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The Growth of 7’ Precipitates in Nickel-base Superalloy

Kiyoshi KUSABIRAKI, Hidenobu NAGAHAMA, Li WANG and Takayuki OOKA

Synopsis :

The growth behaviour of 7’(L1,)-phase precipitates in Inconel X-750 type Ni-base alloy has been in-
vestigated mainly by micro-Vickers hardness test and transmission electron microscopy. The precipitating
phase was observed to be spherical especially at the early stage of aging time and to be ordered fcc Y’
phase, likely pointed out previously.

The hardness of specimens aged in various conditions closely related to the size of ¥’ precipitates.

The growth kinetics of 7’ precipitates followed the predictions of Lifshitz-Slyozov-Wagner (LSW)
theory of diffusion controlled growth at all aging temperatures. The activation energy for the growth of y’
precipitates was estimated to be 281 kJ/mol which was nearly similar to those of diffusion of solute atoms
in Ni and Ni-base alloys. This would also suggest that the growth of 7’ in Inconel X-750 type alloy fol-
lows the Ostwald ripening of diffusion-controlled growth. The actual particle size distribution of 7" was
somewhat different from the distribution predicted by the LSW theory.

Key words : nickel-base alloy ; superalloy ; superlattice ; precipitation; gamma prime precipitate ; coherency ;
microstructure ; coarsening ; growth ; Ostwald ripening.
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b roiling tion showing experimental
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Table 1. Chemical composition of specimen (mass% ).
Ni Cr Fe Nb Ti Al Mo Si Mn C B P S N (o]
70.98 15.43 8.40 0.83 2.53 0.80 <0.01 0.11 0.11 0.041 <0.001 0.002 <0.001 0.0010 0.0019
A% LSW OBGHIIZIINE S S L 2B L 7. FEME % DL
TIHET 5. 500l ]

2. X B B &

BHELIZA T F 0V X-750 (S YT B Ni iz
EE&THAH. LB X-750 LR, ABOERFIEE
Fig. 1 IZ/R¥. 30kg DA WS EEMIFCHZ
WHLA. 4Ty M3 1373K T2 BOMEE%AT
vy, 1293K T 600 s iNEA#EKG L 721k, REAFHIL C,
JETHE83% DEHEEZML, 0.5mmt DHFEMRE L
7. BRBEDOLFEMB % Table 1 [TRT.

COHEMRE 0.5X15X 15mm® IZ Y WF L 22 18,
1373K T 1.8 ks EZEMEEK G OEBILHANE 1T -
7o, BEALFR I EZed, 893~1123K MRE TR A
1.44 Ms 155 7=. BEHHICOWTERB L UBRO <
Ar7a¥y h—ABEEPEL, 72, ZBEBHICIS
MBBE LT 7. 2B, BRDMIMLEMEICLD,
¥ 50 umt ¥ CTH L2, 3mmg ORI BIkE,
MYy MECXDERFELC, ZAEHEHOEEL
L7z, LR c xR (10), B4R (5), Bk (7),
5o (8), BEbAKFEK(3S), Kk (35) Bz, 7,
BRI L AEERE (10), FEEE (90) BHZMHEH
L. BREE, BREEEIZALZNR 50V, 80~90
mA/cm? ThH 5.

Y HOTEEZFE T A8, SBENBRE, RFEZ
iz, BEMABEE,»S 34 #HEFToxEEL, 111
FL7- 04 100 o ' HKFOEEZHAND, £0
A & IR E RO 72,
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Fig. 2. Variation in micro-Vickers hardness of
X-750 with aging time at various aging tempera-
tures.

