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Effects of Ni Concentration and Aging Heat Treatment on the Durability of Precipitation-Hardened
High-Mn Austenitic Steel for Hydrogen Environment

A 22 /NI #hE S 8™ MR B Rk AR
HOSODA Takashi, OGAWA Yuhei, TAKAKUWA Osamu, HOSOI Hyuga and MATSUNAGA Hisao

Synopsis: The effects of Ni concentration and age-hardened condition on the hydrogen embrittlement (HE) behavior of
precipitation-hardened high-Mn austenitic steels were investigated under the presence of thermally pre-charged
hydrogen. Slow strain-rate tensile tests revealed that HE susceptibility decreased with an addition of Ni, while
the susceptibility increased with an age-hardening treatment. Hydrogen enhanced intergranular (IG) fracture,
wherein its area fraction was increased with the age-hardening as well as with the escalation of internal hydrogen
concentration. The |G fracture was the primary rationale for the hydrogen-induced loss of ductility. Possible
mechanisms of the IG-related HE and the mechanical degradation are discussed based on the fractographic

observation and post-mortem microstructural analyses.

Keywords: Hydrogen embrittlement; High-Mn austenitic steel; Precipitation-hardening; Vanadium carbide.
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MOVILT A NERiRE S DM, v RED
IKEIBFREA KBS/ S 0V 28D, MRIBEADKEZEDEA
DR THDIEICHETDESNTIND®Y. yHORK
EWBEDDIDIZ, JISHRIBIZHITDYyRIAT VLM

JO-NIEERERERBEREDERND, KRIL
WF—ZRZENDOMELLSHAL TN KRHZDEBE

ICE = RMBEENERE L O>T NS, ESICAETI,
2050FEFTOH—RYZ1— rIIMEDEBRHNRIEZ S
nNTHY, ZORRICIIRE - BE - BRI\ OLHDP
BZRBICHBNTRKRIRINE—DERN AT BERH SN
TW3" Z&6, KEHESDOBRICHIIEE? DBUOE
EBDTLND.

OLEEEDEE, MHEE- O - BEME DD
SPDEATENDSHEMEIT, ThETEERIOKSER
2IHBNTH, 1V ITSOEBHOKET T U5—23 >0
BHELTEZEREINTNKEDEEZZDNS. LA
L, KEBETCEBICERT2I8E1S, MRERDHER
MIMREAME T I 2KEMIEORRS ¥ ABEESNBD
THRMAKEMEF DEEEREL TV DBELNHD. mm
EZHOS MBS L TESHMDNTNDDIE, A—2FF A
b UTF, v) RRFULZETHS. Zhid, 7154

SUS316LAEITOND. BRI KERIEF COERE
BRLUCERBERERT, BN/ AkEMHEETDZZEN
BEnTB"?Y. LaL, SUS3T6LISERENEL

SEOKZRRERABMICHITDELDER - BEA
DHFICISADZENELLY. —F5, TIkEMESEEE
L L7=JIS#RIESHIC, SUHB60 (A286&&&LF%) A
HY), MHBECERLEIZTI000 MPa%ix 3[3EE S
ZRLDD, HBEARICEATDKE (UEKE) (ICLD5]
ERUEDETIIFEACEBTHDIENEIHSNTIND
919 =12, SUHBBOIZNIZHEEN 25 mass % &%
<, BfZMMTHD. T, SERKEICHLTENH
KEMERTRE, BEF+—IPSEKEHRBEICT
FORBARIKEETF v —2L, WNEKEEZEFESI T
KBTS RABREERL/ZBSICIE, BELGERETZR
FTENBESNTND'?, LEADT, BEKRBE

1R BRTVY— BEEARE FAMRRIIL-TR BL (I
*2 NWNKRZERZIRTHAFEREM AT B
*3 AMRZERZRIFHZHEN LB IR

¥ PWMNRERFRIZMKRIXINF—DTLER (R SIYEBHEHKAZH)

*5 AMRZERZRIFMZGRHE TZEM 2%
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hTEREEYRAELZ2FRT DD ., HEBIKEDH
59, NEKELMREFE _&Lﬂ“%%{a#}ﬁ@“éz\%
hHs.

BEKZE#BOEIR MeESMEELICIE, SUHE60E
BSU EOmMKEEHESEEZHEIFS, MDORM (BE
) BEMOEBEHNIEEND. COZ—XIIHABDIEE
MHEELT, RETIITEBEEESMN- yHICEB L.
KiFIIZMEMn DEBFIAICEUNSZSBEEZNZDDY
HigEZEItE, NFUTLRIEY (VC) O EA
WILEFICHNTHI1200 MPadE|3EB S IETD LD
IERETESNEDTHD. /=, VCESLHEDIIBAL
TeKEDMZ Y THA MELTIERL, KEICKDMREE
MADEZELIH T DMRIBOOSNTIND P fo,
W OBREEEMKEER EONAICEST DAEEHN
Hd. D@y, @ EEMn- vy i3 SUHE60K
DEBELNILAEL, SEBOKIRIEBSBMDEISKD

N BBUNEEML TS ZENBFSNDA, RE
ISR L TN ZHICIE, ZDOXEMBICEZIER, BelbX

NW_ZLZBOSMILTHELBENHD.

AETKH, BL—MOBYyZEMTRCHOINIDERE
ZZSt, TFNECLEREOTEECESMn- y
HICH L CER SEKRARATOKEFr—2ZEL
NEKRZEFESEORETRO I HEESRABZTD
fo. KREAIHDSIRFIECHBIREZEHORLDOREZ R
LT, REEICHITDNISHEE EFRMELIEICH DHEER
BBOZEHTKREICRIZTREE, RBKERICKLDKE
fElt AN X LZEEI LT

2. HEME LUVRBAE

2.1 #EM S S UERR

NiZEEDERZ2BED50 kgilizE2HEEIFIC
BRI ZnoOEESE, %fﬂ%@zlzf]‘fﬁﬁkﬁ‘bzlz
W' DRAERNTEE L NIZE : Ni, % Table 1107
. Nigld, BEBTHD Yy REE, THEHOEMIFELYIL
FUTA NEROBEERTIRIZE LT—RICALSNT
D, g, NiZBRICEATENENOMEE TN, 11N
EFMT D, TINIETNIE W ENi g h'EL, vy REEH
SUBWAETHD. TNSEBERTS mmICHBEEL
THEMELIEEDERREME L. BEEER, 1180 C
-1800 sRIFEKSBICK I BHEILELI2HD%EAS-ST
MEFHTD. RNT, VCOMBBILICE ST, 2S5l
BORRBENEO>NDLXDICTH0C T2 hrERRFE
SORMNIEERELZ. 750 CHRIMNEDMRIZ PAME
g 2.

