&>
>4

2

e

“

&2
&

=
%
P

I
Y,
N

15

6/,
A
7

&
i




J& H B ik

Selected Works
of Zhou Bangxin

T &

Li&AY % K4t
- i -



B A A1 550 C /25 MPa @I 5K R Aok

W E: kAT Zr- 4,N18(NZ2) ,N36(NZ8)F1 M5 45 4 Fp HL MBI 855 4, 76 B AHK I S 28
JEfG 485t 580 °C,5 h f1 650 °C,2 h fI# b B, AR EZEMRAKEHE TEsSFniE
550 °C, 25 MPa i@ Ilfs FoK A i f8 i B, 45 R, 4 Fh & SFE i A T 188 D ME B 22 5 W &, Zr -
4 B4 4% RN, A Nb g N18(NZ2) ,N36(NZ8)Fl M5 ZH 5] . RS E £, 0
PIET ANk ROEE O 55 AR SE0RE , % S50 O 8 76 8 I /K o ) it D PR R A A Y L (B AR
BERHEME X, WA &N SGET & £ a6 FKEMAEGER EEiR R

1 P

]

il

BEEZBEE R B R B, £ 2001 4K B bR 32 0 7 55 pd 048 2 B HE (Generation IV
nuclear energy systems) B9 HHEE . TEHE 9 6 R Sz N HE E 7Y op , 68 I R 7K ¥ I o
(SCWR) ZH 2z —. SCWR 2P @l b A58 7K 5 7 HE (LWR) F K 7 & H 35 79 i i A4k
£ BB (Supercritical Fossil-fired Boilers) £ A b 36 48 /K0 TESEER & 2 500~
550 “C#A 25 MPa iy IG AR, XFEAT R BEEBEA M T XN EF A B EH. 5
LWR 0L, R H KA AR T R PR R I AL AR A s TR IE A& RE
A KT B AR A KR SN HE RIS F K o TR Ak, 948 T 3098, 40 08 T iR A 3, J R
L Hy 33 %64 = F 45%. £ SCWR {9 = iR U 76 = IR B FE AR IS LK Kb TR BSR4 1)
TOFMHT R HEHE RS F S5 AR FEADZ B TR 5t B R e A A 5T T & R —
TELA B AR Pk g T AR,

£ SCWR TOL&EMT  BA WA & TCIBTE )1 27 M BB J2 16 T i foh 1 BE J Yo R AS RE Tk
AEBOR B i T A b ARG FTE F /D, R BTG & SCWR T FERMHFEESL .10
SRZFIRAR M SETES . IFoE 8 & TER NG FoK b B 47 4, BE AT LA & SCWR T2 5 I &
TR EHEREES & S 1RSI0 S BRI HE , tho o] LA Y BiA% R NS & 2 i R 8. EEME
E B F 2003 4E457T T 44 A Advanced Corrosion-Resistant Zr Alloys for High Burnup and
Generation IV Applications” f) B Pr-& fERF ST B ™ D5 85 -& 4 70 8 I 5 7K H f ok i) 50
AW —I TAENZ AHE AR WA S8 0% 3, B I 3 13X 7 i LA AR, A& T
BB ARMER JUFES & 4 #E1TIH— 1Rl BAR/K VEAL RS P78 T8 B A A1 B i #ukk
L5 T EATHE 550 °C /25 MPa Ml R /K h I8 AT 4.

2 ZWHE

PEF Zr — 4,N18(NZ2) . N36(NZ8) 1 M5 % 4 Ff A s fl 4k &4 b i PE L 4

* ARCEYEE : 2R DR NSO T R AR TORA £ MRS T# ), 2007,36(8): 1358 - 1361.

727



B, &4 A R 1R 2 (8 X 150)mm, J& 1. 2 mm &S & REER . &
R UE(10% HF 445 % HNO, + 45 % H, O (AR A B 5Kk G  EE HEEAEEN,
IN#AE] 1020 CHREIR 20 min JFEATK R, [F] B AR A 245, (R A R R 20, SR Z 4 B K
BEAL TR, 5 B AR K AL TS BEE SRR ELE 0. 6 mm JB, R YIEL (20 X 9) mm /N, BFRVE K
IKVESG » A B A T P, E B8 (<5 X 10 Pa) 4y 5ili##47 580 °C,5 h #1650 °C,2 h
FRE K BAR B, AR 5 RE B HE S A A /K DRI A 48 E AT Vo . BRORE 2 LA S L Js
KIS L, AR G 7 B il % TEM RE& . B F L% M 10 % HCLO, 490 % C, H; OH, ] JEM -
200CX 3 5 1 7 B B WA B i 4H 2. F JSM - 6700F 4 i B L EXTE 55

®1 HEENESUEFRG

Table 1 Chemical composition of zirconium alloys(w/ %)

Alloys Nb Fe Cr Sn O Zr
Zr—4 \ 0. 22 0.1 1.5 \ Balance
N18(NZ2) 0,35 0. 35 0.1 1.0 \ Balance
N36(NZ8) 1.0 0. 35 X 1.0 \ Balance
M5 1.0 & B\ % 0.16 Balance

K bR PRAL HR 5 AR il 22 e R ME 5 3 BRUE A 25 85 T /K /K Bk, 7E 550 °C/25 MPa il 7
K P AT A R R A, g E D 4 SRR AL

3 SR

3.1 FRHAEHASE AN HERALERFHEREAR

4 RS BRI 280 B RHZK PR 50 0 A8 T ik i AL 15 » 435 #E4T 580 *C,5 h Al 650 °C,
2 hitFAAETE , G A S0 I 1. X P Al it BE AL BE AR A R AR IR R A T RRAS ah, T B B

Zr=4\580C— S HETIINE)] | 8\5807 =5 h 9] M3\580C -5 h o) iR d
T , (b) (©) A (@)

N36\S80C-5h
(G N 186507 ' -2 h

B B0 ERME BV K R KA B S ) B A
Fig.1 TEM micrographs of zirconium alloy specimens treated at 580 “C, 5 h and 650 ‘C, 2 h after 8
quenching and cold rolling: (a)~(d) Zr-4, N18, M5, N36 treated at 580 °C, 5 h; (e)~(h) Zr-4, N18,
M5, N36 treated at 650 °C, 2 h
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i, {BZE 580 °C,5 h AT ARE & » o SR B A #0382 XA P45 .

