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Zn-Fe3xC ARERH &K HMR

FTal,zee Beal pea kEE AAhAL REs ! s AT

(L) PG E B S HORABE, )70 HEAR 541004;
2. VIR E SR E FSR I, )P HEAR 541004)

B InFe b EAEEWMCHEBR L F k2 —CEANTZRE ZNA, ERWAREA BAKKE.
BROARBITLRELHRD T EFFARART TR KITIEAE Zn-Fe KJGH & bl &G0 A, HR T
BE. REAE, RAFE, Fe WSS MEZHTT FHLR, AERKAE. "CRAUARELES
HESZEMN, BEEARMMEIBEG, F1mg “CHEMHE, ZnA 4 18~2mg2 5, Fe Al &
2.5~3.0mg Z 8, Fe RAZAMMA00°C3Ih#THMAE, TELEEALRL E2LFEF I 650°C 8 h#t
TRE, ZRAFAHETELZT AR E(FARSE). FEHS (OX-11, IECA-CS8, CSC) #l & 14C 7 B3t 2 £ £
BT, HRETH AWM CHERE AMSNRE ZEAE, H#—F B ZnFer YCH BH & H =8

BT REXE, AR FPRGMAARERT £,

ERIA: Zn-Fe KMGHE % “CHEME: HlELMH
DOI: 10.11804/NuclPhysRev.40.2022084

hE5SES: TL503.6 NERFRERD: A

0 315

Jin 3 2% 5T 3% (Accelerator Mass Spectrometry, AMS)
S TR R R A7 SRR R B R B, AR T
WA T B, BAREs R R R, PR
0% A s U200 ) B e R S v A 8%
B AT A REERR L HB s RS R
25 2 A 380, e R A AT v R A1 AR R Y
Ve I B AR A e B0 75 (0 4 SR ST, 38 4 0 SR
AT SE A SR A RGUE T A SRR E TR,
S A= =55 N {0 R OF &F- -3 IF /1% NIt A o a1
S0 S % o R R A e R 22,

Zn-Fe 7% 1 Jull Fl Slota 42 1 23724, DL zn W4 ik
JR7, Fe ¥ AE NN TRIREAT 1) CO, A It ik, J
VAW IRE

AN

COz(g) + ZZH(S) — C(s) + ZZI‘IO(S), (1)

B BT 5 AR AR 19C AT S 4% 7 v Hy-Fe i
Y Zn-TiH,-Feit B A % . H & B & 600~750 °C
% T Hy-Fe V£ 5 Zn-TiH,-Fe vk 21 257261 5 Ri ] 7~12

sk HEA: 2022-07-30; &2 HHA: 2022-10-04

h& T Hy-Fe 1% 5 Zn-TiH,-Fe 1 [2527), Zn-Fe J: 48 )t ¥
T FE R 2 3 3 % )5 T A i Hy-Fe v5 5 Zn-TiH,-Fe 3%, {H
Zn-Fe V2 1] 1kt 4 H,-Fe VAT BEAFAE I Hy 22 A . AR A
k7R OV A B CH,YZ 28) R 38 B[R] 7 35 433 3007 19
f 1) R, 9 T 38 % Zn-TiH,-Fe VE A7 7 1Y TiH, #4702
Jiv 45 ) i 21

7E Zn-Fe WA i th, Walker 28 P21 A48 7 —Fil
T KOk B E R A R R S T, TR G iR
7 Bronic 2% POV W % 45 15 25 38 J5V: 45 5 it B S o
TR ) 10] 8, [ Reat fe  e B It  H eT e e AR K
785 CH, A, AR TS IAR, 5
SEIR PRGBS, TEHIRE R S b A A7 7 Th A7 B R 1
.