Table 212, ZHEEAMOMRULIBEESO Y I D TIVES

,EIJzE%*ﬁé‘r/TT. WEDRAEMEL, KENREE (&
MERO/AHZHEETDME) &LE.7N, 1INiEHIC

36

As-ST#71391HRB, PA#IZ40HRCELDTINVD. 2L
BEEHNBE LSS, @RS, DXUNSEEDEITES

IS LU CERREEZRIISEN DI,
Table 1 Chemical compositions and Nieqg of the two high-Mn
steels (mass %) . Nieg, as an index of austenite
phase stability, is shown together which was
calculated via an equation derived in the literature:
Nieg=12.6[C]+0.35[Si]+1.05[Mn]+[Ni]+0.65[Cr]
+0.98[Mo] 16, 56) .

Material| C Si
7Ni | 0.4510.24
1INi [0.46(0.26

Mn

8.5
8.5

Ni
7.1
11.1

Cr |V
10.1]1.5
10.1]1.5

Fe
Bal.
Bal

*Nigg
28.4
32.5

Table 2 Heat treatment conditions, Rockwell hardness and
acronym of the samples subjected to different heat

treatments.
Heat .. Rockwell hardness
reatment | Condition N 1IN | feromm
Solution |1180°C for 1800 s, o1HRB | 91HRB | As.ST
treatment |water quenched
Aging |20¢ for2hr, 40HRC | 40HRC | PA
air cooled
Fig. 112, SIREBRADERETEERT. HBRATT

EmEE, TX—##20008K0/NTICKDEH @A
BICTHREICE LT, B85, SIRABAITEHRLIERD
BHD, BHORLEERRBROROEA—HTDED
ICEEILIZEDTHD.

30.0 ‘

76.4

Figure 1 Shapes and dimensions of the specimens for tensile test.

2.2 EBAE
2.2.1 T/OEBHR
BMRFAEICTETEREZ R, HEL, > 1UKRE
BERET D%, FDEO I VOEBZEZIEMIEICT
BRIz, Fe, PAMIZHNTIE, ERAEICTERES
BEERL, BBREFHEMIE (Transmission electron
microscope: TEM, Hitachi-HF-2000) (2T, B5LiE|C
KUHLUERIEMDBREEBDEEIT O,

2.2.2 KRFvr—:=
SIERFERASIUOKREANERHABRFZERE - SEKE
HAZHICBRELT, WHYRBICKRZBASEL. WIh
DHERBRISHLTH, BEFRHEIIEN100 MPa, 'm2E270
C, ®EIB200 hr £L7z. =512, TINIICDNTIE,
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kTS, REETRALLKEEDHEBEZRAET D
&, EH0.7 MPaBXUM0 MPalcB L\ THEBEFEDKE
Fr—%1F0. BH, MEDKEFv—IOFEIZHLN
T, XARTHNDETCORBHICITHOERE TKERENE
ML, BESGHIYE—ICKDIELEREATHD'.

2.2.3 BUT' HEES|RHAER

VIRESOHBMBTIE, DTARENNSIWNIESEE
BUANDKEDTFENBEELLDIENHOSNTIND'Y,
ZFITAEAMATIE, KEF T —OBIUOKRF v —THE
AREOWINIZIILTE, RO T AHRESISR (Slow strain-
rate tensile: SSRT) HEZT D/, TNTOHERICH
T, ARBRIBIIER - K]AEL, VO0ZNY RRE—R
130.002 mm/s (FHBV 9" &EE0.67X10%/s) &L 1.

2.2.4 BAKREDHE

SSRTHBEZOBKIEHERAEZRINC, AX2OV IS
T4 BRADOEBEBES T (Thermal desorption analysis :
TDA) ICTBRAKZREC & RELE. EB®REIF100 C
/hr, AIERBEREIIEER (25 CiR), RSIEREIL
800C, HHMAEHIIE300 s& L.

2.2.5 IHEHHAR

SREAEBRBRDWEEARICIT, EBEEFEMIE (Scan-
ning electron microscope : SEM, Hitachi-S48005 KU
SU1510) ZRBWz. &z, BIEREBANDKZEDOREEE
Bt9dH, BALOT« > 7IVBEOEREERZREL
7o  EUANCBR L TS, EIREARRED300 um X200 um
DEFETREGELZ. ZDE, SEMERTT 1V JILIRE %
ZLTCW5EmME, 2D TRNVEBILEMEZEB&HETY 7
N WIinROOF ICTZfE{t L, BIBDEEERZT 1> JILK
HmEELTCEHLE.

2.2.6 HRHTEER A D ERAT

SSRTXEREDT7NI-PAFT & 1 INI-PARICXF L, HERE
H (REOERICIIBERSTSEY, HBARRICEELLEM
BER) OAMETOTCRIBAANZILEHZT L. B8
RICHIEDTIE, BEILIEKERF v —IOMBLUKE
F—8 (F—2%H:100 MPa, 270 C, 200 hr)
DEBFZREFAEREICA D TIRL, TX—4K, &
ATEVRR=2 K, DOAFILI) HERNTHELE
L=, EFRMEE SEM (JEOL, JSM-7001FKM) ZH(»
THEBERAEEZE L, EBSD (Electron Backscettered Dif-
fraction) JEICTZDREBEDESR S IENZ1T D/, EBSD
RITICHITDIEREBEIS20 KV, EBFE—LDR TV 4
A4 Z1F50 nm & L7z,

37

Fro, WESICHITDETMEE EGAUPELENE) ZX
WEHRICHIT I D728, EBSD DEEMICAUVcKRTF+—
DMOEMND, BEENEE (BREETF100 pmBR) (Z
HONARZESCHERZINRA 7T E—LIIT (FIB) JEIC
THREL, TEMEBRZEICHL.

