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Determination of Iodine Content in Fluoride Molten Salt
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Abstract: Iodine content in fluoride molten salt was determined by using NaClO oxidation-
inductively coupled plasma mass spectrometry(ICP-MS) analysis technology, which is
intended to be used to study the iodine behavior in simulated molten salt reactor environ-
ment. The results show that ICP-MS can measure the iodine content(in the form of 10, ) in
FLiNaK salt correctly and reliably after oxidization by NaClO. When the mass of FLiNaK is
0.1 g, the detection limit of the methodology is 0. 066 pug/g, the recovery are from 103.1%
to 104. 3%, and the precisions are less than 6% (n=6). Furthermore, the measurement
results obtained by ion chromatography (IC) and ICP-MS followed by NaClO oxidation are
consistent, and the latter has the advantages of faster measurement speed and lower
detection level. The method of NaClO oxidation-ICP-MS can effectively measure the low
content of iodine in fluoride molten salt.
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AL — o i ) 2R 7 ) T M R O3
G W 1 R 4 A A 22 T s g M 3 AT N B 8 T
PR W BIF ST SR 32 3 7Tz el R
e b BRI 5 i AR R T B R R A% RE AR
4t (thorium-based molten salt reactor, TMSR)
WEAR I H L ETE I AR i S M FLiBe /K & o
UL 18 P AR AL S oy HE B IS v i ) R AT Sy F
Feo T H AT T 28 Uy i e B o T B R
T ROK RS IR 5 T R R R o
T £ 19 40 A O s o8 R DL ARl R AE TMISR
R B B B T B AR O 1 R B O
A KRB AT Ry PEAS 52 HEAR 3R

H Al & A 2 B0 07 2 ml 00 32 = A P iy
Erat s o @R T /g R IT R A
B JC ¥ [A] s 00 2 9 2 - AN BH B - 1 5 15 i
APREUE B ng/g K OCER, D TR
S22 SRR 24 7 AR A R AR 4 58 ) B BT
[ %% 92 9 % 19 Krumpelt 5557 B 5248 R AE
51.5 GWd/t i pR vf 5~ 1 58 HE AR B 22 30 d ¥ 40
J5 s HECRRRHRL R AR RRHE & 9 U T A
230 1 pg/ g PRI BT v R A I IR R T R A i
Ef VS . LSO i e R AT (R 2 AT R
RN BRIz TR Y E
15 IR i

TE A 0T 33 12 00 6 28728 7 ) % i I R ]
AP ) A 2R LA RE 9 B8 PR ) R AR TDUE . SR AE
BRPE A 2 T W, T T B AR O XE 4R R
10, DAk 000 £ 2 4t R W B R P 2% 10 R T L1y
S 4 0 s DT D I RTRE VA s GIVAIN W B N K= K
D7 AL T ) B g HNO, + HCLO, 3
P Y CHNO, + H, O, Bt . 5ot
A SCHR AR E 8 ] NaClO H5 i i b iy T %046
1O, H T EL AR B 2% A 0 3 IG5 o T
UE=R BT

A T AR i B HNO, + H, O, fili 98 i 48 1k
A NaClO # ifit 5010 W Fp ik #7201 46k
10; AEASSCR SR 95 365 1) i A B 7 32 1B 5
TR 45 B TR (ICP-MS) $ AT i & it 1k
P ds 5 S S A DU A, LA ST IS T ICP-MS 75
R VEACF T D i S s Hh B 1 Y O vk

1 XBHS

1.1 {UgE5ik7
NEXION 300D %I Hy, J8 il A 45 85 1 1K i 3%

(ICP-MS) 4 #74% , 2 [ Perkin Elmer A #] . H 3
B TAES RS T £ 1 MARSS B 11 A% . 5 [
354t CEM;Dionex Ies-2100 B B {4 3% 40 M4, 38
Thermo Fisher /3 &) ; AL104 B B 43 #1 K F-,
e -6 H) AU AT IR A B KB 0.1 mg,