WEFCUE, 38 77 S5 77 1) F & 5 Ab#E 7 sUR A
AR PE B B A DG . AT B ¢ & AT Macario 2% B
(KI5t 3] Dee 5 21 (RS AT &0, Zn/C J% Fe/C FEfIRES,
TR F T M N B . Gergely 25 1331 )% Delque-Kolic
ot [34] 4y 70 7R [ 4 2 B b % Zn-Fe VE 5206 4 1k — S 45
R LA OR 0T LATS 2 M B SE UL 75 A SR o T &

AT HET Zn-Fe KB % 140 1 SRR (21

EEWE: 5] S 7 B R R R ST H (AL 2Y22096024); TG H AR = 4T H (2021GXNSFBA196001);  [E 5% H A B} 2% 5 4 % B
TH (11775057, 11765004); A:ARHEHEH K ITH (20190209-2)
EE®BT: To0(1996-), 5, Wb, Wid:, AFEWESWEF; Email: wangli291805737@163.com

T 1BIE1EH: L%, Email: shenht@mailbox.gxnu.edu.cn
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Zn-Fe i3 19C 1 SR BRI 45 5 AF I 5 " 447 -

mg C), 7RI ABF TSRS E4nib s e se i 46 1F, ik Ji
Jr e (351 3 S B R B 3 SR R I ] S 17 P
B4 Fepalifh 4 4 116367381 5 i 3 Hr 22 W 1 it
R, PP WERBE. UG, 455 Zn-
Fe JEEHE B 4 22 7o 2% 140 0 SRR S T A ARAL K 52 56
Ao ARSI A RS, A OX-11.
CSC. TAEA-C8 [EPFrbr#EAE i 7L J7 22 B A € A ] 5
P, BESEIHE E kRS 14C AT SR T ek A T

1 S FAIRF

1.1 EENEEMIRT
ki, SX2-2.5-12N, il —1E R 23S A IR A

¢
o1

"l EimTEAE: GW-150B, ISR (L) EH
[RAF]; BHOZ—EKT: Mettler Toledo, XPR2;
JE#E 2% 2JA032620, NEC A ; Wit 5538 i b .
XMT*808, Rk KILIREINFR] ;s HA%: HiCube
80 Classic/MVP 40, Pfeiffer; SEALH (4 HT4l, 99.7%).
BERY (B 2iilin, 99.995%): [ 2545 L 2R A PR A
"l BRRY: Sigma(#209309), 325H: KKZEE: M
af, PR R A R A A

12 MYCARBHEERS

MO B 4% RS LB H A B IHLALRUG T
MR, W s, BESIINAERE T 40T
RRG . — RINATRBIER T %M, #xARRE
JE07%, RALT AR S R A o

® KR
[J ~Usit

)
vv%‘,vvvéu%‘”ﬁ
B 3 ]A 4

1 Ccl]e 9
5 6 7 8 9 10 12 13 14 15 1_6
l L f v >
iy XL At
- Sy dc b a
HER WARR N

K1 MHCHREI& RS

FEf 5 CuO TAME TR A H RS T kG
A A AR e AR S R IR AR CO,. AL
BEHRFEE A THAEES, TIFESRIL 2,3,
4,810, 15, F5EAEE/NT 5.0x1072 Pa J5 26 FH T A 1817
BEAT SZIR 1R . KA A B (196 °C) B TR e S P b,
WRE-EABE (-78 °C) B T2 ie A B a, BiRESE B A
A8 B IR 5 7K 28 R0 30 44 R SR B CO, o Jig U A 3
PIANABER, SRITFT I B AR 3 iR SR HE
i CO, 2lifk, ARt ABRESENT 5.0%1072 Pa
G M ER PR B e B Xk, TS
12 [7] i X6 B2 e ¥4 B b I CO, # R 31 i B X I, 15/
JETF B aRERR R fE 6 . BT AA Bkt s B X N 4
ERJEH B aRERE, X CO, T ER. HIREAHE
EJFEER, FTIFEZIRITS, 10% CO, # 5 3ik JF 4 e
W, AR CRBtRE R SR 2 2 K1 C
RBUNT 5.0x1072 Pa, FIAEERITS, - alifl
CO,. It KIEE N 4L 5 1) CO, W EE T 256 Zn By
5 Fe B IR R b, 8 5 08 J5 B T4 B a8
B R AP AE CO, IR TR A 58

2 SLRMMAFEHRER

2.1 ERJEIPRIERE

I gt 140 7 S 4% R G0 b IORE S AL ke
B e COL IR RS E, K2 Br 140 i) 4% 526 5 #5k F
0y g hP AT B AL IR T2 COL B JE AL B . At SR8 R
W B = R NGRS S SR EA A
BHlG. mHEm = o k. BrREfliEE. migr
oo BEHIIFR.