3. ERER
3.1 T/08%B

Fig. 212, ASBEMEBICEBTNIBLUTINIOI ~0OE
BBEEEEATRY. TIORSRRIINTNES0 ymZET
HY), $HIE, BLIBRMEICLDAFEMBEGNDOEET
EHoSNEHN Ok,

Fig. 312, 7Ni-PAMBEUT IN-PAMD TEMBEEE%
RY. BERRNICIST/ T — I — DR FASHERD SN
f=. TEMATOIRIF—EEXEDH (EDX) H'D, Th
SRFABRIDELEBITEIIVTHDIENDHY, &
SICBFEEITICEY, TNSORFIIEFELR0.42 nmdD
BEOITSEBETHDIEN BRSNS, CRIEESHVCIE
BFE0.41~0.42 nmDBIBETH B ENRESN
THE"Y, AR TEESNMEYEVCTHDEAES
ns. VCOFEHRFRIZNTNEMNT0 nmTHI-.

Figure 2 Optical microscope images of the initial microstructures
of (a) 7Ni-As-ST, (b) 7Ni-PA, (c) 11Ni-As-ST
and (d) 11Ni-PA.

TNi-

Figure 3 TEM images of the initial microstructures of (a)

PAand (b) 11Ni-PA.
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DEIZ, 7Ni-PAMETINI-PAM OR FRIFEZTEMIC K
DERELUICHERZFig. 412719, TNi-PAMBEKUTINI-PA
MEEIC, BRNANOHMAVCICMA, KFRICIET100~
200 nmIZBDIRRALM A LTV, VCEBRKRIZSH
MEBFREITZITOIER, InoldCr, Fe, BEUVE
FRBRTEETDMuCRRILYPTHD I ENHIBBLT .
%7z, Fig. 4 (b) XU (d) IZRTEY, ERNFEEE
MABEITDE, WITNEHAREZECHES0 nmi2E D
s (Precipitation-Free-Zone : PFZ) AR5z,

| To0m |

Figure 4 TEM images of the grain boundaries in non-deformed
(@ (b) 7Ni-PA and (c) (d) 11Ni-PA: (a) (o)
low-and (b) (d) high-magnification images °° .

1500

(a) 7Ni-As-ST

1000 |

— Hydrogen-charged (100 MPa)

Nominal Stress, 6 (MPa)

500 RA=50.4%, TS=898 MPa
Cyr =97.1 massppm
— Non-charged
RA=64.8%,TS=861 MPa
0 1 1 1
0 5 10 15 20

Stroke (mm)

3.2 - VT HFES S UEETEE

Fig. 58 K U'Fig. 6ICE#n N, 7Nis K UTINID
SSRTHEHERAZTRT. HPIZIS, WMEDRBRAEZRN
TTDAICKWRIELIEBAKZEC B RLTIND. &5
[CTINIZDNTIE, KEF v —IRFOENDZ100 MPa,
10 MPa, $&0U0.7 MPa & b I B /-1IBE DR EHE
TRY. Ff=Table 3iC13, SSRTHE TRE I N/=& i
M3I3EE (Tensile strength:TS) &#WE (Reduction
of area : RA) [ZMNA T, KEM(LDIEZETHDHETRY
(Relative reduction of area:RRA, KXEF+— DY
BIKBRFP—IMORY) TRUKE) Z2FEHTRT.

KBRF ¥ —IOMDIBEE, &2 DELIBREICHINT,
MEBTORE, BUHBY, RUICIIEALEEFIRDD
nigh oz, INIBXUTINIOPAMIE, WAEE1200
MPa%i#Bx &5I5REE &R L1z

Fig. 712, TNiBXUTINIICBIFBRRAE, SHS
BIUHEES'"Y HREL, SR BEKEHRBREICK
BIKFEF v — %D SUHBE0 (HrHmELIRRE TSIsRE = IS
#1100 MPa) MRRAZGHET/RY. BEFEHI100 MPa
DIFE, INIBIUTINIZHBNTIE, WITNORFIIRREC
BNWTHKRERF v —IREBLIURIENETL, RRAIZ
TNIlZHNTHO0.3, TINIICHNTH0.4EL o=, RRA
IETINIDBADTINIK U EEL, KRICKDEEDETIE
BETHDOI. BH, SERESICELTIE, KERAICK
SETEIININEI0% RETHY, BEELBKEOFE
IFROoNEH D, BEOHEICHSINT, SUHE60D
RRAIZ Cyr = 37 mass ppmD T TO.5582E'", Cyr =
67 mass ppmD T T0.5212E P TH5. Fig. 8, 11Ni
ESUHB60' '@ ICH1F 5 Cir E RRADBFZR A LB T 5.
TINI-PAMIZWVTNENEBKREDEKRICHE D TRRAA

1500
- (b) 7Ni-PA
A L
g
o 1000 [
%
B
n — Hydrogen-charged (100 MPa)
- RA=8.7%,TS=1184 MPa
g 500 C . x =88.3 massppm
) — Non-charged
z RA=35.3%,TS=1253MPa
0 1 1 1
0 5 10 15 20

Stroke (mm)

Figure 5 Stroke-nominal strain curves of non-charged (black curves) and hydrogen-charged (red curves)

(@ 7Ni-As-ST,and (b) 7Ni-PA.
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1500
: — Hydrogen-charged (100 MPa)
(a) llNl RA=53.7%,TS=837 MPa
i _As_ST Cy r =89.7 massppm
— Hydrogen-charged (10 MPa)
1000 F RA=62.1%,TS=812 MPa

Cy r =26.8 massppm

(9,1
[
S

— Hydrogen-charged (0.7 MPa)
RA = 68.1%, TS=800 MPa
Cyr =2.7massppm

— Non-charged
RA=69.5%, TS=795 MPa

0 1 1 1
0 5 10 15 20

Stroke (mm)

Nominal Stress, ¢ (MPa)

Figure 6 Stroke-nominal strain curves of non-charged (black curves)

(@ 11Ni-As-ST,and (b) 11Ni-PA.
1.0
I O7Ni | _ B SUH660 1)

é 0.9 (a) B 1IN (b) (TS = 1090 MPa, Cy; g= 37 ppm)
P e B SUHG60 12 -
g 07 +--| .- (TS = 1090 MPa, Cyy = 67 ppm) -
[
°© Lol ..
- 0.6
2 05 | W----feeo| -
S 04 - - pmw-t---o| -
= 0.3
2
S 02 - | e
Q
& 01 | | | R

0.0

As-ST PA SUHG660, age-hardend

Figure 7 Relative reduction of area (RRA) of (a) 7Niand
11Ni  (hydrogen-charged at 100 MPa, 270T as
well as (b) age-hardened SUHB60 ' '@ .

