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{5/ HPLC-ICP-MS Y22 ) LB A U EY
AR FITRIZ ST

£ 6.5 DFHFRIE LM = ELS

2L | ERIABEIETBERNE) LD NRFEREERTR, FitbEEN
XX RPN ENEFNERE T SinE. ASVER/MXINETE) LB
PHRRETYRNRREE (BEH) , LURRR) INEFRFR. MRBIBAT /DS
8%, Bi) B REERRERA",

AR FIIHEBLRNEQFUKE IR LEES P EEES S A X
(& 1), BEHMNEYHAERRTEFETHRTOUIELS. Bk (1) iR
(10;) WEVFBEES, X—URZFEMBHRPMAIETNRS. NFTHEXT RS
SHMBRRINVNELELS, REMR (,) MMENESH DB LR FIMEREEN

TR



REVEMEVRTEIZS, R4 (Br) SMHRTRERE (BrO,),
[EEATREXT A 2B BuRER .

RSP THBEERE

Hmai g

T ERNME, XF£9 0.2 g NIST 1849a A& MFE RIHITH
&=, HIEREK 2 PEARNEFEI R EM (Mars 6, CEM) £
5mL HNO, FiEfR, ARG DIW BB ERmRE

BB RIEKRE BERE SE 0k
pg/100 keal pg/100 keal
US FDA 5 75 [4]
gz 15 29 [5]
HE 10.5 58.6 6]

AEFFE HPLC 5 SBEBETURRAF ICP-MS (ICP-MS/MS) BX A

40 mLo FRER @A SRM FATECHI =1

R 2. HUROBRER

FiE& BE (°C) EFFHRATE {R¥FETIE] (min)
(min)
1 30 5 30
2 210 20 30
3 30 30

EFHER)LRAPHNMAES: ey (1), BER
(105). B (Br) FREEER (BrO, )o HPLC-ICP-MS A2
—MEANDITEA, ENBTEMERER (8152 LEA
i) RIS HRY Y ARt A LUE R EIUARAT ICP-MS
(530 Agilent 7800 B 7900 ICP-MS) {ERTTEKINIZS,

LIS ER 5

WFFAREE

F 1000 ppm fEERECHIRWY). REREL. B FIMEERES
I, REFIMEARMBBZARR Kanto Chemical Co., Inc.o
3% NaBrO, (Wako Pure Chemical Corporation, Osaka) AT 7K
R, H4F 1000 ppm REREEE R, & KI A KIO; (Wako Pure
Chemical Corporation, Osaka) 2 5!a#%, H11§ 1000 ppm
A FIRER EL (& R

InESEEY BRMER

AR ESLEYIER (SRM) NIST 1849a - 22) L/B AN EFRE AT |
(Gaithersburg, MD, USA) 33N E S RRE DT /5 7%

rFh T E ) LEC S PRI ARIE B X E IR R LA,
SINmMEEFREI R, PR MERIAMEES,

REE2 (HNO,, = 65%, Sigma-Aldrich) BT RUR ERAIARE/
HREE, FrERBRIYA 18.2 MQ-cm (Millipore, Bedford,
MA, USA) B F7K (DIW),

SF | 5 Br e SHSBINE, TMEEMER 029 £4GTF 20mL
DIW A, AFETF 50 °C ACAFIIA 1 /6, AR
Ees (045 pm FLR) TSGR, B4 1 mL IIEENARET
1 mL BE%E HPLC ##@mifl (LREEMES 5182-0567) H, &
Do

%23

FRZRCRIEGEEETAS (BHS 61833-65200) #
BAEMTRM Agilent 1260 Infinity Il RABBIE RZS Agilent
8900 EREXFUARAT ICP-MS (ICP-MS/MS) BXF. TRk
ZRICBESHMEIET (BHS G3268-80001) HEFR
R (4.6 mm 1R x 30 mm BRRE R ERK IHELES BRI
fg) BF OB REMARFS. BT&MHRRIENIFAE
BE403E 3 iz

Agilent 8900 ICP-MS/MS (SN ABECE, #100) EEINE
HRSIANRY, BERBELEHMS. ARENBEZHE.
2.5 mm FLERRIEBN Ni #O%#, ICP-MS/MS ERAS
ERN RS, EBURAT (SQ) B TinfT, Eikthald
/8 Agilent 7800 5§ 7900 ICP-MS #TItLM A