NERBHFPIE T A PERE, RATRA T 1l mg A4
(7 A SR N RE A, K Fe B SR F AR 4lifh Ab 2 15
Ak 600 °C 1 h R FP AL BE 753, HAh )2 A b 3
a3 A H b 5 A A SRk i 4P E4T 600 °C 8 h 17 CO,
W RALH, S EE AL 1 A .

M HTT LU B, B SR R B A R
B, Fel LR AT 2 E A aifkibs, 4c/'2C il
ARRAEHB L T S /0, TR A B S0 iR A B I A
CO, i BT, BATFER T K, 5 Walker 25 211
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K 1RSI E R

Sy Feib#iE  2CH/ uA  MC/M2CRIE) pMC
3 b 23.30 179107 150
0 g 4 b 17.34 224x10714 188
g 600°C 1 h 21.23 1.99x1071 167
g 600°C 1h 9.9 3.98x107% 337
AR BTEYT  Aam 9.33 1.89x1071% 58
BEA B R 16.77 1.66x10714 139
BB BIEES 600°C 1h 25.15 9.12x1071 .75
BB BEEY 600°C 1 h 23.10 9.09x1071 .75

heat block #H1EL, ¥4 &t 5230 i 4P A 5T 5 IR A7 7E —
FE TR BERR L, BRI SR, RS RE A
ZnO. A& Zn B EAEE R E ) IRA, HEE CHaEm
GRE, WE25E 3R, EESHE T Zn-Feik
#1145 190 0 SRR IRAL I 4 E R B AT T X bl se g,
AT SRR SR A AR 12C A SR AU 36 nA 2 T 3R A R
(1 12C SRR 19 pA 19 1.9 6%, A BEA BB R4 R
ff 14C A7 B 92 I AR 6.62x107 D AR T I 38 40 4 BRI
4O Sz A S 1.90x107 14, SR FHYA B S49E SR A 1
IR T G IR

ZnO

2 Al SRR R IR R (TR IE)

,!

K3 S pad i
22 CuOWHE5Mm4aiE

2.2.1 CuOBIFsbiE
T CuO " f 7] GETEAE BACHR V5 Sy, Rt AE 34T

AL S BT 7R AT BRI TR B . S E IR AR RS
W A B, AR 21 mg C w5,
CuO #1900 °C 3 h. 600 °C 3 hy AHAFATAEFE =Ff 7
i HgiRansg 2 s,

%2 CuO AbFE 7 seue 45

CuO4b 7 1% 2CH pA 14c/2C(KRIE) pMC
900°C 3 h 37.33 5.86x10°13 0.50
900°C 3 h 36.49 6.38x10713 0.54
600°C 3 h 36.38 6.17x10713 0.52
600°C 3 h 38.04 6.13x10713 0.52

A kb3 35.30 6.59x10713 0.56
Ak 3 4252 6.48x10°"3 0.55

M ERFTLLE H, CuO H & A ik i A B 2 %
SIS A K — E FIEZIH,  CuO #E47 900 °C 3 h 1600 °C
3 h IBR B AL BRI b . 25 FE 3 CuO 7E il N AT g
KAWL, DARAE G AR A I NS 3, RdT]
KF 600 °C 3 h HEATBRARALHE .