580 °C,5 h AbFH R & Rk & 4 AR AT T BURLAH /N (<K60 nm) 5 A, HBE K Z .
At 5], X T& Nb 8 &4 A G EME T 600 C T AL 3 A A T IR 40/ H Ay
AR S A . M5 &40 i 22 B- Nb,N36(NZ8) 4 — M FE R Zr(NbFe),
F1 8- Nb™", 25T R 45 (IR B (9 B RN Zr — 4 454 vh s BT A 25 52, B i
4 10~30 nm fI4H/S Zr(Fe,Cr), 55 A0, 4 S 5 B R R4 A, X T RE 5 B AHZK TR &
S ITEETER LA R RMEBA . T NI18(NZ2) A4 Nb & Bk FiZ b MR g T it
FIGE 5 BE , T AT HE i E B Zr(Fe Co), 45 L HHP WA EA —H N 5 Zr -4 2%
&1, N18(NZ2) {3 —AH W2 B 257 R o3 A R 4.

5580 °C,5 h 4bHAH L, 650 °C,2 h 4GS S & Mmp RT K, Zr — 4 F1 M5 H i
o A4S — A A FLIBUR BOR 20 s (B N36(NZ8) Fil N18(NZ2)FE i 48 — MK /N IR A B
Bk, & Nb £ 89 N36(NZ8) Fl M5 #£ 5 7E 650 “C Nt AbF a-+B XUH X, PR I sk v
HIEE R AR bR = RIS T R BUR 89 B Ze. i U485 b A 24 IR Fe W17
1E, LA M5 &4 |64 Fe ) N36(NZ8) &4 —FE. I8 T B— Nb 4L IE R, Zr(NbFe), 45—
FE' (B M5 A 4 B 0RE R RS A (5200 nm).,

3.2 HESEBMFKPHEMITA

B 2a JEE A 4R TE 550 °C, 25 MPa 7,
IR A gl 510 h B4l =l 2R, &
2b 2 N18(NZ2),N36(NZ8) Fl M5 & & H:]
Jaih 16 h B AR ph G B 2R, FTLAE L 7
MG R AT oA B8 A 28 i
EAEEHR KW 2R T RM A &S,
580 °C,5 h AR F I EELLL 650 °C,2 h 90 o

A
AEPRARES. Zr — 4 BB R e R E ) SN3O1SR0T 3
B LB Rt 10 h 5, BERERGAGE M 20 oM srsh
A AL ) 0 e T TC I MER AR E. Zr - 4 5 40t

FEG DL bR AL LRI T Bk g |
Bt L AR R S 0 L0 R T 7 |
PR, F R T AT T o s e L
2a). 07 S5 S 83 AT B ARAL LR

ST 3. TUALTETE B B A b KR 2 B

B2 441 550 °C,25 MPa it 5 K & i 5§
g AL

B B 4% 1 S e L 7E (000 ) T A K Aiig
TIFE<<1120>>77 [a] 4 K BedR. Zr — 4 BE SR 4
W ELH AR T R AL FE R R T 46, B

Fig.2 Corrosion behaviors of zirconium alloys in
the supercritical-water at 550 °C, 25 MPa for:
(a) 510 h; (b) initial 16 h

(0001 ) 187 & 7] 5 %L 1 17 » 5L 1] 5 46 1) Ay i

JBE P R 22 A <<1010>>F1<<1120=>J7 [i] o PRI T O T8 ATS 9K 25 5 i A R ol 3 % Jre ik,
RAFE G SR E i Z 0 22 5, 7T LLE A8 s EeE 85 & S el In A K 5

TS RS el AT R HE AR . LU Zr — 4 A1 Nb B N18(NZ2) , N36 (NZ8) il M5 #5455 4 it

JE R PEREE R, AT LU H Nb JT 2 A7 A0 2 B T A e S5/ 8 ol P 44 FE AR 5 B S8 4 1)
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EL AR E R ) & A, AR FIALE] H ATIE AT 2 A FFR AR, N36(NZ8) 5 M5 &4
#5445 1% Nb,{H N36(NZ8) (i bt fE 2R £ . Hh &4 Fe I SIE KR Zr(NbFe), 55
THITRE R E AR A, NI18(NZ2) A B iyt i ihtEse, 5 Zr— 4 Ml EZR T 7 0 &2
Nb; 5 N36(NZ8) & 4: 4k . Fe,Sn AR HZ T Cr 56 &, H Nb & &K, N18(NZ2) &
SRS M FER Zr(Fe,Cr),. 454 LB LM A & BB B I Tk R 3B TCiL BN i &
& ICE G S A TG FK S AL (B =R Fe JURFME] Zr- Nb — i £ 4
St it g i RE P A AR, BAES Fe it Zr- Nb 244 RINE R Cr o E . [ HE R
()% —HiN Zr(Fe,Cr), MAJE Zr(NbFe), , W] LASCE i im F K g e