Table 3 Summary of the tensile properties of 7Ni and 11Ni
under As-ST and PA conditions.
Pressure of  |Tensile |Reduction
Material [Acronym [hydrogen strength |of area RRA
gas-exposure [(MPa) |(%)
7Ni As-ST Non-charged 861 64.8] —
100 MPa 898 50.4] 0.78
PA Non-charged 1253 353 —
100 MPa 1184 8.7 0.25
11INi As-ST Non-charged 795 69.5| —
100 MPa 837 53.7 0.77
10 MPa 812 62.1] 0.89
0.7 MPa 800 68.0 0.98
PA Non-charged 1225 312 —
100 MPa 1196 12.7] 041
10 MPa 1209 21.6] 0.69
0.7 MPa 1239 25.0] 0.80

BRULEA, As-STHDRRAE, PAM KW &EZICH#RB L
fe. 22U, RARICRTEY, TIN-PAMICEITD Cir &
RRADBIFRIIHTHEL L /- SUHBE0EERRETHY, B
SEOKENMEALLBEDOKERREEZHIIHETIZIZE
ETHDEERD.

39

Nominal Stress, o (MPa)

1500
— Hydrogen-charged (100 MPa)
RA=12.7%, TS=1196 MPa
Cy r =85.1 massppm

(©)

— Hydrogen-charged (10 MPa)
RA=21.6%, TS=1209MPa
Cyr =31.3massppm

1000

— Hydrogen-charged (0.7 MPa)
RA=25.0%, TS=1239MPa
Cyr =2.2 massppm

500

— Non-charged

11Ni-PA  ra=31.2% Ts=1225Mmpa
0 1 1 1
0 5 10 15 20
Stroke (mm)

and hydrogen-charged (red curves)

1.00
0.90
0.80
0.70
0.60
0.50
0.40

030 - —&—1INi PA

020 -
O SUH660 11) @ SUH660 12)
010 oS

0.00

—0— 11Ni As-ST

Relative reduction of area, RRA

0 20 40 60 80 100
Internal hydrogen content, Cyy g (mass ppm)
Figure 8 Relative reduction of area (RRA) of 11Ni and age-
hardened SUH660'" ' as a function of internal
hydrogen content, Cyr.

3.3 WEmERE

Fig. 98K UFig. 10ICZFNZEN, KEF v —IBEIC
HIFTBDTNIETINIDOWEFREDSEMEE, oD
EEHORDIET 1V TIVBEERERY . KERF—
DIEE, INIBLUOTINIOAS-STHTIZEEICIFIZEE
D74 o TIVBEERB DTNV, —7, PAMTIZAS-STH
FUET AV TIVBEENED L CEBEREHA S <R
5, NIZBEDVENWINIICSINT, FEBEBREOHER
IFEVBRERMBEEICHD/=. 100 MPa, 270 CIZHINT
KEF v —T%MELIIBE, As-STHTHEBRENR
S5NDEDIIHY, PAMICEBWTIIT 1 TIVBEEERD
KERFV—IDBELIELEL LD, Thb5, B
MIBEWNEKRBRDEFEIINTNE, SIERMEICHITDFE
WEOERZRTEEICHD. FBEKEIT, HWERRIE,
HDNIHARIE (NSFHRIEBLCRANSERE) &> T
iNd. FERELEEILABEIDE, Fig 11IIRTEDS
Y, NERH, BANTSHRIEORETHD I N—/NF—-2F
IRHONT, INOITRARBEICI > TELEREES
Zond. Fie, BELICEITTIoO0YF—F -0/
A RAERICRDOO N,
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7 Ni 11 Ni
Acronyms Non-charged H-charged (100 MPa) Non-charged H-charged (100 MPa)

2
-

7

>,

As-ST

100 pm

PA

Figure 9 SEM micrographs of the fracture surfaces of 7Ni and 11Ni under non-charged and hydrogen-charged (100 MPa, 270C)
conditions.

100
90 - - O Non-charged el e utuinieieiaiuied NN ottt
80 -  F---- B H-charged (100 MPa) ----{  [------------|  |[--=-----

70 -
60 f---

50 f---
40 [---
30 -
20 f---

surface (%)

Area fraction of dimple fracture

10 F---

7Ni As-ST 7Ni PA 11INi As-ST 11INi PA

Figure 10 Area fractions of dimple fracture surface in 7Ni-As-ST, 7Ni-PA, 11Ni-As-ST, and 11Ni-PA under non-charged and
hydrogen-charged (100 MPa, 270C) conditions.