£1 ICP-MS M EE TS
Table 1  Operation parameters of ICP-MS

N TAESH S5 SR FE
RHERIIH R 1600 W
Jik e, 1100 V
TR R 17 L/min
Z LA 1. 02 L/min
Al B SO ik 1.2 L/min
EEET I Bk e
EEEI 2/ 20
G-/ ¢ 3
A3 1 [ 1 000 ms

CsI, 4l BF 99.99%, Sigma-Aldrich 2 @) ; ¥
iz CUPS 90 . 75 MM & B Ak 27 I A BR 2 vl 5w =
30% H,O, (g% 46 . NaClO ¥ W (A2 4, 15 2k
AT B =5. 2%0) o [ 25 4 Ak 2 0 A BR A
Al T AR MER M o= 1 000 mg/L, 7 R WA #l
10, #5 E % W i KIO, CHE vt ), B & 4 B
99. 95 %~ 100. 05 %4 , & 24 £ H fb 2% 3 70 47 B A
F)D 2T MR AL S T L E B ORI G 46. SLiF-
11. 5NaF-42KF(FLiNaK) #4 £ , 4fi i K T 99. 9%,
B R B Vi 0 ) BRI 9 P e B Ak AR
AT HEAE S SRy By 1k B R W K T AR
1k, CsI #l FLiNaK 45 £5 55320500 19 0R A7 PR 5 2 44
PIE K & <1 X170 ° % O B 43 50 IR AR
TEM AT,

1.2 XWHE
1.2.1 FEAETARIE 53k e ] ICP-MS il &
S 5 P R AT AL B AR AL T VA T 5 4E 2 10,

(1) HNO, +H, O, ik 4k & 1k

FRECZ) 0. 015 g () CsIf H AN A R U &
W e SRS [ RE P A 10 mL HNO, 1 2.5 mL
H, O, #4710 I A% - I i il B2 A 180 °C I fifk iy
]2 30 min, ¥ i 15 2] 0 WOE IR 5 € A &
250 mL, 4kZE i BE 10" £ 150 .

(2) NaClO %R 1k

R 2 0. 01 g ) CsI, i 2 8 7K iR &
100 mL, A 1 mL NaClO ¥, EIRFHE 72 h
G SRR R W R R MR 10" S
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i 1 ICP-MS Il .

1.2.2 fonRESEMWE SRR Tk
JEH 0.5,1.0,2.0,5.0,10.0 pg/L # 105 F5 i
FEHEAT AR MERN & I 2561 DL 10 pe/L 8 N
o g1 T ICP-MS ) 2 %5 9 Hh i i £

2 #ZR5iTR

FEMEFH TCP-MS ) &2 5 6 B, 75 9 rh i)
E A 1O, JHUR TR M 10, bR e Wk
11T hndE 2 2zl 5 LR 5256 v BT 48 19 B 5
WEHLLIO, AN E TR, B 1N
T ICP-MS 20 Hr i 105 %5 b o ih £k, L2k 4
BIE G FE N y=5 0472+1 402(+*=0.999 5),

6 -

5 -

4 y=5047x+1402
. =0.999 5
B3
=
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Fig.1 10; calibration curve

2.1 HMmETAIEAERIERE

AR SCHER B o T F b oy 10, 105
EVT AR 1L 20 1 1 SER ik, R v e Ak 2R
TEHRR,

(1) HNO; +H, O, ffii I it A AR R 45

HERAFR I 3 £ CsT FEA, {11 HNO, + H, O,
PO T AR A AL . B RALE 1Y CsT ¥ IR i 54T 22
AR SRS 8 ] TCP-MS il 5 JH: v jl 0 4 1) 25
LIRS TR 20 R 2 AT, 4 10 D i
SIS EIEAY) A UL AL AT AR 4R TR
M S E A E S ER B2
RFBEME 2 A, BT HNO; +H, O, %
I T ik SR A Dk IG 9 A R 40 BT A A S G 4
T TERE Bl B H AL B R OSSR B