N36(NZ8) ,N18(NZ2) 1 M5 &4 4 1F 550 °C/25 MPa 4B 7K P £ A 51 5k
(& 3a) , it b M REEAL T Zr — 4. Horp N18(NZ2) A &t i i BB EcAr » (5 M5 & & 75 it
R E#E 500 mg/dm® J5 R B, N36 (NZ8) & 4 Ui i i tERE 5 N18(NZ2) F1 M5 &4
L ZER L. WS T A ] 9 ZE K , 34950 o sl AL I (. 2 3 R - B - RE A
FAR AT AR Y LR 2 I AR ], FE KRBT W LA B R 8 (] 3b), 7E & 4% SEM Al
MEL R /N A 100 nm A EE50 5 7E 5L 5 E A T EFRIFLIRE (B 30). @ik 160 h &, A 4
i B SRR AR B T 1A HR AT L A 2R (SR AR RO T 150 e TR B F ik ) 456 ot 81 7% T
BB AR B 22 5], 7= A S 1 A X i o B 5 HL 2R 800 5 e, 13 R O IR
BEIFEERE A KRS Es R

g (@) TS

B3 #aetaEErRmEE
Fig. 3 The surface morphology of zirconium alloy specimens after autoclave tests: (a) Zr - 4 corroded
for 16 h and M5 corroded for 160 h; (b), (¢): M5 (650 ‘C. 2 h) corroded for 240 h

£ 550 "C/25 MPa Ml FoK &AM T, 2 FhEh & &0 5 05 o AR RA B LB B A9 %%
ES. BB &P T Zr - 4,N18(NZ2) F1 N36(NZ8) 7E 500 °C,10. 3 MPa it #h/k#& <,
FAF T BB IRAT St A R 2 B 8 A% AT, 9 X 3 AR ES A 4 AT il B O 260, 3R
B 55 &0 IG K5 R R & R K ZR AR T B L ] B A —E e

BHHAKE K AL G » B 48 580 °C,5 h ZbFE 85 A S &, Eo i ph M RB A T4 650 C,
2 Mt B F2E A SR RFRMPEE 2 5F H 017 35950 B9 98 K R 958 — A0 BURL 40 & AF
fn > X G T B I K P MERE A A A, HiZ A & & R mE K MBS &R0 2
MO A A TR B I K R B TG e RE ARG 2 2R AR

4 Zit

(1) FRAGHCE LI B A2 5 B9 40 K RUEE i 55 — AR BSURLAH & RF i » X Bl 25 i 8 11 S K
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J it RE R G , (ELE AN N A4 RS R R e B K.

(2) 7€ 550 °C/25 MPa #BIG Rk, Zr — 4 & K45 R, i & Nb i N18(NZ2),
N36(NZ8)F1 M5 & & ¥4 . B4 4 i Nb J5 7] 4B 8 4= & 5 4 RE.

(3) 4 Nb f§ N18(NZ2) ,N36(NZ8) 1 M5 & 4 i F 4 A e , it fif b G-t A 9 B A%
251, A RS R ES A 2 TERIG R K P R T R i fE i F R E .

& & X M

[ 1] Bobby Abrams, Douglas Chapin, John Garrick B et al. A Technology Roadmap for Generation IV Nuclear Energy
Systems. U. S. DOE Nuclear Energy Research Advisory Committe, www. nuclear. gov, December 2002.

[ 2 ] Davit Danielyan, Supercritical-Water-Cooled ReactorSystem — As One of the Most Promising Type of Generation
IV Nuclear Reactor Systems. www. nuclear. gov, November 24, 2003,

[ 3] Yoshiaki Oka, Seiichi Koshizuka. Journal of Nuclear Science and Technology[]], 2001, 38(12): 1081.

[ 4] Arthur T Motta, Yong Hwan Jeong, Aduvanced Corrosion-Resistant Zr Alloys for High Burnup and Generation IV
Applications, Department of Energy International Nuclear Energy Research Initiative DOE/ROK Project Number:.
wuw. nuclear. gov, 2003 -020- K.

[ 57 Li Qiang (Z£3#), Liu Wenging (XI3CH), Zhou Bangxin (JEIEHT). Rare Metal Materials and Engineering (Wi 4:
JRFHEHS TEDLI], 2002, 31(5): 389.

[ 6] Yong Hwan Jeong, Hyun Gil Kim, To Hoon Kim. Nuc!/ Mat[]J], 2003, 317; 1.

[ 77 Lei Ming (&%), Liu Wenqing (X|3CFK), Yan Qingsong (J2##8) et al. Rare Metal Materials and Engineering
WA SEMBSTED ], 2007, 36(3): 467.

[ 8 ] Zhao Wenjin(#3£4:), Miao Zhi (#7), Jiang Hongman (#% &) et al. Nuclear Power Engineering (##h 11T
#)[1], 2002, 22(2); 124,

[9]Kim HG, Kim T H, Jeong Y H. Nucl Mat[]], 2002, 306: 44.

Corrosion Behavior of Zirconium Alloys in
Supercritical Water at 550 ‘C and 25 MPa

Abstract: The corrosion behaviors of four zirconium alloys (Zr -4, N18 or NZ2, N36 or NZ8 and M5) have
been investigated in the supercritical water (SCW) of 550 ‘C and 25 MPa by autoclave tests. All of the
specimens were head-treated at 580 “C for 5 h and 650 'C for 2 h, respectively, after 8- quenching and cold
rolling. The results showed that the corrosion behaviors of them were distinct. A nodular corrosion appeared
on the Zr - 4 specimens but uniform corrosions occurred on the others containing Nb alloying element. The
nanoscaled second phase particles of uniform distribution and higher density are beneficial to improving the
corrosion resistance in SCW. However, the composition of zirconium alloys is a more important factor with a
potential possibility for improving the corrosion resistance in SCW by adjusting the composition of zirconium

alloys.
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i 13 0 oo i 8 e 2 4 D - BRI A S5 R s

B E: EAREEMKREET, A =45 FIRE X Cu-Fe- Ag 8 & #ATIIE. 48R %
B, L B B 538 S50 T o, 288 0 0 A A R s B YR BE B T 8, Cu JRT A Cu” U R R I L
BN, LA Cul™ U BEZE & 1 LI 20>, Bt Bk i3 48 10 82 85 » Cu JRF LA Cu™ o B 2R Y EL 81K
B, LA Cu®™ e BEZE A M) LG4 Jon. RLEE F0 Bk b =R - < A0 WU B 45 SR B R 0 Xt DT R IR £
RFERI RS R B 2.

