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Determination of chlorate and perchlorate in Grapes and Wine

Liquid chromatography-mass spectrometry
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2 AetsImxH

FHISCAENFA SRR R AR Al H), P B IR 5 R SCiE, (T B #1B9RR
ARG TR, FLEARE B IRS IS, KSR (BfEpramEdes) EHTAR
A,

GB/T 6682 4 #1555 % F /K FIAE FH 58 77 v

BJS 201706 £ it &2 £5 Fn v S S A &

SN/T 4089 th £ it sy SR L I 8 WA (- o i/ o i vk

3 KIBFIEX
ASCAEBA TR AR E 3L
4 JRIE

BURER AN ARG (19 Z 8K R 21 e B, 21 OJa, FRRUH — %€
CI8RIA s 4L 7% R (GCB) 73 Bk, SR AV € 35— Jo i 0 SRS N0, O B 1] A0 88 % 58
P, BEFIMREE &

5 W7
ARG RS, AR AE A, KR5S GBIT 6682 HRLE 1—Z K

5.1 ZJE (CHCN) : fajdl,

5.2 Z[F& (CH;COOH) : a4l

5.3 g% (HCOONH,) : WUFEEHZL

5.4 fSfbRE(GCB): 120-400 H.

5.5 (C18:40~63 pum,100gmo.

5.6 HrifEfh: SRR (CAS B35 CDAA-S-200074-SD, 4HiJF>99 %). &R (CAS %
S5 CDAA-S-200052S, 41/ >99 %) .



5.7 FRARRSRIARECH
5.7.1 20 mmol/L AW : FREL 0.6306 ¢ HIRE: (5.4) , FIBAUKEMIFMREE 500
mL, JE%5].

5.7.2 50%ZJE+1% L% : B S0mL ZE (5.1) F 250 mL &/, HIA 50 mL
EEFIK, BHIMA 1.00mL 2/ (5.2) , 185,

5.8 tREARBRBIECH

5.8.1 REAREREI: 2> 5 AERHEEL 1000 mg/L 1) 5UHR £ A SRR £h bn vk Ak 459 0.25
mL, T 25.0 mL ASEMRY, HBAUKMBERZIE, 5, 6% 10.0 mg/L &R, S&ER
SRIRAPRHEF L, 4 CIRATE.

5.8.2 RAARME TAEEM: o B VA R IO A Ar v P (R 2.50 mL,  FH R 4l 7K e 42 %)
FE, #5), HlA 1.0 mg/L AR E . = SR ShIR A AniE TR, 4 °CIRAF-

5.8.3 EFURGIME LAEEMR: MR HESBUEEIRGFERR, A E &7 H 5K
W TR BER A AR LA A B .

6 UFEFEE

1 WOAH TS BT/ PSR oA RS 5 UR(EST).
AR A7

[EipRaiiE

HLEH

B0 HL: 4000 r/min.

HL 7R &4 7104 0.0001 g A1 0.01 g.
AR LE: 50mL.

JEME: 0.22 um , HHLA.

e N - =N N~ NCN
0o N OO0 O A WDN

~

RiEH & 5%F

WP 36 4 S BR RAE L W0n . HTAZUSHENITR, B THMT, -18 CR %
Mo #EEFER S, BUEEAARNERARE, B slbity, 1ERFEm e, 7%
N A, SEIFARL, T4 CRDEIRT

8 MELSEE

8.1 HEMmIZEN

HERFREL 5.00 ¢ CRERAE 0.01g) FEdhT 50 mL HZE SO, #ERFIIMA 50 % 201
+1 % LRI (5.7.2) 20 mL, TESIFi#RH LA 100000 r/min 2J%¢ 2 min, 4000 r/min & i 25
O 3min, HEIEBRAHEL
8.2 ik



PR LI %) . B ETEW 1 mL T 15 mL E08E W (RETFRLF 150 mg C18 F1 50 mg GCB)
e, B0 2 min, JFALIBGE 0.20 um B HUMIERE, T VR €0 - R 5 I o

PP A4 : B RS 1 mL T 15 mL 808 R ATFREF 100 mg C18 Al 50 mg GCB)
e, B0 2 min, (PGS 0.20 um B HUHFERE, FHBOR €0 R -5 B 5 v I

AN B EIEW 1 mL T 15 mL 508 $RATFRLF 50 mg C18 A1 10 mg GCB) i JiE
#1462 min, 250 2 min, FAHGT 0.20 pm FHUAHFERE, O 5 -5 3/ 5 1 I 5

8.3 MZE
8.3.1 RABIESE LG

(a) it AcclaimTRINITYP1 E& 5 FAC#AE (100 mmx2.1 mm, 3 um) , BifERE
i ESEC

(b) WEIH: A NZIE, B A 20 mmol/L FFEREVEWR . LA L& 1,

(¢) ¥itik: 0.4 mL/min.