Figure 11 SEM images of the fracture surfaces of (a) ~ (d) 7Ni-PAand (e) ~ (h) 11Ni-PA: (a) (b) non-charged 7Ni-PA
: (c) (d) hydrogen-charged (100 MPa, 270C) 7Ni-PA; (e) (f) non-charged 11Ni-PA; (g) (h) hydrogen-
charged (100 MPa, 270C) 11Ni-PA®? .
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LFEOFEBEEDOEKRERZRSMCT D=, 7Ni-
PAR B KU1 INi-PART DR ER DMt E 2 8RR L /-
L_% KEFv— /ﬁﬂb\ﬁ'hd)fajA ZBNTE, BE
ICISEHONEBEHARBHONZ. TNOWEERE
%ESEM CHEWUBRLUEERE, Fig. 121287, LWVIn
b, %?’”5‘61@_6 WRISEDI=YAo0OMRA ROEFEE
hER I N, , NER=ZEE% EBSDIIC TR (R
7‘/7"7’(26350 nm) LIc#ER%=Fig. 131RY. &M
BHCDNT, &AM (nverse pole figure: IPF) <
7, BERNREATRLTDEHICSINRREZHRET b
L= A=20A T4 (1Q) vv 7, BLUES
HYYTHERLTND. KEFr—2DBEICBHST,
AEBERHIIRFRITTADTRE - EBLTND I EAHIBBL
7=. UEDSEMERE EBSD ICKDB@BMERN D, HEE
%Lihﬁtkiﬁkbt?*f’jﬂﬂ'\’f RIADTHRE - EE
L, ZORRER, NERIEICEDSHESIN, WEBRICT
ROONT=W/IRA REFEDEBIE@EIS, DBIRICTE
UeNRRIEDRI CH O cEZEabND. &, 4D
SREFOCHERENRICITTNUFEAEBHSN, 11Ni-PAHS
ICHBNTIIHRANEFHEL B LEHMDOZR NG R
Shiz. B8, Bk Yy TITRTEY, MIFEvILT
HARDEEIINTNOBSICERDOONEA DI,

a) Non-charged 7Ni-PA

Microvoids along GB

. ; ,,/

Figure 12 SEM images around the internal cracks in  (a)
PA, (c) non-charged 11Ni-PA and (d)
to the vertical direction in each picture®® .

non-charged 7Ni-PA, (b)
hydrogen-charged

41

3.4 BWFHREICE TSR T ERHER

Fig. 98B KU Fig. 12, 13D#ERMD, 7TNi&1T1NIDPA
MTIIKBERF v —DBETHNRIBENELTHY,
KEFv—TUEBEICIE, ZOHEEANSOICERTDS
ENHIDz. LIeh 2T, AMRICAWTEEEES
Mn- y SEIIBFRDIAREIC S VT, RBKEOBRICERLEL
NAWBEZLELCDMHTHY, KERISZORFRIED IO
TRERESEDREEEO>TNDEDEEZOND. Z
DOHNFRRIEOREEREZPSIMNIT DD, KEFv—:
L7=7Ni-PAE T INI-PADI IR A IS LT, IREET
100 ymPBARICEEN DA EZTEMICKWERELCHER
%Fig. 1412719, WINERFRIAEICISEBREDEMN D
BLTWA, MIFEVILT A1 MIRDoNLEH D
J=. 1=72L, 7Ni-PAM TIITINI-PART ELENRT, BAR%K
EITELRITEY, ESEHI0 nmDBOWEEREN LW Z
<EHon, ZO5BH OMIKNANEHRL TV 2

D#ERIIFig. 13TRLUICEBSDEREII—REFET DH,
INi-PATDTEMBRTRO O NEERN&EIFE S H'50
MMISEZBRNEDHIFEAETHY, X7V THA 50
nM D EBSD @A CISHIRCTE BN 2IcbDEEZ OND.
miETRO NIRRT, PFZ, 2L TT7NI-PARID
RFLEETROON-ZBENEGES, THE RS M- y i
DOHNFRWIERETOERE, KERICKDNFRBIERE XS
ZZALICEELTLDEDEEZEZ 5N, ENFNOFEIC
DNWTIIBBRDONARIEA N - XLDEBRIZCERT D.

b) H-charged 7Ni-PA

Microvoids along GB

(100 MPa, 270C) 7Ni-
11Ni-PA. The tensile axis corresponds

hydrogen-charged
(100 MPa, 2707TC)
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Non-charged Hydrogen-charged
IQ map 1Q map
+33 twin Phase map IPF map 53 twin Phase map
TN+PA
1IN+PA
15 um 15 pm
1. 11 111
Color R @ Iron - Alpha I . @ Iron - Alpha
segmentation 3V @ tron - Gamma >3 i B Iron - Gamma
001 101 001 101

Figure 13 EBSD images around the internal cracks in non-charged and hydrogen-charged (100 MPa, 270C) specimens of 7Ni-PA
and 11Ni-PA. The tensile axis corresponds to the vertical direction in each picture®® .

4. EE

4.1 KERF v —IMORFRBIRA h=X L
THELESMN- yITI, BMELERIBAKEEDIE
KICHEDT, RUMEBHAET L (Table 3). KEXRF—
URREICH T DIIERRELL, 3I3RMENB800~900 MPa
ThHDAs-STHODEBSE, 7Ni, 1INIELBICT A TILE
HEOEMRIEAETH D=, —F, PAMTIE, RFRRIE
HELBESICHEDE (Fig. 9). ZDEDIT, KEFv—
DEBLTWELVRREETH D TEH, TEYDONRMMSEL
LK D TCEBEMIBEIC, NARENFREINDIRER
IRENSZ L DTHBILEAESETHRRBINTIN\D. &
I, KBS 1Ty RIAT UL ZHRDONbC DI, Z
LT Ogura®?” [3A-Zn-Mg & &R DE BB S DT H
ICKDRARBIEDHREEZREL TS, INSIFNTIE
M OMHEABUC L D THANFE LS ND—7, WY
HRIFREICRITL, SSICRRISAD TRER PFZ AR
SNET—ATHD. BUHZRICHE > THRANEYICERAL
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W22 ET, YRR/ HHYREICHEL EL
TYAIORA RO RSN, ZDEODEEEFDETIC
HOTYAIORA RHYEK - lET 22 & THARRIEIC
3. Ffc, PFZRIIHHEES iR L W £ 838912
WMENMELVS, BUEROERY A NEKY, Y00
A ROER - RETOEREZHETBEEZZONTI\S.
Fig. 4R U@V, TNi-PA B KU T INI-PAKM TIE NS
ne, BRAAICHMAZIRKVC A, Z L THFRICIEMsCe
RRADITHE, AR50 nmiZEDPFZ A8 H S -
Lizh'oT, AMRWAROFTHBEE Y HICHNTH, X
#F5%9, OguraD? NRELIZEDEEBD A HZZ LIS
THRBENELLEDEEZD. 12120, Fig. 4THE
SNIEAARWRMDPFZIIATFS?, Ogura 52" HisRE
LTULBHIE200 nmEBZ D PFZ&W £3E<, 2< B
ICETANEN SBU BTN BENICETT DY A MBS
fmElFEZB. ZhUE, RFEH100 nmISHERE S
JERMETIE, RFRTOBRMESHIHE L < BDIE?
EEKRIC, BIE50 nmODPFZRICHINT, BEEERABE
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i P g T o a

