RFE L 72IREE (FexCryNizO4) AT %



SN TWS, Lo, EDSTHHL724ME
moOFelREIIE <, NUFREGEEh T o7k,
ZFD72%, NiFe2041238 WL O I ASIRAE L T
WHEEZLNS., BB, ERTI L MNIBITEY
v FOEKSIENIFe204TH Y, ZOBEHT
NiFe20s) i $ % & & IFEEH 2 T 17,

FKHEFEOPIEIE, Fe,Criz X 2 A ¥ r VEIERLY)
THhY, FeCr204ax EHhELTWEH EEZLNS.
%72, BAROIITRE S & TEMERZE D & U5 2 b 3%
LI ETH DL Z LRI N, PWR 1 KRB
BT ICBIT A AT v L AR TORGE, KED
FRALRICIB DS KB TH Y, BAEMIE—830mV
RETHL WY, ZoBEICBIT SFe - Cr - Nio 3
TEIZBW TR FI K D EE R YEIZFeCr204
THYD, WREREEE —5T 5.

WITE J7 20 & DSR2 51, 2 & fEbr o B
FONIAEILL TWA 2 ERFEEsN., ZTONID
BALII M P COBRTH 5720, FM SO
WL & B R EMEDE DY, NiDEALZ 5] &
R L-EEZLNL, DF Y, Fe- CravLIcikm
L, NiAE#MH I RSNz L £ TE 505,
AEAEA T EEN L FESLETH 5.

25 » L ASMOBEMIZE, CrY) v F iR bRz E
DHELERREVEEZLNTWVWES., ZOEIZHWT
LD RIZERDP S OB ESHLTHY,
BT hORELENBIFHMOBLZivTWwb &
EibNb.

Kim(ZBWRD K FEE AR &4 (HWC, 150ppb
DH, 15ppb DO) TH K $ 5 SUS316D K 1H FZ 12D
WTHILTBY, TOFEMAFTIEFe304 & 2418 &
FeCr204z k& L7-RELHNBIFHELE I NS &
AHRELTWaY, T IEARRIZE CBIEE S L7-PWR
FMTORBEMA—ZLTEBY, MEREICBT5
R TOBRBFAFECE, BENICEEF 2V EW
25,

Large particle of the spinel crystals
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Ni enriched matrix
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32 ZHOFEMWAR
321 ZHESAOHE

BI11IC BB FET I AR A L 72 & 250 2580 o B 43
FART. ZETRE I o TRE L 2 REE O
IGSCCTH Y, BIMEIZS nmiEETH 2. B
s, REBERERmNE ZSHRNTRBEERY D=2
KELBEDSH DL EFbhor. BRETEAPICE
WTh, EBEEROME LIFREIC X - TRAZRE )
ZALT 52 L RBEICHRESATWEY, 200,
R T KT OBFE T &AL ST, BRETH O )5 H3
AENPTVEHERTEL. 2%, IGSCCHEIEM
TRRBAER I VBARND L VWEEZZ SN,
B, A—oFBEATHKAEICLVEEELY O
BICEND L L DBEINT.
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11 ZZHEEEHOFE-SEM%
322 AESIC& 3 2HMEOEHE

FIBIZ & DL L7z 2 ZLEWrTH O FE-SEMf% % [X1212
R SEUTREERLZI - TER LZIGSCCTH
5. M12(b) 205, EZLONIHEIZER LY 2% Vil & 4
WEITHER SN TEB Y, RRAH HH TR
BELTWAZEDRbhD., T, REOHEWEIC
X, b ZEGERICE THEBL22ICRZ 5,
TN AT v TIROBEREDTFED 57z,

B1312[K12 (b) FHHM DAESIZ X B TeHEI v E v 7
BERT. FelCrOTLEY Y ¥ 7G5, KRED
Wi IFesr Fk e L2AE &, Cr) v F 2B IS
L2 2BEBERATR L TnD I ENERTE, o
AU BRI R O Bz s L A —3 T 5.
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B12 & RBiEOFE-SEM{Z

%13 3’”Lﬁﬁ@AES ISV SR AN

14 () ZHRO=ZFEE D5 3 pmiEEHER L 72 &
HHOAESIC L 2 TEHEY v EV 7METH B, 6004
S TIHRRIC I - 2B E S T B 37
O EREm IRt oLmE L TBY, N
FALIZRRD b N, ZRNOERLYIEFe) v F 7%
bDODL DS, B EFEE L TW B HEETIECrY v
T AL S RN % CRERR S LTz. BRI, &3k
Ui 2 5 1.5 mOFEIRIZ BT L CrilgfE LAI3HEETH
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X14(b) (XX 14 (a) D =HE A5, KDL TICHE
BLZEHOEmIBTHL., ZHb5bFel) v F4kn
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Bt o ELin
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%45 DSIM (Scanning Ion Microscope) 4%
(16 (a) IR $. EEOREFICIE 2 x mOEEDHF
L, BEM2S9 pmDEHEATIZBVTD, FEx
DD SN2, BEDOREIIE, KRS Hipps
LTwhEEzo6N5b,
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16(b) #1112, F72EDSIZ & 2 MM 3 % 1712 7R
3. EFHEIT L EDSIC X AR RS, EHA
WAETET B RLR O AW 1E A € A OV BIRE#E D Fe
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D7D, KRAIROFALYIZERFATEIC L) KR L
FesO1THh A EE2 5N A, ZTHIZEMMEF K S
N7VEEFRUWMETH 5.
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b, ZEEImAE E TP HFET S 2 LA
ATE. —J, n7ary boEETIE, NioE
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7. REZUEIEEC B A NioEALIEBruemmer® %
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325 ZTHRPREICONWT
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: i A _ MR O, X7 L AHOIGSCCE R M21ITRY
NIOBAE - b ity BRBITHT Z LA TE 5. BEAICHH L 2Rk
_\\ W R0 T Y, REEIOIE &
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o P e FEICEES R o 7205, il LFEICr) v F 7%
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£ o 207, PWROBICEHE & 6 1\ kB LRI
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LEZHND.

Fe N XU T 2 ~ 3 nmOBE 2 Cr) v 7

cr Fe CWHBE SN, FIET 0 2% 512 HHT

Mo “ Ni BNIOEL R S 17, RERBECSOTS, &

0 » . s . o b4 & M OB R TNIORL IR SR TB Y,

Energy(keV) MHZFE AT AL TER L-EHEESNS.
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Fe rich spinel.
(Fe;0,)

Ni enrich

Cr rich oxide.

High dislocation density.
P21 &SGR ORI

33 PWSCCAHZXLEEEERYD
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EEUGIRER OB S, SR SN D
BRI - 2B sh i r o7z, F070k
B, PWSCCIZAT 5 RN TORLOEE L LTI,
EFEWOBIYE, FNIHE) KEOZAEDNEZ S
n5s.

el IR BT A NIDRALIE, £ 2 TEIRWIZFe
ECIMWERL TWL I ERRBELTWS, LarLh
D, FOMEEIE tnme IEEIE L, SRGERIC
5258 BIRHETH L.

4. £&&

PWR 1 SR % BidE L 72BREEIC B W T, s i
TNz 72316 A7 » L AHD &5 & REL IR IO
TREMER S 2 20 L 72458, DT IORTE-AHS
MPICT B EDNTE.
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