% 3. HPLC # ICP-MS/MS (Y 8815175+ 1

105 [
107 «107
HPLC &k RE 3 2]
e 5.0 mmol/L NaH,P0,/15.0 mmol/L
it
Na,S0,/5.0 mmol/L EDTA (pH 7.0) 2
ey ZRMC Cr e EEE 1
) (Bf42 G3268-80001) :
TRENAETRER (mL/min) 1.0 =
HEE (UL) 100 7!: o 500 1000 o 500 1000
- BrO; Br
BE =R x106 106
53 H7B1E) (min) 8 , )
ICP-MS/MS £%% ®E
R SBPORAFER 1 ;
EHEERE (mm) 8.0
EHEFSATRE (L/min) 1.10
== 3 50.0 100.0 50.0 100.0
ZWERE(C) 2 REE (ppb)
RERERE 1 (V) 0.0
B 1. ROERRLL: - o R . . Br
SRRV 2 (V) 050 B B 10, (EE) . 1 (BB Bros (BEF) . Br (BT)
J\IRFHREEBE (V) -20.0
SASEFRE (mL/min) 2.0
HEINE (V) 10 #5# (5 ppb)
—I1127 Br79
ThEELEAIEBLE (V) 3.0
160000 105 12000
REH (m/2) BrA79, 1 8127
BrO;
HoyEdia) (s/FRRE) 05 e | | w000
:?E 80000 “ “I‘ Br S
‘ | : | f‘:‘ 4000 N
40000 | ||
-+ S | I .
ZR5i11ie “I‘\! | [\ /'\
[ JL 00 ¥ A U S " - — -— x S VISR ;|
\, 0 1 2 3 a 5 6 7 8
ﬁl& BYIE] (min)

B D4 0-100 ppb ALY, BABREL. RUMARELES B 2. B—R4F9 10, . 1. Bro, F1 Br #9 5 ppb fit¥ i
TR, B 1 ErARERETERECENESHEBEN,
BB ET LT 0.9999

5 ppb MAVRITAF VB IEEWE 2 Fim. ER—RDFH,
105« I’ BrO; #0 Br PRBIUMIZSIE 6.5 3 #FABIR LA
STl

K2R

AERRE 3 ERUSMENREES, ITEIFEHERL (S/N)
KMBR (DL)o #WIZR 4 FA/R, WFMAZZSHY DL 3944 F 0.072-
0.667 ppb SEEM,



+® 4.2, RERER. BUECYIRIBARREERY S/N F0 DL

s FREREE = BE SIN | &Y DL
(ppb) (ppb)
10; 0.98 27781 676.6 41.06 0.072
BrO; 1.07 1979 320.2 6.18 0.519
Br 0.9 1296 320.0 4.05 0.667
I 0.78 3379 677.2 4.99 0.469
SRM &3

A LCICP-MS/MS MEZE) L/ B N EFREC 5 §5 SRM FRAYIOH
A (CRFTHEREILAIE, ZREEDH; n= 21) o £/
8900 ICP-MS/MS MESMUKRE ((R&d HPLC &) » &5
RHIHPOAES. SHAERE R, SRM foRi HBIER SR oY
REEE. VI BB SNIRE UK SMEIVEREEE—
B, RAFZEEMBERS. SRM RBYRAKRETINIIE,

% 5. NIST 18492 ) L/ NEFER 59 SRM* YD ITEEER, n=21
B mag/kg

TOFER) LEC S YA AR SEM S BT 1232-2592 pg/kg,
YT 25.9-54.5 pug/100 keale ERRERE %l%DEF'IE’J
SR E; BEEERBH T 29 pg/100 keal BIKER &
RE,

® 6. ) LEEAMERDINER, B pg/kge B LLABEHFIREYH 5]
AT S BEAN SURMIEIM

H@ES |70, | 1T |”Bro, | °Br B1* B Br*

1333+16 | 3112+151

1- ND [1157+11| ND
=E (87%) (96%)

2993 + 27

1426 £50 | 10815+ 478

2- ND [1455+29| ND |10826% 141
=E (102%) (100%)