Figure 14 TEM images around the grain boundaries in fractured hydrogen-charged
11Ni-PA. Red arrows indicate deformation twins®® .

and (b)

MICELD I EITHLLBDLEHTHD. LEEADT, &
MAETHWCIRBORFRIRICY L TS, EAEREICED
THELDV NI IR/ A TEMORBEN ETRERFTH
W, PFZIFER LIMINERIRY A O ORA RORE - i
REBZICTO2REEE LT, NABRETOEIDETIC
SNWTHBNLGREZIEDEDEEAD. &, Fig. 13
EFig. 14ICENZNRLI-EBSDEITE TEMBREDIER
IC&DE, TNI-PAME XU TINI-PAR EEIC, BEZERD
RIFCTHDINUVBPEERBARFANEFHRL TU\DHR
FHRBHONTEHY, INSHERAREIDDEFEEHEL
T, NRBRIEDODRELDYAIORA RO E, ZDE
DEREBRICBSLIEEDEEZOND.
PEDESBRABETOERUS, KEROBFEICERE
<, BB LUIERRARADURMICTEL DBIRERTH
5. ZO7OERCRIZIKROEEIIDNTHRI DIC
KD, KBERF ¥ —IMHINARBIRICED I TOFML
Bi2%, Fig. 15 (@) ~ () ICRIEARICEDVCER
5. &7, SIREFOMNERE TIIFCCHEFORRER
THD {111} BEICINUEEAEL, RRADELDERED
SELELLBMNNATEY, HDNINAICERIDE
TR ID(Fig. 15 (@). 2L T, BEEROETICHD
THBERUOHAEMNI NG, WRTEPEY NI IR E
DREHDMNIKR EICHHERIEL D (Fig. 15 (b)).
BRI NIRRT ICHR U THBLIBEICIE, fTEd/
YhUOZREDORBNEL, YA OORAS RHRET D
2020 %, BENANEERUCEME, BHEERA
BURITHIENTETITHRL, ZDBEIIBIERNAD
BAUDFHZRY. IO ULIKRICHITDEMDERES
HhY, KRRORERFEIIDOFFAMZSH, HRICIIREF
LNV DZAMRKE (T)—RU1—L) BELD. 2D
LOBEBRMUDEHREFHAEET DEMOINIJAE LIS
WTIRYU BRSNS Z ETEAMRMBOBENERL, RB
ISR - GELTYA 20K, ROAFERSNDEHETD

* #~
§5 Fiaw e
® -
s 5 3
_’.;;“llll‘.’w'?
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7 W R S " Grain boundary

a g
L)
LS \
Ny

(100 MPa, 270TC)

specimens of (a) 7Ni-PA

(Fig. 15 (¢)). ZO—@DKWARVIOMRA RER 7O
ZIZDTIE, Wan 2 SHESFEN% Il —2 3y
B0, #AOEMENFROMEERZRBRITL TZEDEH
MERIFLT\D. SORDBEUEFOETICKY, £
TERINZRA ROKE - Ihikh(RESND (Fig. 15
(d). Zhiciz, 2<DyBTIIERORBEN SEERIC
K&, BRUICMA TERENENBEEERABSLSICA
%2429 IR NG E KR & DERERICIS A S IS HERN
£L%, INNBIBRBE TR SNV A IORA REE
BEBBTETHRIFIEICES (Fig. 15 (e) ~ (). IU
DV A IORA ROFR &R E VD BIEE R R R
BOR, BELICIIYTI OO A= —DMNRA R
HEMICEOOSNEDEEZZSNS (Fig. 11).

4.2 KRICKDHABIRREA h=X L

BIEAIC CTHERE LICKERF v — M DR FRIBIEA 1 Z X s
ICEDEBIE, KERICEDHFEREICTLTE, Bk
ICLCEBUHEEAEELRRFICEDEEZOND. SBME
DEMERAIRITTKEDEEIIDNTIZHOETILAER
RINTHY, ZORTERRVBEDDI DAY, KENERAL
DEREESZEL, BPINGEHERZEETDEND
KEBEBRZER (Hydrogen-enhanced localized plasticity
. HELP) ##8TH2%" %, ZO#i#ld, MR TOSSRT
HEDEDITENOTAREDT T, KEHNESN Y DERALIC
BRELTHBNAERETS ERAICKDKEDHE ) =
ETHRIIDESINTIND., BT, KENBUZFEDEIE
TERLIEEIERENS BT, ZOREETITRI—bE
BRL, EURIEDETERRICTDENDKRIROTH
SAeZ27L (Hydrogen-enhanced strain-induced vacancies:
HESIV) #EEIEXSNT\EY . FHRDIRMERL
HHEEEE y i Tdh 2 SUHB60H D (L \IA286ICHNTE,
AEBKRNEE T DIBESICEBRENZROHONDIEN
EEEHREINTEHY, TNOOEIBIIIMLT, ZOANZX
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LNEBESNT(\D' 123339

SH ' EHicks 5% 13, A286M3IRABTIRH S
ni-EBEEE, NAOIANYEZIFREELUNERA
DOREEICEDODTIERSNIZEHEL TS, RIAFRTHL
FTNiBEOTINIZKEICE D TCEBRADREENBE S
NERIIINODREE—HITDEDD, FHRRIEFRES
A MNIRARTHDZEND, MEMANZILDELRTH
—ThoEWFEARL. —F, BES? IEBBED
FEAEBRIC DV CTOHEMEBEIILTLAEND, Hicks S
ERUKWBKERICE D TCEBREOEEERNERT D
CEERL, FOBHELT, KEICEDBRNETAY
DOEBE, §HhBHELPBBORRZEIT TS, F/:,
Chen® SIBEERDDA286&, Al TiZEEL Ty’ (Ni
(Al, Ti)) THOMEHEEE LT EEA M DKERLEE % LR

