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Determination of clorate and perchlorate in leek by ion chromatography- tandem
mass spectrometry
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1 SeE

ASCHE T AESE b SRR LAy SR ER 1) 8 - i - o/ o b M e T vk
A IE YT AE S P SURR LAy SR ER PR E

2 MetsImAxH

BN SO A (1 P37 S AR SRR 51 P TG A SCAF s AN AT R 26 k. b Mo v H IR 51
SO, A H IS B AR AS & T T A AN HR SIS, HEdshiAss (B3E i g ses) &
FFASCA

GB/T 6682 73S = K HA% A6 U5 92

3 RNIBFENX
RSB 75 BT FIARTE R E
4 [RIE

AE S B SRR BN v SR B R A I L KR SR B, A SRR SR B A AR UM Ak, SRS
TG &, RIBTUERN, R AR ER.

5 tsnFnmR

BReAES AR, ATEFTA RTINS, JKAGBIT 668285 (11— 2K .
1385
1.1 ZJiE (CHsCN).
1.2 HEE (CH30H).
1.3 HE (HCOOH).
1.4 S5 (KOH)D.
RSl
1 0.1 %M RR/KVE: L1 mL R, FI/KMREEZRZ 1000mL, EA.
L2 LGRS B60 mLZAE, FHO.1 % FH R /K E ¥ 25100 mL, VAT,
.3 100 mM FEEAHAER: FRINS.61 g AL ET, RIZKAER €45 %21 000 mL, VA,
3
1 SFRE (NaClOs, CAS 5: 7775-09-9) : 4 >99 %, BLZE FMIFEF% T AR W BE15 1)
Bt i o

o o a o o o a0 g g o O
W ONNNN

w



T/BPMA XXXX—XXXX

5.3.2 FAREY (NaClOs, CAS5: 7601-89-0) : 4iF>99 %, L& E KWL 2 TARUEYIBGE T
IR o
5.3.3 BOs-&R#E (HRILFAIFEAFR): 100 pg/mL (LA 1B0s- SRR TT) ©
5.3. 480 mARE: (RAEMEFNM R AFR): 100 pg/mL (LA 80, =& BRIR T .
5.4 frfERRECH
5.4.1 EIREAFHERE S (1.0 mg/mL, DAERRIRTE): #EFARILAEIREN 12801 g, HI/KEMHERE
1000 mL, V&%, 2 °C~8 CLRAF, AN 14,
5.4.2 EEBRESBAREME S (L.Omg/mL, DS SRR T HERFRICS @B 1.23009, HZKIE M E
K% 1000mL, A, 2 C~8 CIRAE, AN 14,