(2) NaClO ¥ SRR 4

HERR PR B 3 1 CsT [EA, (i 1] 25 8 7 A
V. WRVE R IG R CsT W6 NaClO #E4T %

il AL 5 B B ] TCP-MS 4, ) i 45
T 3. K 3 AL 2 NaClO H it 4L . Csl
Hh R R A A R S B (AR dr s & HL
SAEATRER B & BB s, <<4. 6%, e AR T 4%
e PR NaClO 8 il 480 f0 A5 D 4 il i Ak 2207
HEOHUE T B4k 10, , gk il ] ICP-MS
1 E o

%2 HNO;+H, O, ¥ A ik)a
ICP-MS Il 1t 5 52 1 35 5
Table 2 Concentrations of I and Cs measured
by ICP-MS after acid digestion and

the expected values

o/Cug « L7
FE iy 1 Cs
FIE(E I 4 fEL L (H LSRN
1 2.91 5.33+0.71 3. 05 2.86+0. 25
2 2.74 3.5640. 44 2. 86 2.65+0.11
3 2.95 2.9340.27 3.09 2.8740.18
Hin=3

F 3 NaClO iR E b5 R ity ICP-MS Il & 45
Table 3 Concentrations of I and Cs measured
by ICP-MS after NaClO oxidation and

the expected values

o/ Cug « L7
FE b I Cs
B H BURRE(EN BLRR ] W 5 A
1 4. 60 4.61+£0. 27 4.75 4.31£0. 20
2 4. 77 5.05+0. 23 4.92 4.37+0.14
3 4.56 4.92+0. 32 4.70 4.61+0. 21
Hn=3

2.2 WA EES

Wi R E—E i i) CsLE T 20 mL %
BFK R R A NaClO iR E A5 @
TR 10° R S F] ICP-MS #2290 5 6 1%,
M g5 Ry T3 4, IR 4 A7 50, 3 WP BRI 4
8- 45 J57 o Wk B2 3 0 R 8. 04 pg/ 1L 8. 06 pg/ L,
FH BRI A e 00 i 255 SR 4 0 119545 21 CsT Y it i o
32.9 mg #1 31. 4 mg,

il B 1 A Rk CsI IR GRTIR A .
A H S ICP-MS Zp M 45 R kA0t @A T 5
WEIR 2 W An ME D ZR, M E F R v =
0.685 70—0.082 4(*=0.999 7, HIEW A
BE 200 A5 J5 0 T 88 €8 33 0k A A7 0 &, 5 L 5T
Sk B2 5 45 R A9 (B 3. 81 mg/ L, AR AR
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W22 s, 13060 b 25 19 °F- 7 (s 2k 0. 162,
TR CsI i F 5 30. 96 mg., 1M NaClO 4
H6-ICP-MS il £ 45 R 115545 319 CsI iz & 1Y b ifE
M 22 B9°F-J5 (s3) 2l 0. 212,

F 4 NaClO & fb-ICP-MS ] & 45 S e 3145 45 1
Table 4 Concentrations of I and Cs measured
by ICP-MS after NaClO oxidation

and the calculated mass of Csl

No. p/(‘ug «+ L7

Cs 1
1 8. 06 8.13
2 8.18 8. 18
3 8. 06 8. 00
4 8. 07 8.03
5 7.86 7.86
6 8. 15 8.01
T/ Cug + L1 8. 06 8. 04
Sr//% l 3 1 4
JCE JF i/ mg 16.07 16.07
m(CsD) /mg 31. 4 32.9

(T T G50 95 A 6 79 b 7 35 (] A 00 A 4 SR
B8 @I E F R ERFEKTER 95K
IR 79 2 K dh 18] G W 22 5 A S {7 o A s
A Cs JJri AR — 2, il T ] ICP-MS il &
7 5 ARSI R A R e LRI R

BB A AR, i ICP-MS 3 7 I 1% 2 2 it
i S AL
2.3 MUK HRATE

SR F 25 B0 BRI 3 A5 v i 22 T 0T 1 1) o4k i
A5 5 A B o A B (0. 100 020,000 2) g
FLiNaK %&£k, fff H] 38 5 9 25 85+ /K % g, 15 2
FLiINaKE AR W, 1 E th i 0.5 mL NaClO, £
672 h 5 TSR BRI R K e A
2 100 mL, LI & 11 YOZE b gl &, 25
RELW] L FLINaK {4 77 W il BT &2 3k B2 19 7 1
{HH 0. 067 pg/L, brifEf 224 0.022 pg/L. %
0.1 g FLiNaK J £h %5 % 7 B 2 100 mL #5550, it
17 K PR Sy 0. 066 pg/g.
2.4 FiERET B4R E R