L, SROREEFRE L TREENAENBRADE S % 2
FTWD. LA, BERSDA286MISE I FRMIEL H
ROONTHOT, v ONHEZEMNIB/IBEDHIC
WRRETORIENELDE LTINS, Takakuwa 5% 3¢
H, NEKRICE O TEBHRADEANEESND &%
BRLTHY, SHEEYA MNIEICNATHDERSEL
T2, FBold, MARBEICEDZTOEEERIBREICT
L, HELPB XU HESIVEEBICIIHI L/ KEDEE ZHT
|38, MEDWIEETILEREL TS, Takakuwa DD
FHIRETIVICIE, RFRNDIRALERE, KR~ A IORA R
ek, ZENRE D, BIEiCTREIFZ3DDEERFHET
ZENTHD. INIBIZUTINIIFZA286 & IS EHER AR
ELEBDHEDD, WITNEY VNI IZDMHTHDT-
O, BUZEREL SHARIZEICEDETOEEIIE

Non-charged

Small

Stress concentration on M,,C¢ & GB

© N\ \

Decohesion on M,;C/y interface

Injection of dislocation to adjacent grain

@

Microvoids on M,;C,/y interface
¥ ¥ %

X ¥ X

%
F /] i F

Microvoids on GB

Deformation

(C) Deformation-twin

Stress concentration on
GB & M,;C/y interface

@ A\ \\

§ Coalescence of microvoids

Intergranular (IG) fracture
Large with dimples

@

m \

N

Microvoids on M,;C¢/y interface

® N\ \\

I Hydrogen-charged l—

Stress concentration on M,;C¢ & GB

Decohesion on M,;C¢/y interface

y} BF

Injection of dislocation to adjacent grain

GB & M,;C/y interface

§ Coalescence of microvoids

Intergranular (IG) fracture
with dimples

Figure 15 Schematics of the inter-granular fracture mechanism during tensile tests of non-charged and hydrogen-charged specimens

of 7Niand 11Ni under aged condition.
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UL TLBEEZOND. 22 THRARTIE, Takakuwa
SHRIELEETILAER—ZIZ, FTHEEES M-y 0
RIFRRIE O RUCRIZTKEDFEIIDNVTUTDLD
IZERL. Fig. 15 (@) ~ () 12, ZOEARERT.
MHRBICRBKENFET DIBE, FTIEEED {111}
B CEHRAESHIEELESNT, ZEREESITRUEDR
MO KEBERF v —MOBESLIEREDTD. ZniZE>
TIRYDBEL (HELPH##E) AW, $RUEHEY
DRIFIEBERIOBAMENT S (Fig. 15 (9)). MAT, &
MIDRIFIEREICEL, RNICHT L TULVKEITHRRDE
EANEEMSIN, BFT 2. BUINETEY S ERY DI
B, HREEAICEDISHERICTY NI ERRBTHY
[REDHMNELD. ZOBITKEIZ, YhIIRERE
MRADHE LRI F—AETIE, YA UORA RDHE
GEBHBEHEETD. TDOLDIT, KENEENICHE
DEFEFEESHCRADKEE IR —EE TS B TRIE
ZWRIDENDOHENIL, 8 Fhet (Hydrogen-enhanced
decohesion : HEDE) ##8°" % &Ii3h, KEDEHETF
TOWBREANZZLDO—DELTHMSNT D, —74,
BEERNANCEUAEET DIESICIE, RRRTLILKE
HEERDEMER - BHH ORI >TER SN2
MARERELSBTZDI SR —1bEBEL (HESIV
%8, WERKENEELBVRRREUE YA Z0ORA KD
HENRED (Fig. 15 (h)) 2. ZDHEIIKERF +—
COBEEBEKIC, EERBATR S N THRRICISHES
HEL2® (Fig. 15 () ~ () HY, KFIINRERERE
EL, ZORBREROTAANBITIEDLIEAMON
T2 ZEhs, INHTA ZORA ROERE SRR
WiEE L —BREOHDIERELD. UEDESIC, HHEE
RS Mn- y#8ICH T, /kEIFHELP, HEDE 8L OTHESIV
BB TORREEL, BRBEORRIE T OEIE(R
EITIRFELTHSE, EEETE3IETRILEEERD

4.3 MARZFEICRIZTNISEELHFIOLEDZE
AT TEEL-—FDSSRTHEETIT, NiBEL /-
TINIDOBHATINIL Y ETKRBHEICBN TV, yIBIZH
(\TIE, SUS304M LS ICBMERAICIMISFERYILT >
YA NEREZRITIBE, KEREEZIUNIELHDZE
NMESINTINDY. Zhid, kKEEZBICSATKFCC
HAKEZEEBED/NS(\VBCCHENEBRIFICERET D &
ICE D T—BEMICKEHNBRFMICAD™ Z&X, BCCH
BT DKEDOIEGRMAFCCHRIYEXRE=6, K
EZDBE - EBHBETHDIENERESNTIND Y,
Yy HEORZEMIINIEEELRWEBEF DD, 7TNIDA
PINIKWUEMISFRYILT A NEEARI VS,
FDres, MBEITELLMAKEEDEL, S5I5REFEAHD
MIZEEVILT A NERODBEISERL TS EEME
BdHad. L LAENS, Fig. 15 TRUEY, BELE