= A THET (3DAP) 163 B T B s (FIMD 357 | R B A SE i — R4 pr s AU,
BRAFRE FIM A 52 5m S in ik vheb A8 R 7 88 F 28 &, A7 B () 3 430 e B+
B SR B/ B i E R e 12 T B R S L AL R S 0 e iR A JROR A AR g O . B G
SR ARECE R FRZEN 0 IER T EE AN E TR, BEFWE RS E P AFST
RIETHA A EIE. X5 B Re T & 4087, 2 H AT S oW N BE B i —Fh -t B K.
MBEANDHTRF R T P R X A o A ¥ 5P . SDAP 2 —F R al A i .

A3 AR RE R AME2E B R0 —1X 3DAP, #i1A8 8 & 1Y i & 73 #E % (m/ Am™=>500) ,
AT LLBRE SR8 2 20 K HRIR TAE . A #r 0T LA E| 10° Pa O B H 5.

TR R PR TR B e 728 &, SE R /v oy LU R B 8 i FIIoT R M e, iR 2
JTLEARELULAMM BB AN T EA ZM AN R A B FAR TR BB AR, &
ZMITENEGS, TRFEEENREMGZEA WEENGE RS BEEA EZR. A
FEHFFT IR Ak AR R B e BEXT 3SDAP s Hrah R IR,

AL FHAZTENFHGER—FEZENFEME, MAZTER LLES T R
BB e RE.

1 XBWAHR
= 1 AERASEEMkERS.
®1 B2 FEsr R FHD
Tab. 1 Chemical composition of copper alloy
Fe Ag Cu

1.13% 0.59% balance

FH Al 6 09 5 s i 4 o it SRR A2 /T 100 nm S SARFE & L B 3DAP A7l
. BEERK RN 5 kHz, 764 [ B EE T 03, B7F 5 3 BE X I i SR . e TR A
50 K, FAA [R5 2 AT WK » B7F 58 fok ek 490 46 o 00 3235 R ) R

* AXEMEE: XK RE, RAERT(ES R SH ARSI, 2007,2738R)) . 53 - 56.
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2 ZIEHER

B 15 3DAP 7E 50 K, ik sh i %% 5 kHz B8 2 i B 3% |, 7T LLF B Cu™™,
SSCu2+ 963CU+ ’GSCU+ ,S-t Fe2+ ’56F62+ ’57 Feih~ ’EGFew‘ ,57Fe~‘r s 107 Ag2+ 9109Ag2+ ’107 Ag+ ’109 Ag+
HIWETERE 53 FF , BRI 3DAP EL AT AR i %) T B 4 . [ 2 & Cu G I = 4k 55 e 434 1]
(2 nmX 3 nmX 6 nm) , JE 275 Wi 7] 3%, 2580 3DAP 159\ 5] B 18 & 1925 (814 B 41 BER.

o 3i 3
1= ot -
1000f 3.9 :ik
4 M
500} : B
' i
& o e

30 40

30 50 110 Ces- 0 0, 0 000 . e g R S 2 :..'.-: -N y .
JFerkl 20 nmx30 nmx60 nm J/‘T

B 1 i 3DAP 32 Cu A4 0k El B2 Cuic®zM=4Ess o E
Fig. 1 Mass spectrum of the copper alloy obtained Fig.2 Three dimensional distributions of copper atoms
by 3DAP in the alloy

2.1 WiXREXEEMITMNELS RN

2 2 MK P IF A 5 kHz, 76 A R T IR A 2] b2 iy, BARMIALE R 542/
RS 225 (HZERIAK RIS R s » A6 AS R i B WU B A9 2 A fe o oAl 2 — B X 3R
Ok T A R ) O B A .

2 AT I 9 RS

Tab.2 Chemical composition of the copper alloy obtained at different temperatures

aht/ %
/K
Fe Ag Cu
20 0. 87 0. 63 balance
30 0. 93 0, 64 balance
40 0. 83 0. 64 balance
50 0.78 0. 62 balance
60 0. 88 0. 65 balance

2.2 RRHIERI G &R TELS RN
7 3 R BETE 50 K, FHAS [ ik st < 15 5 49 b2 A3 45 5 S ik v a2 x4k

SRS R T A A R
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F 3 ARBCET UG KLFT

Tab.3 Chemical composition of the copper alloy obtained at different pulse repetition rates

R/ %
Jik ph3si % /kHz 3
Fe Ag Cu
1 1. 55 1. 40 balance
2 1.52 0. 66 balance
5 1. 30 0. 65 balance

2.3 WikiE B X F AR F E R

# 4 A Fe,Cu fll Ag JTRIMFEILERE B AR FEMAFEAFRIRE T R 3DAP Wl15# [ A2 R
B, Co TR R RGN B R EREFFSREF. Kb Fe 1 Ag £ 6 & H & B8, Wit R
IR TFEUL, R B A+ EIRERCR. X T Fe iR, FERMH™ Fe™ " Fe' " f1" Fe"
=RNRIALER o F 32 BIH R R SR (R T AR ST TR MIRER T AR
FEEF LR 57— N EE, i T 6 &0 M R b, H TR AR &, 347 F Al gE X
(CFeHD*" (P FeH, )" IERARR MBI T Fe*" fI*Fe'", X F Fe JLE , FEERIM
R B RERIREXELIHEER. X T Ag JuR, th TPIRN RO R F R B4, B Ag fil H
MELUE R AgH, , REHRER R TERB Z , 25 A AERIRERSFELENRZETEILLA.

