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Determination of chlorate and perchlorate in wolfberry

Liquid chromatography-mass spectrometry
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ST T MIAC T SN AC S 2R v SR 6 M0 vt SRUBR 6 5 2 P v RSB Ea il — e BB
WS I E T i

ARSCAAE T AC T SRR A i SR o SR Eh R SRR 5 752 A o 8 U € 3 — A3 R
AN AE o

2 HsetsImxcH

AN T A SCAE N 2 e ASE] ). LR TE H I 51 o, A e H R A
AEHTFAM . NEAENEHIASI S, RESERA (UG REseEs) & T4
A

BJS 201706 £ i SRR 5 A1 v &R 6 1 w2

SN/T 4089 H 1 A vy SRR Eh I 8 VA Ca it - o i/ o 1 v

GB/T 6682 /3 H7 5256 %5 F 7K FURS A 56 7 v

3 ARIFFEX
ASCAFBA FE R ARTERE Lo
4 JRIE

PR HOK-HBE S PRI, RICISAIA S840 BR(GCB) 70 B, P € 38 - i ik
/RS AN A IE, R AR S B

5 X7
BRAE RGNS, R B e, K5 S GBIT 6682 HRLE I—ZK

ZfE (CH;CN) : faifhali,

HEE (CH;0H) : taifhaf,

HR (HCOOH) : fhiftali,

g% (HCOONH,) : 5B 2.

15810 % B (GCB):  120-400 H .

C18: 40 pum,100gm.

7 ArdESh: EEREN (CAS B3R5 CDAA-S-200074-SD, 4ifE>99 %). AN (CAS &
35 CDAA-S-200052S, 4l >99 %) .

5.8 RFIECH
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20 mmol/L IR : FRHL 0.6306 g FREL (5.4) , HEBAKEMMEEZE 500 mL,
RE.

5.9 #RERBHIECH

5.9.1 RAFMETIAI: 25 HEREEL 1000 mg/L &R 5 A1 v SURR Sh AR % 458 0.25
mL, T 25mL ZF&EHMF, HHEAUKMEEZIE, #5, 6 10.0 mg/L MR, =i
IRAEARAEH R, 4 CIRAT

5.9.2 JREFMETAEE: 2 il HEff & BUR A AR R IR 2.50 mL, A 4K iR 2 %)
FE, #5), HIAK 1.0 mg/L AR = SRR A RME TR, 4°CLRAT.

5.9.3 LR APRUEER: 2R HERFEE 1.0 mg/L A bniE LAEW OuLy 25 uL. 50 uL.
125 uL+ 200 uL+ 500pL. 700uL. 1000uL, FfSIEHEMRBEHER S 10.0mL. AR &
SR EE RV AR UE ORI N : 0.00 ng/mL. 2.50 ng/mL. 5.00 ng/mL. 12.5
ng/mL. 20.0 ng/mL. 50.0 ng/mL. 70.0 ng/mL. 100 ng/mL.

6 NFANEEF

—_

VRORE €1 o /A . TC AT HL T 55 B TR (EST) .
TR TER 45 o

HEHHML .

A T REREAL: 10000 r/min,

LAl 4000 r/min.

TR BEE 25108 0.0001 g A1 0.01 go
ER K T IR 48 o

HEHOE: 50mL.

JEMR:  0.22um , HHLAH.

& o000 00000000 O
VO N OO WN

~

XiEH & S5%F

T BERUACHE ST 18 CCHARUKAE T ORAF . RIS I T SEMACAE S, SRR &
HAGUGWENITR, TR GEETREEIL I ERRED e (30 g #f il e
[2930s) , ZRIETFEMMF, -18 )CIRKHHH .

8 MELSE

8.1 #HMmIEEL

Mife T3 HERIAREL 2.5 g CRERAZ 0.01g) MR THRE T S0 mL HIZEE.OEHF,
TN 7.0 mL &K, £ 60 ‘C/KIBH F IR 30 min, AH 5 FHAEMMA 13.0 mL FEE, 75
Ji€ 5 min, 4000 r/min ¥ 250 3 min.

MRS R HERRFREL 5.0 g ORFFAZ 0.01g) MACEERE T 50 mL HEROEF, RN
A 7.0 mL #B4EK, 7€ 60 ‘C/KIBHATHRY 30 min, A5 FAERIA 13.0 mL FEE, #HiE5

min, 4000 r/min % ¥ 250> 3 min.