222 CuOMIHE=E

TERE S A AR, BAR CuO HEAT T AL 2E,
{EZ LB CuO R IH 23 51 NP X A i id sz i 181,
DRl e 3R AT 7 A 28 (20 1 mg ©) AFESL, 5 20~140 mg
) CuO HEAT R e, W& CO, & 5 Ml i R ([ i R =
Oy, HgRmE 3 gl

# 3 CuO MY CO, BRI SR 45 R

i /mg  CuO/mg CO,/(10% Pa) WEHmg  CO B/ %

1.007 19.7 74.7 0.989 98.21
1.024 40.1 75.8 1.006 98.25
1.111 62.0 81.7 1.084 97.61
1.139 81.9 84.9 1.127 98.94
1.068 101.6 78.3 1.039 97.31
1.158 121.4 86.1 1.143 98.69
0.966 140.0 722 0.958 99.21

MEITTLLEH, CO, KR EE 98% A4, +
B CuO HELEMLTEE N, FEMET AR o E . ik
Hoid B CuO I N BACHR IS 42, X 1 mg Ci#%&E$F CuO
) BV FELEFE 20~30 mg.
2.3 Fef4i{t5 Fe/C ELFI

2.3.1 Fe#pzhift

Fe ¥ 40 & 5/ 19C 17 Sl 4 R Pt e — 25,
A W FT R I Fe ¥ v B I ARR 2 76 A SR A0 IR A ity R
5%, DRI BN Fe AT alitb kb 8 61, JR A1 A 7
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Zn-Fe i3 19C 1 SR BRI 45 5 AF I 5 " 449 -

A5 (291 mg CO)fENFES, FefrRA: (a) 2Nk
600°C 0.5h. 1h. 2h. 3h; (b) EZN# 650 °C 0.5 h;

(c) ZF S M# 400 °C 3 h; (d) ANHBEATAT AT Ak R 1L Fh 2645
BEATWRGL, SERWET4FY, bR B R=L22E

K4 Felpalifb s sh

BE 5 /mg YIH IR E/mg Fi BB /mg F A % Felb B J7 ik RCH nA l4c/l2c pMC
1.008 0.969 0.596 61.50 600°C3h 22.99 5.19x10713 0.42
1.030 0.861 0.282 32.70 600°C 3 h 9.44 1.69x10"14 1.44
1.007 0.698 0.085 12.20 600°C 3h 5.63 2.26x1071 1.92
0.995 0.965 0.114 11.80 600°C 3 h 10.38 1.42x1071 1.20
1.039 0.905 0.063 6.96 600°C 3 h 9.55 1.60x107"4 1.36
1.014 0.988 0.386 39.10 600°C 3 h 4.86 1.50x10714 1.27
1.142 1.061 0.099 9.33 600°C 2 h 445 2.25x1071 1.91
1.097 1.074 0.71 66.10 600°C 2 h 27.86 8.94x1071 0.76
1.112 0.985 1.022 104.00 600°C 2 h 30.27 6.71x1071 0.57
0.968 0.930 0.798 85.76 600°C 1 h 37.33 5.62x10713 0.48
1.041 0.877 0.693 78.98 600°C 1 h 28.48 6.95x1071 0.59
1.096 1.023 0.924 90.29 600°C 1 h 3751 6.69x1071 0.57
1.078 0.848 0.683 80.53 600°C 1 h 30.54 6.99x10713 0.59
1322 1.260 1.030 81.77 600°C 1 h 27.84 7.26x1071 0.62
1.142 1.120 1.094 97.66 600°C 0.5 h 36.72 8.35x10713 0.71
1.120 1.068 0.869 81.33 600°C 0.5 h 33.67 6.82x10713 0.58
1.044 0.972 0911 93.76 650°C 0.5 h 34.87 6.23x1071 0.53
1.238 1.163 1.079 92.80 650°C0.5h 34.13 6.78x1071 0.58
1.123 1.075 1.012 94.13 650°C 0.5 h 34.21 6.42x10713 0.55
0.937 0.730 0.665 91.12 Air400°C3 h 46.99 5.96x1071 0.51
0.938 0.844 0.749 88.73 Air400°C 3 h 39.23 6.37x1071 0.54
1.002 0.899 0.729 81.13 Air400°C 3 h 42.55 6.46x10713 0.55
1.010 0.838 0.675 80.60 Air400°C3 h 41.44 6.22x1071 0.53
1.015 0.813 0.819 100.7 Air400°C 3 h 36.28 6.68x1071 0.57
1.181 1.164 0.472 40.55 Ahbn 9.34 1.89x10714 1.58
1.078 0.816 0.848 103.90 A4bE 16.77 1.66x10"'4 1.39