AR IR BE XS ] SDAP 132 Fe, Cu il Ag [R5 FBEAE B A %

F 4 AFHEREET A 3DAP i3 #) Fe,Cu fl Ag R K F 5
Tab. 4 Isotopic ratios of Fe, Cu and Ag measured by 3DAP at different temperatures

[z SiRelt  HFPt TRt SRt S0yt SCuit  ®BCyt  SCyt  107Agh 109 pgE
HAFE 5. 82 91. 66 2.09 0.33 69.1 30.9 69. 1 30.9 51.82 48.18
20K 6. 52 90. 59 2. 26 0. 63 68.56 31.44 68.36 31.64 50.50 49.50

30K 7.27 88. 63 2.93 1.17 68.13 31.87 68.25 31.75 51.34 48.66

AL ER 40 K 7.28 89. 01 2.25 1. 46 68.62 31.38 67.87 32,13 52.82 47.18
50 K 6. 36 88. 87 3. 61 1.16 69.11 30.89 68.09 31.91 52.38 47.62

60 K 7.50 87. 64 3. 16 1.71 68.44 31.56 68.19 31.81 50.31 49,69

2.4 BkimImEXSE AR F ERIR N

% 5 N Fe, Cu Ml Ag JLRHFIFLR A AR FEMAEAF k553 T H 3DAP 15 3 [F {7
RFELHBRRZME R, 45 R B Fk vh 45 R Xt i 3DAP 183/ Fe, Cu il Ag R EERE
{HEAH .

xS AREBKHHAET H SDAP #5349 Fe,Cu, Ag R EFE

Tab. 5 Isotopic ratios for Fe, Cu and Ag measured by 3DAP at different pulse repetition rates

Eila MERelt MRt SRt MRt SOyt SOyt 6yt SSCut 107 Agt 109 AL+
HRFRE 5. 82 91. 66 2.09 0. 33 69. 1 30. 9 69.1 30.9 51.82  48.18
1kHz| 5.97 90. 03 2.98 1.02 68.39 31.61 67.48 32,52 50.31 49.69

[FfEEE 2 kHz| 5.62 91. 65 2.17 0. 56 68.94 31.06 68.13 31.87 52.38 47.62
5 kHz| 6.54 89. 18 3.32 0. 96 68.53 31.47 68.61 31.39 52.82 47.18
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2.5 WXBEX Cu TREFREBMNHSHFME

B bk 5 kHz, FEAS[FIRBE T #EATIR. 3% 6 N7EA IR T A2 M & e 1
B, 45 B8 Fe AT EEL Fe' Bl ML, BERE MW TR, Fe JRFLL Fe' fpiz
REHGIRA S, B R, REXN Co nRB BN EZw+ 008, MERENT .,
Cu JLE LA Cu' HLEZE A By LB B E RN, L Cu® i3 B AR I L) B 3 s (1 3.

4,01
3.5} ) )
3.0 £6 AFBEETHIAMNEMEFEER
25 i Tab. 6 Numbers of all ions obtained at
Q 90 different temperatures
= 1.5 L .. Fet/ Cut/
= + P2t ~ 2+
i /K Fe'™ Fe Felt Cu Cu Cu?+
0.5r 20 19 797 0.024 28118 64652 0,43
0 30 15 853 0.018 41451 50212 0.83
, , , , 40 25 755 0.033 54436 37869 1.44
20 30 40 50 60 50 45 692 0.065 65199 27906 2.33
=]
/K 60 141 1521 0.093 142102 43311  3.36

B3 REX CuETHErEmn
Fig.3 The effect of temperature on copper ion

2.6 BkMIIEI Cu TREFRENSHRMW

BN 50 KL A Rk rsii R F ATk, & 7 AFEAR B T 1832 0 & 78
TR BR BN Fe R EELL Fe' Pl mAZR K, BEE BK PSR A0, Fe JR T LA Fe'
FEL 7R A LB A U0 (BN B B Xt Cu JEER s B 0 25 + 43 B B, B Bk
MR 4 , Cu JTTE LA Cu” W BIZE R I EL s, DL Cu™ s B 28 & 14 L 3% hn (1 4).

8 =
RT REBK RS T 15 2 04 R B0t
Tab, 7 Numbers of all the ions obtained at s
different pulse repetition rates :
Y 6k
+ S 4 o
Jok pp4g Fet Fet F‘CO;/ Cut  Cu?t (‘u' i _‘\
/kHz Fe*! Cu?* S 5k
1 150 1274 0.12 79822 9628 8.23 4
102 1245 0.08 76 192 10681 7.13
48 1146 0.04 72703 17592 4.13 3 i ' | | 1 0
0 | 2 3 4 5 6

f/kHz

B4 M Cu EFMESRIR0

Fig. 4 The effect of the pulse repetition rate on
copper ion
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3 &g

G5 SRR, VB Ak o A XA 4 ARG I 5 SR B A S 5 %ot TG 3R (R 07 3K S BE A
LR MBA M.