SEe G R Ao SRR R Y 8 25 Y PT ST F 20 B S E JF4 T B v 0 5T 13 F B 5 -
5.4.3 FEAEREARERE & PRI (100 po/mL): AERAILERL10.0 mL SRR #hAnvte ik 49, B 1100 mL%
=T, RKBREEREZE, WRY, HEREEERAET. 2°C~8 CRIE, ARIALE.
5. 4. 4 SR EL AN AR R VR A bR PRI 20 IR 1.00 mL SRR Bh b v £ VR 1.00 mL i SURR Bh b
HEfE & P, BT F— 100 mL s, FKMRFEREZIE, 5, HIRERSE. sk
FE43 129 10 pg/mL A1 1.0 po/mL PR A ARE R I, e 2. 2 'C~8 CIRAE, AR
HN3INAH.
5.4.5 FUEREh AN &R SR A bR A 1: TR 1.00 mL SURR 2 AN s SRR 2R IR A AndE AR I, BT 10
mL ZEt, KRR R EZZIE, S, IR, s/ 52 1 000 ng/mL #1100
ng/mL VR S ARUERE R, iR 2R . 2 C~8 CIRA7, AN 1A,
5.4.6 FERELAN R AR THIR A brdE M FIVR 1: VR 1.00 mL &R b A EER bR S An i R 1, BT
10 mL F&EHT, HKMRIFEREZIE, #5, WG mEREIRE 73752y 100 ng/mL A1 10
ng/mL VR A ARUERE IR, iR 2R . 2 C~8 CIRIE, AN 1L MH.
5.4.7 SRR = SRR ER AL R N ARIRAFRAE PRI : WL 0.50 mL SR #h [F A7 2% A AR A 50 L e SR
EhFEA R AR, BT E— 10mL AFEMd, HKMRIFERZEZIE, B4, WIRERHAR. iRk
AR 3531749 5.0 po/mL A1 0.50 pg/mL VRS ArdE P ER . 2 'C~8 ‘CLRAE, AREIHN3INH.
5.4.8 SRR ELAN S SRR ERIFI A7 N FRIR A bR LA PV WRIX 2.00 mL SR #h A1 e SO 6 [ 1. 3% A AT
prdEpIRE, BT 10mL e, FKMRBIEER BRI, 1R, G ER bR Al e SR £ A Rk
F£43 5128 1.0 pg/mL A 0.10 pg/mL FHE S FR#EfT . 2 'C~8 CIrRfFE, ARIAN3INH.
5.4.9 SEREEAN S SR EARUE RF: 2> BIWLEN O pl. 500 pl GRRR H A ims SR 25 VR A AR v s IV 11,
100 uL+ 500 pL. 1000 pL. 5000 pbL SUFR & Al i SR Sh1R A bR A R | f& 200 pbL [FI47 35 N AR IR AR
AR, FHKMBIFE A 2 10 mL. SEREWEMR Iy 0 ng/mL. 5.0 ng/mL. 10 ng/mL. 50 ng/mL.
100 ng/mL A1 500 ng/mL, =&FERELKZEK A 0ng/mL. 0.50 ng/mL. 1.0ng/mL. 5.0 ng/mL. 10 ng/mL
150 ng/mL, Aritk TAR IR SR 3L [F) 00 35 ARV TR E D 20 ng/mL, e SRR 3k (R0 35 ARV TR T

2
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2.0 ng/mL. I ERAC .

5.5 ¥l
5.5.1 [EAHZEHGH: A8 A (500 mg, 6 mL) BRPEREHE 4, InFARIIK K 6 mL FIELELL. 6
mL ZJi5- B K M e~ 4T, B RERTHEH A A Rk B VA T

5.5.2 RWMZIEZ L& : 50 mL.
5.5.3 FAEAYERUERL: 0.22 um.

o

IUEE AN &

1 BT OSBRI B BB S A s 5 B R
B K F: B 40.0 1 mgFil mg.

TRIEIR A 75 -

S

Lo

BSOHL: s % =10 000 r/min.

T A IR

M TR

& o oo oo oo o o o
® N o O A W N

7 SIER

7.1 REERI

SRR B Sy, R, IERIEK S, AR,
7.2 XFERRER

JEERESFRE 2.0 g CRERIZE 001 g), BT 50 mL B0 H, I 40.0 L SR 50 v SRR 25 [ 7
FNPRR AR, IRSEA G EE 30 mine A 0.1%HF BR/K I 4.0 mL, HIZEJ5ERES, W
JEIRA] 30s, EAHRE 15min, JIAZME 6.0mL, A HZEEX 30 min, 10000 r/min &0 5min, HLEER
(SR
7.3 HAEBEK

RHX 2.0 mL B30 sa R SR IE R AR ORE, FR 2R HERG  BlJS PRI 2.0 mL _B3E e A ss A IR
SR ARACIORE:, RS P AR L AR RN, B - AR DRSO i
7.4 BT BIERKRIESELEG
7.4.1 BFEIGEH

a) tilHE: lonPac AS20 #[H & il (FEK250 mm, W42 2.1 mm) , BMEREA M E .

b) #RPEH: 100 MM KOH. ¥EBLFEF WL RARA L.

c) Ji#E: 0.2 mL/min,

d) H:i: 35°C.
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e) HFEE: 5uL.
7.4.2 FRIEEM

a) BT B BB A AT (ESIH .

b) FHiT: Z RPN (MRM) 5.