3. HEEER

3.1 BEHERML }

B AL BRI L 72 X-750 @ 893~1123 K (2B BB
ShEER LA X L OBFR % Fig. 2 12/R"7. 893K BT
HREALIIEFICHEETHY, 720ks ERBBALTOLER
BEEITELZY. 943K 2B ARELERE L 893K 121t
~HEML, 360ks RICIIBRHWESITET S, 993K Tid
ESICEFB TS A X514 D, #36ks BICKES
WSIETS. LAL, 36ks 28825 LBERZRT.
943~993 K T3S & 13 HV450~460 12T 5. &
SICEIRD 1033, 1073 3 X0 1123K TiEHDH
DT LEE LGNS % ABEFR) & 2 AR b &R &8
B e 2D, TARESIEESLREOMMEVET
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FEAR {7 B DD B b O D, BN 3 A B
ZEI X CHEML T A,
3-2 EIEMAE
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Fig. 3. Variation in micro-Vickers hardness mea-
sured at elevated temperatures of X-750 with aging
time at aging temperatures of 993 and 1 073 K.

360 ks(D) BsM 0 ZBEIMBE LR T. 0.36 ks OFF
B X DB TR T ARSI — AR L Tw
%. 0.36ks 2B ¥ Mz, K&, B
RO ZZOBERICBVWTEIRETH 5. BHEEO
FRBICRE S C Y MR L, 360 ks 12134 33nm @
KESICELZ, TORESICTTETLE, ¥ M
FITERIRTH B L DFERTE S, T, WTOREC
Mo TR FEERBLYTAH. Fig. 21255 &, 360ks
BT (3 BEIC BRI DR IE L - RN WIS T 5. 2 B,
993 K E¥sh#t<iz (A), (D) THERENB LI, I
FZiE MpsCe AL AT 32 2 & ##ERR L /2. (B)
DB EF BB OBANIIC LY, HENICLED
AP EASH, FOFEIRELTCVWAIEEZRLTY
%.

Photo. 2 {2 1073 K Wi o &R EHME L R T .
RFhRF R ORISR " MHIREE, HREL Tw %S,
BRTHA-OBEEETIDHEL, 360ks AT 5
EY MEKELLOTO0.1um BEILET A, 1073K
DI BV TIIK T T ORI MasCe D AT IZ
893~993 K DE#hIT L BEE TR\,

BRI BT, IR AR & AL % e L
el hH, BEoLARMEE v HOKRE &S B EEA
LB L, BRI v HOMHPKRESHFES LT
WhH I EDSHIRENS, £, WBLZ Y MHoFEER
LRI B OMMEOHB LRI L L 25,
Fig. 4 DR %/, O, OHNZEIZRT Fig. 5 04t

Photo. 1. Transmission electron micrographs of X-750 aged at 993 K for 0.36(A),
3.6(B), 36(C) and 360 ks(D).
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Photo. 2. Transmission electron micrographs of X-750 aged at 1073 K for 0.36(A),

3.6(B), 36(C) and 360 ks(D).
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& (O :Diameter was estimated from the relation between
(diameter)® and aging time in Fig. 5.

Fig. 4. Relations between increase in hardness
and mean diameter of 7’ precipitates in X-750.

FELSBLRERCEIHWTTOy PLAELDTHS.
REA/NE VA TRBE~NDFS /S Vs, FIgkr
ZEA 20mm A TH ST HILERL TS, £
D%, v MAEEE, MRS S TEREKILT
R LRI A A b D — IRV & —F L
TWh, BiRER) O HMEKRERN I s L TR bR
ARE VDI, BRI TR 7 HOBEREEL/NE
, WHRBEMMEWE L, /-, BHOBBE T/
BT, F—HETH > TOIFMBEID RS LSRR L
TWwhbEEZLRA.