MR TTREF AT AR ASZE R M . B AR R TR IR T i B R i A . B
EREHTHE, Cu TR IR T LA Cu™ B ESZE R M LL B0, LA Cu™" U B2 & B9 LU /. B
E Rk oh SRR AR, Cu TR EF A Cu” B R M LB, DL Cu™" HUBSZE K2 A9 L £ 3%
n. REEF Bk MSRFXS Fe TRIEF AN SHEMS Cu i RETAL, ARZHAHE.

FE-A 35 A TRLBEF0 ik o 3 5 B P, i SDAP T L e B 1 st XoF 44 K 23 [|] AN [] 9 JT R
HEAT RE BT, I 40 AL B PR B 0 A B

S E XM

[ 1] Miller M K, Cerezo A, Hetherington M G, et al. Atom Probe Field Ion Microscopy. Oxford: Oxford Science
Publications, Clarendon Press, 1996,
[ 2 ] Blavette D, Deconnihout B, Bostel A, et al. Tomographic atom probe. A quantitative three-dimensional

nanoanalytical instrument on an atomic scale. Rev Scient Instrum, 1993, 64: 2911.

[ 3] FE#. =4 m FHE—— B ZE A R FORIFFRHR G /A 35, B#AZ%7,2005,27(3): 125 -129.

Dependence of Three-Dimensional Atom Probe Analysis on
Temperature and Pulse Repetition Rate

Abstract; Ternary alloy of Cu— Fe — Ag was characterized with three-dimensional atom probe at different
temperatures and pulse repetition rates. The results show that the temperature and pulse repetition rate
strongly affect the ionization mode of the individual composing elements, but little influence the stoichometry
of the alloy. For example, as temperature rises, more Cu™ ions than Cu?" ions are evaporated, whereas as
the pulse repetition rate increases, more Cu?" ions than Cu® ions are collected. Temperature and pulse
repetition rate affect the ionization and field evaporation of Fe in a similar way, though their influence on Fe is

weaker then that on Cu.
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55 M Zr - 4 HEAE 400 CEPEERAP
5 Tl A T A 5 el

B OB RAAFRRLE TR & T Zr(Fe,Cr), MK/ B4 K Fe/Cr AR HIFE i
HBFIE T Zr(Fe,Cr), 584X Zr - 4 G M R AT AR . 551 RN, ARRLEK
Zr— AR, 22 400 °C/10. 3 MPa 3 $AZE YU 1 W 2 B 22 HIAR K, S5t vk BB 2 18 3 B0A B
BRI K FR. 22 BHEANEAZS ¥ hb B AR 5 58 AR/t Lu B D, AR R i M RE B 2 (IR
S BURAR : 22 800 “CHmARALFE A BE & 35 —AHPHLA  B0R 2, IR phd R K T S HEAL B AGHE &
WS SR R 5 48 720 "CA1 600 “C i #Auah B KRR & 55 — AR/ TR 2 FiRE il Z (8], 20 AR
%, B o 3R AT BARAL AR S B AU R TR & AR &R /AL sk
AR EALH) Zr(Fe, Cr), 55 A AT LAY 2 S A% fA0 o8 38, P T 405 — 4 A4 R/ A 0 2 i o
Zr- 4 BRI ME R ST N R M ERFA.

T}

1 3|

BA 4 FIEZR B 5T 7E OV HEIZ AT I 855 e R s Fe /K RO g A R SR 0B 14 [ Bt e
HE. BT ERW, B FEAE o - Zr P EEERKEREA <1 pg/g,400 CH A
200 pg/g™) , ZAMEK LIS ILEE I AT K T 45 & 70 . i3 £ 8 H Ak S Bk &
AL FE Y ) & A PR S . B A, B4 b SR S U I 7R B IR E AR B 1 3K I H K
977 i) IR BE ARG P 7 161 8, 7 A R S ) S e i 3 v L S IR B R T Y. B S v
JEAE W F) 435 SRAIE 5 , B A AE S80S i L AR R AT L KPS, DA B At #E Y
JEI T A2 d M R, T R BCHE R R R T sk A S R A A R R RN B R, o
BB EI TR R 2. FE R RN — 1R & ] PRS2 8 phist IR =
BB A B .

— B, A A 4 B B 43 B A 1 o B L 4 0 TS ok ek RS T AR R R S . fH
TETIE A2 A W B A IR RE SR AT R i i, R BURE & b i B & B 5 T S ol R i)
HBA BTN XEY. BT Zr-2( Zr-1.55n- 0. 18Fe - 0. 1Cr - 0. 05Ni ) . Zr - 4( Zr -
1.5Sn -0, 2Fe - 0. 1Cr)fl Zr - Sn— Nb &4 (#40 Zr - 1. 0Sn— 0. 3Nb - 0. 35Fe - 0. 1Cr) &
a4t E Fe.Cr.Ni 7E o - Zr 8 B BEEARIR, K08 5485 T BUBURLR Laves #HATH ,
i Zr - 4 9 Zr(Fe,Cr),,Zr - 2 ) Zr(Fe,Cr), il Zr, (Fe,Ni).

Tl A RS A ISR AT 8 A 4 8 Pt i T AT A R . (B X 55 A G0 AT B m
HRSATHEBA S B — B, — RSN EE A SR e AL B A4 M S (84t
R B A FLBR B R R S A B iR R AT A ZE RN B — R A L
HRET A R B 85— H O AR T Y BuE S Y. A B — 5K Zr(Fe,

* ARICEVEE : BEER R NSCKR . ERE B . R AR T(RA 2 BAMES T#),2007,36(11): 1915-1919.
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Cr), SR/ Z DK Fe/Cr A Zr - 4 FEAE 400 “Cid #Z& I i it R 47 9 19
i, T 3 AR Al 22 51 O HTLEE.