) FEHIESEAENE. € EET ILHRATRA 2,

d) SERER &R LM 2 T (MRM) 37l K 2 WL B EIB.1.
7.5 trAERhZRIHIME

W SRR SR AN S SR bR HE RIS A B 1 (- sR RS AN e, IRAFAH RIS, Dbt R 51
ARV SRR R A v R R IR B A b, T AR L GNAL AR, Lol Bt T 28
7.6 EMME

B EEWAE T, BHE TS MR TN TEF, EMESKEEMET, FEah Ry
J5 P 5 B IS T3 A v YA 0 S5 2 ) £ B B Tl 257 5 %2 P s T MW 00 PR 8~ 19045 e L 2 7 K F 51
3 (SINZ=3) o HFFE b Pl I 2H 7 5 PR RS 1 (AR =5 BE 559 B HE0 PR R TR o 0T L FRD 5 12 B PR AR X
FREAT IR, Mz IR 1 RUE Va0 AT R S AT R A A7) o

= 1 EMHIENENE FFEENRARITRE

AT B FEE (%) > 50 > 20-50 > 10-20 <10
RVFHIRKIRZE (%) +20 +25 +30 +50

7.7 EEMNE

K AL FRAF B AR A B T (- R RIS A AT, 49 215U ER R e SR 5 Ve THI AR 5 06) 2 Py [R] o7
R ASRIETIIAR LA, ARYE AR th 215 B b SRR b A s SRR B M 5 8

Pt A VA TBURTRE T P A0 A0 P AR 259 9 b o 2 1) 22 P i B9 Ly, o SR B ek e L,
TR AT, I ARAS IR AT A B, T KRR RE B YRR LRI AR VA B AR DT IG5 73 #
7.8 =HIRLE

BRATREGARE AL, 42872707 350 Hr D BRIEAT .

A RAS = T0.505 @ IR, RIXTAMIVATIBHT EZ, SR BRI 350, B R ARAEKT0.5
HE R .
8 DLERIFRIAR

R SRR S B m JBR & #ix X (D i

¥ = (C=Co)VX1000 1
mx1000

e
X—iA PP AR AL 1) 5 5, LSRR B SRR T, AN Ie T30 (ug/kg)
C— ik ih 2 tH 545 2 AR U A I AL 73 O SRR, SR e iR 20T (ng/mL)
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Co— HabmifE B 25 11 515 21 2= FRFRE WP AR 2L 7 R Bk, B AN A= 7+ (ng/mL) ;
V—iFESE P I AR BOR FA RN, A =T (mL)
m—iRAFE R, AN (9)

1 000—— A B R 5
545 AR 3L T

9 BEE
1E B A T 3RAF B RS20 e 25 R 1 450 ZAE A BRSSP IME 15 %.

10 Hfb
FREEE N 2g I, REEP &R ER RS R A 10.0 ng/kg, EEIRA 50.0 ng/kg: o SR 5 A H PR

2.00 pg/kg, IR 5.00 pgkg.
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Mf R A
(ERHERMTRD
BEFRIERKRIESERY
Al BT EEMBE R LR AL

®AL BT AIERTRG

A Cmind 100 mM KOH L4l (%)
0-7 10
7.5 58
12 58
12.5 10
20 10

A2 S5 %A

a) #EIHE: 3.0kV;

b) & T UIREZ: 350°C;

c) #IURSE: 4507C;:

d) TS E: 10.0 L/min;

e) HEFL (N2) Jiim: 150 L/h;

f) SR FRALIRE

0) Al S R . S, 3.6<10° mPa;

hy Fi7 R 2 RNMEN (MRMD;

) SRR RN = SRR Hh e e B 0 S HEFL LR . RiEREE R A2,

FA2 [lgE. SREBRENERFESH

Bg-7 TET -
&Y BEHEE (V) i E (V)
m/z m/z
. 83 67* 63 22
NN
85 69 63 22
o 99 83* 74 26
AR
101 85 75 26
SRR WA 89 71 64 22
T SR R A 107 89 75 27
E: CNEEHET; MRAANFETEAESE, XARSHOTRAEZES, WE MK S S5t
ERlfo2ES
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M X B
(ERMEMRE)

St NS s EsE

A

100
50~

AR N e SRR EARTE S ) 22 SN IN (MRMD [EILIE] B 1o

3.22

EARERBIZ R MM (MRM) &

L
83>67

-

o O

oolo
IH I |

INI

FBE
85>69

BN
89>71

Relative Abundance
w
o
INEN AN

EEm
99>83

mEm
101>85

6.44

EREZAT
107>89

EB. 1 |E&

Time (min)

& (100 ng/mL) MERELEFRER (10 ng/mL) RENCRERAFRRIZ KR EDN (MRM) [E