HH 4TI, Fe Wrdh AT Ak b B 00 S5 AR i I Ik T
A ER SRS A, RN #4400 °C 3 h AR A H41E
£ 0.54 pMC HIE VAR T HAh 2l 1b 26 . fE L 4lifh
AT, AR B 650 °C SR 45 R R
SE, LI N 0.55 pMC,  1E B2 4tk &4
A . EAN# 600 °C 0.5 hy 600°C 1h. 650°C 0.5 h
UL P44 7E 30 pA BL L, A I0# 400 °C 3 h i [
W GR B IMELE 40 pA UL b, mFHAh AR, =R
#4400 °C 3 hy HZJN# 600 °C 1 h, 650 °C 0.5 h {5
MR 3208 80% LA b, Lk sh AR T HoAb 4lifb 2614
AR PCHURIRE . LR . R AR A A
M, ZANH400 °C 3 h 4l 7 i AR,
2.3.2 Fe/C RELLMY

Fe/C Jii & FL A5l 5 00 25 12C 1) SR U R B I S 06 AN i

Dee % B2 %} Fe [ F BHEAT THRE, 9B Fe b A 4
T, RS BRS Gk 14 18 1mg Fe: 0.35 pg CHEf0, {Hid
i 1) Fe/C Jit 2 L 1 25 i ORI AN AR, I & 3E 10
Fe/C LUl FL 8 3 (23], AR 7R A2 1 mg C IR G
SBIENT AR, FekyHER0.1~5.0 mg, KH 600 °C
1 hi AT E a4, SRR Fe/C LLfl, 45 R 4
Fi7R o

Fe ¥ & B TE M BLACHR, X SE 560 A IS 23 18 B 5Y
Wi, BEH Fe/C LGB HIE A, 14C/2C i At W & T
B m(Fe)/m(C)/NT 3 1 ¢/ 2C . 7E 6.80x107 15 [tk
$of T AR BB W8N s m(Fe)/m(C) KT 31, 4c/'2C
KT 7.50x10713, X T AR MK .

N T 44k Fe/C R R B E AR 4E, R ATAE
m(Fe)/m(C) 7y 1~5 2 A AT R R, 12C W5 AT 1) 52
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1.0x107

9.0x107"%

8.0x107"°

I4C/12C

7.0x1075

6.0x107"5

o 1 2 3 4 5 6
m(Fe)/m(C)
K4 Fe/C i b B 5 %% A AE i 10/ 2C ok R (FE 2%
FHE)

& 5 s . B m(Fe)/m(C) Lufgil fra g i, 12C oy i
P R, BRATHENIEE Fetn BB, 547 Fe
M E CEBEMKE M 7 R EE. FNRIMITERT
m(Fe)/m(C)< 1 I [ 2C o st i, Heah & 6 s,
b5 m(Fe)/m(C) FOHE N, 2C oI 55 BF S 18 hn ) ek 2>
7E m(Fe)/m(C) N 0.5 £ 47 W I8 B K (=43 pA), {HZ2t
I 26 WL [ i 2 B AN A 50% e A o 7E Gergely 25 331
WA SUE B, E I I (A EK I m(Fe)/m(C) 9 2.5 1)
PRI 5 AR 1 B AR T 1.5 B I O R AR 1,
HEME KA IR B Fe/C ot £ b A9 3 g 1 B sk 2 v of 28

40
38
36
34
32+
30 ¢
28 -
26
24
22
20

2C SIR/pA

m(Fe)/m(C)
5 Fe/C & EL g 1~5 %t 12C S0 4 15 1) B ) (16 2%
FH)
46
44 +
42+

R*=0.804

02 04 0.6 0.8 1.0
m(Fe)/m(C)
Bl 6 Fe/C J5i & LA /N T 1% 12C oyt 8 B8 114 B 1) (7 2%
FH)