B 24 £33 (0. 100 040.000 2) g FLiNaK
S AR K. ol im0
0.2.0.5.1.0 mL 9 1.0 mg/L Wy 1" #3EE R &
6 #3811 0.5 mL NaClO #4740 46 0 35 ¥ W 2
BR Mo n 25 18 K RIS WS BTy 100 g A T
MHAFEAS I 0.2.5.10 ng/g BT E , fii ] ICP-MS
MEmMoTR T MELS R THRS, HERS AT
B3 1 AR R Sy 103, 1% ~104. 3%,
SRS EE Hy 103, 8% 55, <<6%(n=6),

5 LRSS RN A [E]

Table 5 Precision and recovery of adding amounts
FE it AJEME/ (ng + g7 1) Jnbzi/(ng « g™ 1) W FHEIEH/ (ng + g~ 1) TR g3/ % se/ %
1 0. 094 2 2.18 104. 3 5.9
2 5 5.29 104. 0 1.2
3 10 10. 4 103. 1 1.9
F:n=6

2.5 EMEAYBHETIBRNEES W

Y LS Z Rk b i R AR o AR AR R
S50 v o8 FH I L KO 1 AR 0 0 b A R
TR AT A AR, W AT e T8 80 48
AIEURE AV B 55 D R G 125 2K CAE 0 25 18 SOfE AR I
PE b T T S A e A A R R R
TIZFEACDIER P BT RN & &

Sy IR T A B 0. 100 10 50 Y
Csl iy FLiNaK #3455 0y f DL b & A 4 19
FLiNaK #& b 4% 1/ 1. 2. 1 5 5055 7 %, 4 NaClO
Ak ICP-MS ) 8 5 £ rp LA ok 52, 3 2ok 3 35 3k
19T I AR oy & o X R Y CsT B i 23 505
TR H RO H 3N EFCsIT & B AN

# 6 NaClO FAb-1CP-MS J & 45 1
RGBT CI g &
Table 6 Concentrations of CsI calculated
from measurement results of ICP-MS

after NaClO oxidation

Sk w(CsD /% 5o/ %

0.1% CsI-FLiNaK 0.10 5.2

1% CsI-FLiNaK 0.94 3.3

5% CsI-FLiNaK 4.77 2.8
HEn=5

0.1% . 1% F1 5% iy FLiINaK %&b p CsI [ & &
SIS INAEREA —3, s, <6% (n="5), i} W i
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2T 0] A RO & ALY IE R R L
3 & &

il T P bR A B R AL K T R ARl
105 : HNO, + H, O, 73 3 W % F1 NaClO % JH %
ek IF i — B AE BRI 25 A R ICP-MS I 4
AR R R RN R Sl o W e e
B ik 4 HNO, + H, O, fd0k I g %0 4k . 1CP-
MS I & A& B AF 7R BOR R 22 M R R &
NaClO% fk J& » ICP-MS 43 #7 £ A 0T o i I o 3
W B A 2 FLINaK 5 3h BURE 525 0. 1 ghY
JiER B R 0. 066 g/ g R IR 3 103. 1%~
104. 3% X [EIR K 103. 8% .5,<<6 % (n=16),
ELAE % 07 A5 0 45 5 55 060 FH 25 - 63k vk il
FELE AW A o 2 I R A PR L2
AR R b L I S B VS I (E
51 —3, 3 NaClO #4k-ICP-MS 43 #r J5 38
FHF AR R s B BT . 7RSO S0 HE 21 5 4%
PEF %07 AT R oK o DA JRA 4 R Y
1120 5 50 A1 o T T 05 P ) A0 5 ARt 3 A ik
SRS,
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