& 25T Photo. 2(D) THS»R X 18, 7 MK
T 5 LERA S 2 2 VA RIKICTERESZEILT A a4
A, ek, v HizA > a2 x ) X-750'?, Ni-Al 545

TRAER L FARCHBIHICRKTH ), 25BED
KESFTCTHRETSELHHRIIBITTHA, 12 %
U 7181913 700 Ni-Si-Al'®, Ni-Cr-Al 54 T
RO I/ETAH L, £/, Ni-Ti”, Ni-AIY,
Ni-Co-Cr & TR HFHRKIH L, Z0F K
E+5AZ EHE SN TS, Hacer & Beatne!'® (2 X
e, vV HOBKIHGHEDKF IR T4 v MICEHE
WERL, FIAT4 v bH0~0.2% TEIK, 0.5~
1.0% TV HEKIK, 1.25% DLETREIRICAR S I &H
WEESNTWE, KEET Y HOBEIIEL»EDSH
NDOREDBEAFET ¥ HICHBEW 2 E{bsH 5 2 &
EESRLTWAD,S Lt v, LA LA, B
oMzt iHOBE, FTHHEOMKEHECTS 2
EEEMMICEETH A0, ZOMEOREICIESTE
DFHHEMORBE2EFOLENDH L.
EBBEHEMB AL CHET L BERO-FIELT
1073 K T 180 ks BE%41 12 817 A4 F % Photo. 3 1278
. (A) IHBREFETH Y, RAICIEEFERRON A
Y BEBHH LTS, (C) & (A) OMEBEOHIRKR
HETEFAGERLEZLOTHS. BT [001] ¥
45 AE L T8 H, EEEITHEL D fec T
HHIEERLTVD, BEOMH (200), (220)-0
EFBES Ofbic, EHEL2ALE T T 55 VIR O
HETIRBE L (100), (110) - DHHEE % BB & A
Hh<sy, il vy #HxxBMH0 {100} HIZHB-
BB EES TR LTWwAZ LERLTWS, ¥ HE
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Beam along {001] A : Bright field image
B: (100) dark field image
C : Selected-area  electron
pattern

Photo. 3. Transmission electron

micrographs of X-750 aged at

diffraction
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Fig. 5. Variations in (diameter)® of 7’ precipi-
tates in X-750 with aging time at 943, 993 and
1033K.

BHBLOKTFIAT74 9 PRI 0~1%2PO BELSEbN
THEY, LrdbBMHeERFLEGHBET D720, ¥
HMORBICEKELBEVTAIY FTRAIDPBESH
5. (B) i (100) AP S/ SN AEHITEER L
bDThHAH, PALL O HHEIGRANEELET S
Y HMTHBILERLTVD., OS2 VI
BECTELZABOMBICBVTH, TTHIIBMIIFER
LEEEL R IR L/,

3-3 7y HORKREE

A O BE R EER IS V2 LSW 0B 12
9 Ba, RRATIER TFOREICER (1) LT 5.

— —3 _ 64 0DCV?,

B—dd, = ORT i=K't

1073 K for 180 ks.

/7 10°s

Aging time

Fig. 6. Variations in (diameter)® of ¥’ precipi-
tates in X-750 with aging time at 1 073 and 1 123 K.

TIT, do, dIZERFNRERMGEES X OB t 0
WO R ETH S, o IFTHBEBHE OBOR
W ANF—, DIEBHPOBEERFOWLEHLREK C.
BEBRKOKE & 2HTHRT &P+ 5P oBRHE
Efoigg, V,d3tfhbHoEvERE, R IAEEE,
T 3AgxHiEE, K AREEEERTHA.

X-750 @ ¥’ MOEREEOBITICR (1) 2@AL
7z, BONZPHRED 3F L BEFHOBGEET 1033
K $T#% Fig. 512, 1073K B\ k% Fig. 6 (2R ¥.
Fig. 5, 6 OERIZ, WTFhOBETEYLLBETD
E Lt OMICIERBEEAIEL T A & £RL, X-750
do Y MoER, BEsiEME/y HoFE v
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F— DM L B Ostwald K EHHE KV, ILEERH
WWEBABEETHAIEERKLL TS, T/, FHEMLE
LIIZEEEBDIEND, d=0 THYH, HEHFIL
PORENSEERTHL L EREL TV,