REAMEBYERRRBAEE %R, Nikgs
4e/2Cfl, PClsmE LR E N, Fe/C & H
BIFE 2.5~3.0 Z A4 Arid o

2.4 Zn/CREELH

Zn A& CO, A BT FE I B N R . AL
NG ER R, m(Zn)/m(C) KN 10.88 B IE 4 5845 M,
EREE T B LG, A 8= SR 8 i L o i o B R -
F, A m(Zn)/m(C)=50 B} 15 B e K, AR 27 R AR
) 25 3 3 R T v By XU (31, Rl b 7 R R A
1) Zn/C L& be . AR 29 1 mg C 7 A S5 4F
EESL, ZnK BN 10~60 mg, FRZEALM Zn/C L,

2% [ RE L K 14C/2C A 5 m(Zn)/m(C) 1 5% R A 18] 7
fiow, BEE m(Zn)/m(C) 3Z ik 14C/2C iy LAl 58 T B%
FTtE . BT Zok PE SURAK (8 508 419.53 °C), 1R
MK Zn K IBLARRR BR B, i REFR B 4 3E (1) Zn/C iR
= L AR B AR A SR e . N 7R LAE H, Zn
¥y FI B 7E 15~25 mg I, 14C/P2C B A 2 1E 7.00x 107 15 [
I, MV A Zook O BEGE S T YO B A R
24 7ok FTE K T 20 mg i, 14C/"2C (18 5 m(Zn)/m(C)
F{E 2 IEEE X &R . Ognibene #EM, 24 Zn ¥y F & id KBS
Zn 5 C B AEIE T Fe M 5 C B iR & rh B3],
M T CABMARL, BT SRRARE . S5 A ERE
ERIPERR R S5 9, Zn/C1E 18~22 Z [l 14C A BB 4 i
IR SR AT

2.0%1074
1.8x107
1.6x107
o 1o
S 12x104 |
T Lox10 |
8.0x10715 -

6.0x107" |
4.0x107"

0 5 10 1520 25 30 35 40 45 50 55 60 65
m(Zn)/m(C)

7 Zn/C R i LU A5 %8 (R 1O/ PC ik R (T 2R
D)

2.5 WRIBRESTERTE

BB C A 58 (1340 55 s ISt D 58 R 3 Jo ] ¢
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Experimental Conditions for Zn-Fe Reduction Method of
l4c Graphite Preparation

WANG Li!, LI Zhaomei!, TANG Junsen!, SHI Shulin', ZHANG Guofeng', QI Linjie!, CHEN Dingxiong', SHEN Hongtao!>'

(1. College of Physics and Technology, Guangxi Normal University, Guilin 541004, Guangxi, China,
2. Guangxi key laboratory of nuclear physics and nuclear technology, Guilin 541004, Guangxi, China)

Abstract: As a vital sample preparation method for l4c graphite, the Zn-Fe reduction method has been widely used in vari-
ous laboratories. However, there is still insufficient to improve the efficiency of graphite synthesis and reduce modern carbon
pollution and other conditions test methodology. In this work, l4c graphite samples were prepared based on the Zn-Fe reduc-
tion method, and the experimented key parameters such as the reduction reaction temperature, reaction time, reagent dosage,
Fe powder precleaned, and other factors were investigated and determined. For l4c graphite sample(=1 mg), the amount of Zn
is between 18~22 mg, and the amount of Fe is between 2.5~3.0 mg. Fe is precleaned by heating to 400 °C for 3h under air en-
vironment, and the reduction process is treated by heating at 650 °C for 8 h in a condensing graphite reduction furnace. Com-
pared with background samples (commercial graphite) and standard samples (OX-II, IECA-C8, CSC) the results showed that
the performance under this condition is better than before. It provides a basis for optimizing the l4c graphite preparation meth-
od, and lays a foundation for reducing the background level of trace l4c graphite prepared by Zn-Fe reduction method.

Key words: Zn-Fe method; 14C; experimental conditions
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