2 EWHE

2.1 FRAbEEREGRGIE

IR A 0. 6 mm JEAY Zr - 4 A &Mk T EES AP B XA SRR T
& 25T 600 CHEERIB k. R TAF Zr(Fe,Cr), % MK/ £/ & Fe/Cr H.fH,
¥ Zr - A YLK 25 mm X 20 mm BIRER A B2 A S A5 Ll R A BIANARZE 1 035 CHR
¥ 0.5 h,800 CARIE 36 h,720 CRIE 10 h, A5 K5 B B9 /3 048 , 16 7 L A BE R K 1%
H, A SEAO”.

2.2 EME

W b3 4 B ] RRAL ERAE i — RO R R 22 Pt AT I ik iU, B 25 10 BREAE
Hh ] BURE A TR & B SE L FE Dk 2% 442 400 °C/10. 3 MPa s #2875, JE Tl 30 i , #F S 4% 5
HE B R AR (R BCN 10 % HF +45 % HNO, +45 % H, O) BRUE TN 5 8 T /K 75 ¥t , Ji§ ok
WEH 3 B FE .

2.3 SEENERHELE

USRS R & B A LECO A7 #) RH - 600 B EAMT NS TINE . B K AT it
BURE 0.1~0. 15 g BT 3 IRBUL P39 {E AR EMZE /N T 10 pg/g. 204753 72 A5
T« R PR G A R 20 A SRR R, R B (AR & R R P A R L S TE K
BT 3R » R MR Can S0 =0 8 B B9 S0 8T s iy S04 . B 5 A AL 5 B e
H K, FELANROBOETE I K B & &, B E R R E S &

FEanBRYE/E B9 RBEE 0. 56~0. 59 mm JE RN B R Z R 0. 57 mm. LKA HARE
B, AR R R 2 R B A S & & X I R S & B R % 0. 57 mm X
— BB T A — Ak

Chte=0.57 mmy = Cuen ~ (£/0.57)

K Cagmo 57 e AH—ABEMEEE,Coo NEERN t BN EA SR, . BERHE
FRJEE (mm).

2.4 BRIALATIE

A JEM - 200CX :ZE S A B WLEL &G F it 19 A 1 Je 38 — MR R /NN 43 A, R i
UG Fi, AR ' 25, PR VRCA 10 063 SRR 2 BV V. I JEM - 2010F 5 43 s 5 e R B B 1Y
BETE (o BT 50 —AH B ARG » TRRE S 0T 20 DNZEA B9 Ze(Fe, Cr), UKL 7E 5 BT 58 —AHALSY
i, B S AR S R AT RRTS BIMERA Y Fe Cr 4834 & &, HI RE T Fe/Cr LuAH.

B MG B BT — 3R, R & RRVE 2 & BBk, SR )5 K A AL BT T, F JSM -
6700F Mt M E AN OER. A TREEGRE. FAREEET 2
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4. WIRE T RAESCIR[ 14 1P E A R,

3 #R5WR

3.1 FAAEXBRARKESE ZBRIFME

£ 185 THAIEH S Zr(Fe,Cn), SE_AHK/PN.Z B Fe/Cr lLZ AR FR. K 1
B R AR #AC G B B, 1035 Chighat 4T S48, Zr — 4 1/ Fe,.Cr & I0EK Al
LLERIET BAE , B HIBTEEAS BRAR SR 1Y a — Zr SRL, S5 FAL BT BN R R B — A (58
BE<<0. 1 pm, KJFEH 0. 2~0. 4 pm), i thig /> (F 1a). 7£ « 1 X (600~800 C) iR K I
REZ5LHER,. S T MBEE 1035 °C/0.5 h(AC) A FERIRE R £, (B FEB AR EFE,
MR AERERK K, BEZEHE D, Skt & 4K K (B 2b~2d). 14 # B HBRER 50—
FHRSF<0. 1 pm, RADEEIE MR T>0. 2 pm(F 2d), 13 £ 54 RS —HM7E 0.1 pm /£
B AE L ER>0. 25 pm(E 20),12 4 BEfh P IS A, R 0. 15~0. 25 pm([& 2b).

K1 Zr- 4 FE5HH Ze(Fe,Cr), 585 HIK/IN £/0 K Fe/Cr b S5 AL FREIBERIE R

Table 1 Size, amount and Fe/Cr ratio of the second phase Zr(Fe,Cr),
particles as functions of heat-treatments

Zr(Fe, Cr),SPPs

Specimen
Heat treatment
No. Size Number® Fe/Cr ratio (Mean)
11# 1035°C/0.5 h, AC <0, 1 pm in width and 0, 2~0. 4 pm in length + 1.8
124 800 °C/36 h, AC 0, 1~0, 25 pm [ 1.6
13% 720 °C /10 h, AC ~0. 1 pm (most); >0, 25 pm (a little) T e |
14#  As-received (annealing at 600 °C) <C0.1 pm (most); > 0. 2 pm (a little)  ++—++ 1.9

* The amount of Zr(Fe, Cr), SPPs increases with the increase of symbol “+”

ABRE AT R B 4 Fh IR AL BRAE & 4 KB4 Zr (Fe, Cr), 3 Z#HM Fe/Cr LLEH/NTF
3. 5, T H AR b 8 (1. 1~3. 4) B FFFED 315 Fe/Cr HERIEE —4H (Fe/Cr>50) , 7
VLRAR R 1 FP3I Y Fe/Cr E3(E R & Fe/Cr<<3. 5 1+ LB —AHBURLHK T 45 5. I
RIAUEN: 128 AP B Fe/Cr tHERK (L 6), 11 # 1 14 # HES P 5
(1. 8~1.9), 71 13 # B¢k AR R (2. 1), 53X 5 8 HR o0 % LA AT B 53 45 £ (1 050 °C/0. 5 h 4k
BRSPS AR Fe/Cr HB7E 2. 1~2.5 Z[a],800 °C /3 h 4bFEEE S P& — 4819 Fe/Cr LFE
1.5 %45 ,600~700 “C/3 h RbFEEE G 5 43 Fe/Cr lWTE 2. 0 £ HATRE—HD. X
Al BB 7 AN Al 56, AR SE 3 2k B A 88 4K Fe/Cr HLEFHECESERM F 2k, M
HiZEXEA L E AR Fe/Cr LRSS — AR0RL, 0 IR 5 B R e ik ik 858 — A
FETUH SR L SR 5 AT BT A A SR i 28 —HA UKL, Ho A 045 & Fe/Cr HLRYSE —ARBUR .