LLE, ABFZE®D X-750 I2BWT, & & t OB
1 ROBIBZORN T H T & HER & N7z, Castam
651 % 973, 1073 K DR CRIMB LR EHERL T
%. %75, Ni-Al”®, Ni-Ti”, Co-Ni-Cr-Ti?, 1 » 2
AN T8 AL HKiIzonTH, ¥ HORRICREERDOME
RO THZ EPHRENTBD, ChLDEEITE
J5 Y MoORERHEICEB L -BETET TSSO
EEZTRWVWTHA ).

i L7-& 95 c v HoORRASEEILHEE 2 R L
TWAHA, —HRICHLEREE D=Doexp(—Q/RT) TXK
Ehb., TIT Dy WHERT, QEHEOERILT &
WE—THAH, L7227, X (1) oK i3k (2)
TEENS.

,_ 64 0D,C.V?,
9RT

ZZTo C, V, DREEKFHINIVERETSL,

#. (2) ®Arrhenius 72 v POEBOHE,S Q %

KdBHI LM TEAS. Fig. 713 Fig. 5, 6 THLHMIL

BEFNREICB TS v HOREEEES % Arrhenius

70y PLADDOTHAS. MBEOMKRIIZIZ-FAOERM

exp (— Q/RT) w+eorvevees

12 T T T T T

@ : This work
1k o : x-750" J
7 A : Ni-6.35% ALS)
ol v Ni-6.71% ALY i
8 Ni-874%Ti "
=gl @ : Ni-650%Si ¥ i
[ e: 718"
E 7+
€
x
SR
=
£
41

W
—

- L 1
5 90 95 100 105 1.0
71047 K

K’ : Rate constant :
Fig. 7. Arrhenius plots for determination of the
activation energy for growth of ¥’ precipitates in
Ni-base alloy.

TEETES., HEODICHMERI v HEEHRT S
NiZAEEDO NI THRE SR TWAERLHE T Fig. 7
IR L7 Niso v HoEE R Cr, Co, Mo, W,
Nb DHFEELC L > T EN B2 L EbhTHEY, Fig. 7
b Cr, Nb #&4& 3% X-750 i3 Cr, Mo, Nb 2% 8&I(Z
EHTHA 2% 718 (Cr:18.24, Mo :3.07, Nb+
Ta:4.94% ) 3 TREVY, ChoDTEREEETL
v» Ni-6.50% Si®, Ni-6.35, 6.71% AI®®, Ni-8.74% Ti"
INHEEESPLRDBEVI LERLTVAS.

HRODE»HHE SN ¥ HOBREOFHEEILT 5V
F—%, Mo Ni ZEEORRE £ HIT Table 2 IZ/RY.
AR B S N AERILT & v F— 281 k/mol i
Castant 5 @ 290 kJ/mol & AW iZfbn &£ D flE, 260~
300 kJ/mol & HERHIE .

— (2 7’ Mk Nig (Al, Ti) #*E£H4TH525, Cr,
Nb 2 #1 & T AHMDE L OTLERFBRITGEL 2 & A4
LbRTWwA?D, KREE&FRCTHEHE v HOoRERIIHSLE
LyLEkfE - LT, Ti, Al, Cr, Mo, Nb, Fe 2.5
Shn. Ni B0 Ti, Al OIEFOERLL AV F—i
Fh#h 257 (1377~1555K), 268 kJ/mol (1383~
1573K), 7, Ni#H® Cr, Mo, Fe D ZhizZh ¥
h 272 (1373~1541K), 288 (1423~1673K), 253
kJ/mol (1173~1643K)'®, Ni 1 Nb iZBi¥ 5 i
124\ 75, Ni-Fe-Nb & T® Nb ® % 1id 264 kJ/mol'®
EHESRTWA, L2 T, v HoREDEHEL
IANMF—ENibLLIENiAEHbo Y HOBREIC
M5 LEBATEOEHOZNICIZIT—H L T 5 &l
Tx%. LdL, SLEOLHOERLT ANV F -5
BLTwbIers, X640 vV HOBKREEET S
WEhfEY —JWICRET A EIRETH S, T/,
Table 2 IR L& EE£DEHIL= AN F—I2LL DM
EHRH BN, TRIZOWTHILFHEOHEICE SV
BChHhHOEMIHMPELY. LAL, RAETHES
NG RV F— 13 v HOBRESEEIETF DL
BEHEIZ X B Ostwald BLEIIHED & & 2R L 2O
HREEFEOLVHERTHS.