(d) il 35°C,

(e) HFFfE: 2L,

= 1 PR IAR T
i} 8] (min) WENHH A(%) WENAH B(%)

0 70 30
0.2 70 30
3.0 90 10
7.0 90 10

8.0 70 30
10.0 70 30

8.3.2 RiEkSE &K
(a) BTUR: HMIEETE (ESIED .
(b) iy R Z KN (MRMD R AR
(o) FflT: BT,
(d BRI E: 500 C.
(e) FHSIEH (GSD : 20 psis
(f) K AJES] (CURD : 40 psi.
(g) BFLHE S) -4500 V.,

(h) FiESH L 2,



2 WA SRR ENE . € B E TR PG 25

HEY) BT (m/z) TET (m/2) EFERE (V) ifEREE (eV)
i 83.0 67.0* 120 22
ARAR 85.0 69.0 120 25
99.0 83.0* 120 25
=
PR 101.0 85.0 -120 30
e BT o

8.3. 3t T {ErhZk

3 M AERR L 1.0 mg/L VRS ARE TAEW Ouly 25 uL 50 uL. 125 pL. 200 pL.
500pL. 700uL~ 1000pL, FZ5EIEFUFRMEEH ER R 1.0mL. AR, SA R RS
FEFAREE R BRI ON: 0. 2.5 ng/mL. 5.0 ng/mL. 12.5ng/mL. 20.0 ng/mL. 50.0
ng/mL. 70.0 ng/mL. 100 ng/mL.

IR ARE TAEVE LA AR S8 AT o DUR G AR AR R IR B i Al
B, CAUGETHIAR Wi B A PN A bR 2 il b v T A 2%

8.3. 4 EMMZE

A [A) B8 2 A T U8 e AR B A AR, ISR AR A v AR SR
R RR 0 T R B I ], DR T o 2 1 BE IR 7 20 A s PR s - XA 8
FRE . HRERAR SR A ARME TR SRR AL e SURR B8 DR B I 18] — B i, HL
SE PR 5 U LA 24 AR A T A L (4 58 P 28 5 IO AR N 2 FEAR LE, (R ZE AN 3% 3 HLE
FITE I,  JUAT DARA 2 R i LA S A SR . SR o A v A VB0 A U R P H
A 0 1R T L 22 I8 A A S 2 A2 T 8 Y Rl N

R 3 E VEWHIERS AN B 1= L A SR S VR 22

M EFEE (%) >50 >20~50 >10~20 <10

IR ZE (%) 20 25 +30 +50

8.3.5 EEMZE

RS AT, oRrie ) SR S hn e AR — S IR L . MR e, AR EE b v
TARhZeAMRiE TS &

8.4 =TAKK

BRAIIRAE SN, e ] 2 5 R AR

9 ERUHE

GEREA (1D 5




A

X—iAFE R S SR, BACNHOTE T (ng/ke):

c— M bR vE T AF B2 rb e H A AR VA VTR A R D 2L o IR, BT Nl e B T
(ng/mL) ;

V—R PR R R E AR, A2 T (mL)

m—FREE R, AN (g) .

THEAE B DLE B M2 T SRS A WS ST I E 5 R E AR PR, R EAE
BT
10 FHEREEMR

KITVER EBIRER L. SERRERN 10.0 pg/kg.
11 HERE

ARITHEAE 10-100 pg/kg ISINIREVCREIN, RN 60.3%-98.0%. @8 IHAR A1 A i 250
B DL BH 3 A

12 HEE

FE R V2R T SRAG R PT CMSLIN E 25 RA 26ox Z2 (E AR ST AME T 20 %.



ol

M A
(ERM)

HEimUHi S T LAY

Chlorate-1 Chlorate-2
83.0/67.0 85.0/69.0
2000
364 "
g 6000
2 20000 =
= £ 4000
E 10000 = 2000
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0 . e 5
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Prechlorate-1 Prechlorate-2
99.0/83.0 101.0/ 85.0
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2 3 4 [ B 2 3
Time, min Tme, min
KA1 &R, SERBAHES 7k B (100mm>2. 1mm, 3pm RS i)



Mi% B

(Fse)

SRERNEEMEK

® C1 LI EANERIEER

A ey K E
mg/kg %
<0.001 36

>0.001<0.01 32
>0.01<0. 1 22
>0. 1<1 18
>1 14

SEE R SRR R R E

Mis% C
(ZEHHH)

R IR ER L v SR R AE IR A 46 A0 26 90 v PO AR P % RS R 9 B (%)

RIRE AR L
e I M (%) RSD/% It EE (%) RSD/%
(ng/kg) (ng/kg)

20 77.3%~87.3% 9.3 20 64.9%~79.8% 10.6

BRI 217 % 40 82.3%~101.0% 5.4 40 81.7%~92.0% 11.9
100 85.0%~94.6% 6.6 100 83.3%~94.6% 8.6

20 70.6%~79.2% 8.9 20 57.1%~72.7% 7.4

TR 1 40 73.0%~93.6% 12.1 40 72.4%~93.5% 14.3
100 83.4%~106.4% 11.3 100 72.9%~91.8% 13.4

10 60.3%~77.3% 8.5 10 62.8%~79.1% 11.5

GEaRL 20 61.7%~88.8% 14.8 20 71.5%~84.4% 6.9
50 62.7%~71.9% 6.6 50 76.4%~98.0% 10.2