3.2 AAEWNEESSEHENBRSIT AN

[l 2 ZHE e AE 400 "C/10. 3 MPa id BRI PR 5 M H il 6. | 3 RS A f i
WA RS E S E AR ML, IR 2 TN 3 T LA i, 11 4 6 5 0 8 b ol 28 55 755 , Tird g okt
Vi RE 22 » fEL BB foh 38 T3 e o SR R i/ 5 12 5 AR S I T T SR R AR T 11 # FE S
L8 S o R ol 8 B 0 AR A K 5 13 8 1 14 # A L AR Il S A B AT 11 R HIR
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B 1 R[FEAAE TR A AR
Fig. 1 TEM micrographs of Zircaloy - 4 specimens: (a) 11#, (b) 12#, (¢) 13#, and (d) 14 #
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2 AREIFAEFEFE S FE 400 °C/10. 3 MPa 3 #4 7
tataall- gu: oy bk g i
Fig.2 The weight gain with exposure time obtained
from Zircaloy — 4 specimens with different heat-
treatments after autoclave test at 400 °C /10, 3 MPa
super-heated steam
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Fig.3 Hydrogen absorbed content vs weight gain
for Zircaloy — 4 specimens with different heat-
treatments

SR R PR E A A A B R T . X 5 SR LS [RGB AR e % — 2. — ok it 4
e B AT TS P vk BB P LARRAIR Zr 55K 2 OB E A HE 4 5 AT D20 O U (B A S0
HR R BUA [ R A B i R I #) O R 5 T ol R T) O B RO PLC AR X — B R
FE LA BRI ST AR 5t 8 o R A b W 303

BB T I st ) IR SR D — T R S BOR 7 5 B R T b S A R B SR S T
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I R L. 3 2 Sh T RE S FER R oo TR RS B R S BRSO A
114 Bf 0 i PR S5 SR AIR (16, 3%6)  BUR A HUMEAR /D s 12 # A & 107 X R S0 U =
(28. 8%) FLECHR S HOHEAR K+ 13 4 HF 5H ISP B S50 80(26. 700 SUK T 12 # B h  Bd8 7
PEAAR /N 5 14 4 KRG - S50 8K (20. 290 A F 11 # Fl 13 £ £ 5 2Z 18], HBEE 7 i A
FoAse/IN. 4 FiRE SR R SURE 3k 12 £ =134 >14 # >11 # (IR PR, FralER—RE
R 12 £ B AN 112 BE SO it RE 25 R 2, (AT MR 20 B EE L1 S BRI 2T 1
75 X5 A AL S Xt 4 T ol b PRIV LA DA A AR B R T

3.3 SRS SRR REITHVIRR

T A AL/ KA B AL 7= A i (BE AR SRR P Y e 5 R s &
SRR SRR R E ER K. i, Cox NS My o mE RN G
CHn 48 b BB PP A SR 80 FLBR L B 2 1 R %) A 5 iR R 24T b i 22 00, S TR vk A
11 A 5 B ol e e 22 » ELR S A B AR O SE TR A5 1. BT 5 NS B e g
o A A B S B2 R AR5 A A R 1 £ EE , PR AT 5 T o 30 7 4 AR A 22 (] ) 4 D1 5%
AR« S B A AR A B M 1T T IS T L ) o SR it o A v 7 A A 2 iR (2
7 ] BRIE 45 BaE T — 2o RS (27 DU S AL B AR dh) 5 25 6 18] B 1S5 R B 72
TRLEE Iy e 1] M T AR 1 TR B FNBE SR 25 (LB 7 R U T A K K/ FL B
R LT GBI RN 5 6 1 s FLBR B — 20 A R UM RS (B AR R 5 T IR RIFHY
PRy, BRI S22 T I Pl SR A 7. o 1 S P A Bt = A ) T 7 ) 2 Tk okt S Y » BT LA
AR A 2R G50 L T A b A A WA U I 6 R Y i X A 3 A 3 7 1) 45
P2 SR 2 P IR 5 <2 A Tt P e .

2 BEEAE 100 °C/10. 3 MPa i #2EH IE hl A TR 820 3K
Table 2 The hydrogen absorbed fraction of specimens corroded in
super-heated steam at 400 “C /10, 3 MPa

Specimen Weight gain / Hydrogen absorbed Mean value of hydrogen absorbed
No. mg * dm—? fraction/ % fraction/ %
114 73.5 15.4 16. 3

109. 5 15.7
188. 8 16. 8
262. 2 17. 4
124 74.5 24.9 28.8
95.7 28.3
171, 2 34,1
237.9 28.0
13# 60, 4 27. 4 26.7
116. 9 25.8
147.0 26.9
4% 58.8 18.2 20. 2
95, 1 22,6
120, 3 19.9

Hatano %" EBFFTEE AR/ Y 2 B Zre — 4 B 54 72 185 IR K bR il 47 AT A9
W AT A s o A B R A5 ARl B 0 U SR LA/ AR R 1 2 DO AR
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