Pl chITHEISNTVE 2R NI £E5E0Y
G LERIC, ZESRDO X-750 DFAICB VT H I
Ho 7 HOREEED LSW OB CTHETE 5.

Table 2. Activation energies of the growth of 7’ precipitates in Ni-base alloys (kJ/mol).

Alloy
This work Inconel X-75011

Precipitates

Inconel 71819

Ni-Al® Ni-Ti? Ni-Si® Co-Ni-Cr-Ti?

Y 281 290 271

269 282 262 298.9+28.9
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T T T T T T T T T T T T T T T 1 v
T 943k [ 993K T 1033k ]
< sf t/ks d/inm + t/ks d/nm + t/ks
£ —o0360 183 o—o180 284 o—o 36
§_ 5f ~—=540 2.2 4+ ~—2360 335 4 =180
o—o0720 237 \ o—>o 540 372 o—a 540
S 4F — Theoretical \ i I——— Theoretical
3z 5 +
Lt |
ol
s 1
0 a--"" L 1 1 ey % A
0O 025 05 075 10 125 150 025 05 Q75 10
p=d/3d
¥ T ¥ T ¥ T L i T ] T
T 1073k 123K
6k t/'ks d/nm + t/ks d/nm E
—o36 182 o—o36 381
5} «—236 346 + o—+36 647 E
o—o 360 81.8 0—a180 1052 5\
- + - Theoretical \

$ER o Frn
~N W ™

s AL 4 ”)j
00025 "05 a5 10 i 150 0% a5
p=did

Q75 10

Fig. 8. Observed and theoretical size distribution of 7’ particles precipitated in X-750

after various aging treatments.

UTEE, EWE 5143 Ni-Al, Ni-Si, Ni-Ti &4%1919-2D
WZBWT, UHKRRICHELZ v iy 5BEOKE
EFT (B2 IE Ni-Al AL TEH 0.25um BLE) 12K
EL7#%IC, 298HA i 8 5%, BAICLoTidd 5
EELDRTFIFESNDBL*EHBHE LD, L
2L, KFED X-750 TR WIF IO EMTE2REHC
ONTYH, BFSAHELTWAL ) ZBEIRHEZSH
Ty, OB, KFFED v HOKE SH/hE
{, LYBBRAIITERIRTH A Z EAIRT X2, &
REECRITREAZANF-OFEHFKRE L, BEHS
DT HHHO T AL I N F— B X OWEARE/ER
FNVF—DEBEBH/NE VD EEZ OGNS, EBICKEDS
DHERDERIKD v HMOBE, BBV HFIRTHE
BA/NEOEE I Y HICHBEEEL TR W, L
Ao T, FHEIZBWT v HOBKHEE % Ostwald B
BEREICES { LSW OB ICit-> THITLTH KA
REEREL o2 bDEEZONRS.

3-4 7 HOKNES?H

HEERhIRE, BRI TEONL ¥ HRTFORESFE
MET$ 7000, EULHRETRZELRBRMNICTY, £
NENOERS A & RO 1. BIHER % Fig. 8 IIRT.
BEHSAIE ArELL 59, BE IO Han 519 0k 5 TR E

N7 HETHEBILL ThH B, LSW OBEZRIZHS CH
oA p2h(p) L BT B0, WEE o(=d/d) =
MHLTRRLTHS. &8, Figg 8D N,;,, N, 3%
NENBEANEEFORFEORBOE A FOKFESB
LU FETHA. $72, Me)ZkD XS 2BHTH