KEFv—IHTIImEREEEMIFZRYILT YA NE
RElIIRHoNEL D, —7F, MICHERSN/A7NIETINI
DOHERIT, SERZEFAICHITDEERNREDEREEE TH
5. Fig. 15 T/RU/-EBSDEEM#ERTIE, 7Ni-PAM K
UETINI-PAMIZENT, KUZBLDEENENFEELT
WaEDICRZIFonz. LAL—AT, Fig. 13TRL
T=TEMEBZEHERTIE, 7Ni-PAM OB RIFIEEICZEHD
BOEERSEAFERINT V., ZOMEICDNTITEIR
D@, TNi-PAMTEEL TW=ZERSEAN, EBSDT
R 2/eDICITET EScdTHhDEEXD. —MIZ,
BERMI )L — (Stacking fault energy, SFE) AYE
WMEHZE, TRERMUAADL I3V I L —ERERMANE
LRI DEEMELS KN, STABBMNDIET NI HEEH
EBOTEHRMEEBN TS —LLB. F/, FCCHSR
DERRBIIHREMDELIENERELTHRLETD™
W ZEhD, NEREDMEEE /2, SFEDOES ICRE
T334 9 ) SFEIFASMEMICE<KEL, SUS304
PSUS316&aN—RELEYRRAT VL AMODAETIS
FICNINSFEA LRSI BDZ EAMES N TN,
IiEbhsE, TNIZTINIEZWESFEAMEL LD EERZ BN,
T2 —RBEMES EEENENEL BN DD ES
25, Ffz, SFEMMEL (REIARDERILICCKL) &
3ICDN, EBMERBICED/NY I N IWRSDIEM,
FEIEDING, ZRWNEIZ LD Dynamic Hall-Petch %R
Z%@LT, SEABTOMIBLRAT KD 25,
Fig. 1612, K&K F v — IRREDTNI-PART & 1 1Ni-PA %S
DSSRTHEBHERNSEH Lz, BIGH-BEUT A ERE
MIELRMEERY. TNi-PAMDIMITELERISENT
IEHDH T INI-PAT KU 5 <H#BLTEHY, 7Ni-PAK
IETINI-PAM KU E SFEAMELWVRITH DI EETREBL
TWhd. &5, ZENBDES IISFEAMRINMTEEL
15%% . TNi-PAMHOZERRNREH EBSD TIZHIBITET,
TEMICK2EBRBRRICTCHOHCHRBTEDIEIEEN,D
cEEL, TNi-PAMDAIESFETHD I E&2XF/HLT
(AYS

3000

=

a
'g E 2500
s 2
(S
% Eo ----- 7Ni-PA true stress
£ 5 2000 ) )
o E = 7Ni-PA work-hardening rate
E o~ === 1INi-PA true stress

=)

=} . .

Z 1500 b = 1INi-PA work-hardening rate o

_‘-_‘..,-u'-“".
_—q’_“r‘—_-i'\-l'.
.t"‘“—

1000 . .
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True Strain, &

Figure 16 True stress-true strain and work-hardening rate
curves of non-charged specimens of 7Ni-PA and
11Ni-PA®Y
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B TS5 T4 DERISKERANHRE LB DRET
NYEIEIL, ZERNRIIEHROL S ISR & DEZEERIC
ISHERAEBL . ZnNSOBREAELZ VR, T745bh
BSFEAMELVRHIZE, RRIIZEELELE<KD. 2D
EIF, KERF ¥ —IMDIBEIC, TNI-PABDSEH T 1NI-
PAM & W ET 4 VT IVIRERAMEN D=2 & (Fig. 9) &
£EBETD. KEF—IHMDIBE, 7TNiE 11N DEZ,
F 4V TIVREERICMZ TRRAICE LCHBEEICEN
(Fig. 7). 7NilgT1INi& Y £ SFEAME =D, WA &L
BLUIESIZTINIOBD, KRICEDIARIDBHELE S
T —IRERAHEEN A & D CERIMEREANETL (Fig. 15
@), ZIABERRBICEBINES (Fig. 15 () 7
HE L THRBIENRE SN, REZROFBEREmEDIEKR
&, ZRICEDBRIDETERBIVEEZD.

75, RETEN LU /ZFFNELIEIS, SSRT 55k & IR ER
BOEENRLELDIC, MEBEOKARIEEEEL
WERKERIC K DRRRIEDBEZ &K WEELS B/, Fig.
15ITRUIBY, KIRICHE L7z MasCoRRIEE~ R
I ZNRES, WARBEOEHORESLVERBEICA
U, ESICKENEETNLE, REDESIRILFE—HYE
T (HEDE##"%®) LT, LUKRKIZENHESNDE
DEWETD. LN 2T, TNODOBIEREEHEICIE
BERNERALIR (C & D THRIRICHTHE L 7= MosCaRRIE D EIC
BELTL\VEEDEERD

5.%8

Fe-10Cr-7Ni-8.5Mn & & U Fe-10Cr-11Ni-8.5Mn &
VCHrEREESMn- y#ICEB L, ZOMKREICKRIZ

ITNIZAEELOUICKMBANEDRZEICDNTHET D
EEBIC, SERABRICHITDMIEX N ZXLICDNTRE
L7z, UFICHERZETT.

(1) NIiZEE2%7 mass % 1511 mass B \NEEET
ZEIC&KY), mkEMIZELELE. Zhid, Nitg
BICEL>TEBRMBI*IL¥— (SFE) i*EEL,
ToF—RBEMESES LU ZHENEDRRHHIHE
nrizHEExoN3.

(2) BFRNELIRIS, KFERF ¥ —IMICHIT DIIRIERT
BONFRARZIBASE, SoICHAPISKELE
AT DIETKRART P —IM KL —BRFRIE
RABAL, EHISETLE.

(3) BFRNELIRICL Y, WADHHAEVCHEE EBIC
KIFR _EIC MosCoRERAEMA T T ©. KERF v —
DOEMLENMDIEE, 3IRERAGSEINDIE
T, YU ORENFTEDFREORE, BN
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DEMUHFHICHDZAMRBOER, ELTIND
ZRFEETDYAIORA RORKRELBANMETL
iR, WRBIBEICEDZEEALOND. —FH, K
RF v — D% LURBMLIEMDISZE T, NEK
RBNINUDBENLZNRT D (HELP#HE) &
H1S, KEBNEMUICK O THANEERS N TERE
L, YEUORERFRPOFREMBE, KFRLE
ICHBITDVYAIORA ROREAEBIR (HEDE #18,
HESIVERE) LR, RABIEOETARES N
rHEhEBExONI.

EF

BRI, EEDNNMNARFZRZRIFZMATARICHIAR
U7 —ELTHEEBRIC, WKAEREDIEEDE ETHE
BABYAE & h‘b??iﬂ“ —MABEAN BAREBH=
BRHAFAIZFC—HEHL, ETOFEMATILEHEL
EDTY, BAHFLT, BHEDIEEE, KHRFICHE
DOTWeREE LENMRZERZRKRT RIVF—
TLABBDEZAEBERE (R B#T I /L&Y T )7L
HXE=f) EAMER (R RRAIUMHRIHE) OIHD

DL, RBEHVZLET.
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