1232 +23 | 29850 + 2392

3- ND [1240%15| ND [25660 230
"FE (101%) (86%)

2592 +44 | 9997 + 389

8529 £ 64
(92%) (85%)

4-[E ND |2372+24| ND

2710, ‘ 127 #Bro,” | Br B B Bre*
SME nEE KME SME
1.31 0.74 1.33+0.37 | 0.77+0.07
ND ND 1.29+0.11
+0.04 +012 | 29*0 (103%) | (96%)"**

ND = 12 ito * R BIEIEH
L R E, B8R

B RAhF R EES IR

PO AR ) LEC T i A am BUR BUR AT ECHI M £, F A LC-
ICP-MS/MS BE N HFAR (n = 4), 91K 6 FiR, EfEIFRF
BRAG HHER AL SURER S, BUMEARLL S SR A CWESEE
7 87%-102%, FEAIFMPFERMABEDITES. BRIV
AL BOREE RAVBIWERSEEN 85%-100%, FREAFMAFE
BYRITRIIZE S

* AR AT AT

e e

AR E LR

TE1REX R, M) LECA @RI 20 0 40 ppb 105«
BrO,« Br #1 1", LUAITHIfREIWEN. SFitnFmFE T
FesI=1, HPMMKR. EZIR 100 pL #FHFEIEH, PRk
mARAIIARFZASTE 20 ppb A 40 ppb MKE 9IRS T BiFI(o]
W= (R 7). ARKRA, ZAETRTERNERE) LESD
FRAY PO R XS

| 7. IARARE S 20 A 40 ppb BIFMER) LECA 4 @A 10, « BrO, « Br Al 10
BIFEIIAREILREER, n=12

127|03- 79Br03- 127|- 79Br-
THEUE, % 96+ 4 97+5 98+7 1005
EIREERE, % 90-100 89-101 88-104 94-105




3 NIRIER 7 DITHIFFNEE) LECA I “Br Ml I BN
EE. UM INRE (2920 F 40 ppb) X B EXEMFERIE
JLECH TN, SMREFTE =10 BEEEREZR
100 pL #HFRIG RIFEM M,

x106 | I 008SMPL d 16 | oesmPLd
Woi0smPLd Moi7smPLa
2{MonsmeLd 24 M 018SMPL d
W ozsmPLd M o19smPLd
W oi3smPLd Woz0smPLd
WoidasmPLd Mo21smPLd
| 3
105
& w
K
I l
| - 4 -
. BrO; | BrO, I
1 Br / Br
0 .A_,,_.’Q’\ﬂ_.______,,,_///’\\ o 3\\_4{\ ‘é/,//;\&_
a0 60 30 60
RT (min)

B 3. £EZ) LEST GUeEE) MrEZ) EST (ENeEE) £/mh
IFFRE (29207040 ppb) 89 “Br fl I OB INEIEE., SREIEEN=6

£5ie

¥ Agilent 1260 Infinity 11 RIEBBIE RS Agilent 8900
ICP-MS/MS BXFE, BXNET ) LEAHEERF 4 MR
0. EAPBTFRIREIEFRIELN 6.5 DHAXRIELS
B, I« 105« Br # BrO;” B4R/ NFZF 0.67 ppbo

Z) L EAPRSOITRET X FREMBE R MRIRER BT
XeRERER. Ltksh, EXEFAE 8900 ICP-MS/MS #1717 #if
RUSTENE. B)LEAY SRM FPSNESEETE
B, [EWRERN 103%. 71" MIKE S EEZIEEA
BRIEFN—3UE, EINERN 101%. R SRM RIBHEITEE.,

KR DR EE) LA T AP RG HMER ER 5
REEER, NEBMUYMARMY. HFRFPNLMEETER
25.9-54.5 pg/100 kealo ZEEMSEEMAELR) LECHIH
BYRSROE, {EEBH T 29 ug/100 keal MR iR = PR =,

RN Z AN &N E ) LB A A @R AR ERS
BEAME, £ 20 A 40 ppb F#HIT T INAREIRE N, 4
SIMTERADE, %) 100 uL #HEIEFRIHBFNE
ik,

SE 3k
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