B,
_ (3 iz 3/2 —P .
h(p)—(3+p)73(3/2_p)“/3em(3/2_p),
0<3/2

h(p) =0;p=>3/2
BMBEEHFICL T, EMLANESTHIEIBOBOR
% %%, Fig. 8 12X % L HAEIL L 225 ILE VIS
EULTEY, 5%id LSW OBGHROKTT 5 EEIK
EESAIZIEWVI E2RLTWA, ORI
Y HOKTHABEZICEI D, MEIROTHENI L %
RLTBY, FE, HAILIXIFIE Ostwald KEIZ
LoTHITTHIEZRELTVS, LT, HE
DATOBN 26 LD % Ni £G4 X-750 A
BWT, 2H55R Ni £EE£0BHE L FEMIC, FTHED
Y HMFOBEIX LSW O#ERI2#T { Ostwald i E
K> TWAB LD LHWTE S,

&L ZATFig. 8I1&5% &, &FKICHESMOFERME
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EERME L B LT, XA RlCH/mL, mKEE
TRTHELDBRBMBEXL D /NS WEAAPH %, CHATURVED
5MY 2k e, NiZESESPITHWH LA v HOKE
SHEGERBOALI O 2D 70— FT, FFi2/hSvp
THHZH»OOThHPEKEL, T/ 0=1.8~2.0 %7
LHFLBESIT, BEohrOoRESTRE I EN
BEISNTVE, 20X 2EHEIAITHLELE
FbnTsn9 FHHELBHEOEFIZAT74 5 b
KESLCVDFTALAINF—ICRETALDEBREINT
X7, IR0 LI ICAEFEIZBVTHLREROREIZI LHE
ECTlnvy, HRHELEIEILTLL-EHLTND
LREVEEC, EREOBREINOBBELFATVSZ
EERBELTWAS, LA oT, v OEFEKRESMIC
RETANEF—DHATiE% {, ArpELL & R CHATURVEDI
SOEBTARMEENEHOBOVTAIANF -5
WIZEIE S OIS 2B O FA T AN F— B X OHMHE
HEEHIAINVF—OFSIFBERL TS0, b L]
V. A%, KESK RGO Y HOREREICETS
BAMGHERAITS 2013, FEZAVF-DNOR
THLERBICANEREERLRFAT A LU EL
EzoNhb.

4. #&

A > a v X-750 B Ni ZEftEa &0 RERIEAL & i
B % FEMICRET L, AT LA 7" #8iC Ostwald
B B B #S (2 353 < Lifshitz-Slyozov-Wagner O M55 %
BALT, v MOBREL EERGICHT L. AR
THONERETBENTHLERDOEI k5.

(1) BB £ 940~960 K THERD L 72385412
i, EROMEE —FHL T 360ks BECHESMS (HV
#450) 1ETH. CORBETIRESSICREHZBL T
HERROBR BN W,

(2)EREESIERICBILES (CHELT, HVH
40~120 FREE C % AEMA B 5H. Lo LRI I
T HEEDEEIE X CHEBLTWA.

(3)EEZNICEE ) M AR 7" TH Y, BAHE BFL%
SMEFE- THHT S, 7 OFHREHK 20 nm Th
bIELT 5.

(4)y HOEEIC LSW 0BEHZ*EHL, v OBE
DA E I T W7 Ostwald BLEBEICHE-> T3
WEREBL. KEREREOHEME LAV F—L LT, 281

il

kJ/mol #7873, ZHid Ni 5z Ni BE2HOHEE
BFOWBOERT ANV F—IEVETH 5.

(5 )ABBFFE TIT - - EBROHRATIX, Thi TEH
SN ZAESTHELAXI 2 v HoSRBER I
Bahidhor. LrL y HOKESM I LSW 0H
HOFEELTLLB—FH LW Hhs, REZF NV
F—PNOEFLERICANBRSZHICLETD
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