8.2 &t



AR BCEEW 1 mL T 15 mL &08  (RATFREF 150 mg C18 1 40 mg GCB)
WL, B0 2 min, 3 0.22 pm JEAE, VR (8- 5 /5 B I E

Mifc e R B EJEW 1 mL T 15 mL B0 T (RRTFREF 50 mg C18 F1 20 mg GCB) iix
Wk, B0 2 min, 3 0.22 pm JEME, VRO G- 1S5 R E

8.3 MZE
8.3.1 RABIESELNG

(a) tifE: AcclaimTRINITYP1 & & & 725 #4£ (100 mmx2.1 mm, 3 um) , BiiE
REAH 2

(b) HishH: ANZHE, BN 20 mmol/L FEREZVEW. BEIELLBAREA ILFH % A1,
(¢c) Jii#: 0.4 mL/min.
(e) Hif: 35°C.
() & 2L,
8.3.2 RiESE &M
(a) BETR: WM& IR (BSIED .
(b) Rl R 2 I (MRMD BECREEEHE .
(¢) 70 ESl+.
(d) BANE R E: 200 V.
(e) HESLHE: 60V,
() BLiaFEE: 500 C.
(g) WIS iE: 1000 L/h.
(h) HEFLRE: 150 L/,
(D FUESHILM S A2,
8.3. 3t E T {EfIZk

KRS ARHE AR (5.9.3) HAERSHFRMARATINE . PR GIAME TARR IR
REARAR, DA T AR W SR O AR R il bk AR 2k

8.3. 4 EMME

FEAR [RS8 251 1 I 1A AR S A e ARV, 0 Sl AR A bt AR R
R 0 T R B I R), DARENS T o 8 5 BE IR 7 20 A s PR s RO 5
F L AR SRS AR TR (5.9.3) AR, &R £h 08 B i A — B0 i
W, L W 1 5 VA PR AR 24 (b TR R L PR 5 8 RO ARG SR AR L, i ZE AN I
RRUE MVERL, AT L E R AR AR B SR B e R L



* 1 EMBIERENEFFEENRARITRE

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

FYFRIA R ZE (%) +20 +25 +30 +50

8. 3.5 H&ME

Aol SR G ARME TR (5.9.3) —BUNSEIREL . MR, MRIEPrE T/ 2k
HAMRETT EAR R A &

8.4 AR

BRAIARESD, SR VAR .
9 HRITE

SRR (D .

A

X—iAFEh S A MA D &, AN ET I (ng/ke):

c— MAR HE A fi 2 rb i3t R Bl s P S AR A 2 VR B, S NN e =TT
(ng/mL) ;

V—IAFEIR R I 2 e AR, AN ZETE (mL)

m—IHEE, AT (g) o

THE S5 R DL SR 54 T FAR I O e 45 R E AR BME LR, R =0 &%
ez

10 FHAERSHIRFIEZR
YRR 2.5, EREAR 20.0mL B, AL T R b SRR RS R O 1.0pg/kg, €

RN 10.0 pg/kg; AR LIRS HER A 0.5ug/kg, €& RN 10.0ug/kg.

RN 5.0g, ERMAAFN 20.0mL BF, A S e SRR EE AT HE PR 1.0pg/kg, B
2R 10.0pg/kg; m SR ERIR HIR M 0.5pg/ke & &= RA 10.0pg/kg.

11 ERE
ATV A B AR e UL 3 BB LB 3% Do
12 BEE

FEE RV ZRAG P AL I 5E 25 R 1 20t Z2 (AR S SR TP K 20%.




B3R A

(FERHE)

wRFEIE TS E &M

FT A1 BEERIER

100mmx>2.1mm, 3pm K% o i 4%

I} 5] (min) B A(%) HahAH B(%)
0 70 30
0.2 70 30
3.0 90 10
7.0 90 10
8.0 70 30
10.0 70 30

FA2 [ERMSRBREEN. EEBSTIMEIESTSH

EY) BET (m/z) TET (m/z) HEFLETE (V) T E e =
83.0 67.0% 60 15
=7
AR 85.0 69.0 60 15
99.0 83.0* 60 18
= A R
RAmAR 101.0 85.0 60 18
S B T AT

E: 832 BTG KMF NS E, HRAANFEFUE G, SRS EOTREAFEZESTE, NE AT ROR B 25

A E e




Ffi3% B
SR, SRBRABIIETEIEE

2 x102]  3.590min. g x1049 6.0
é " 3 1.215—
44 0.751
0.54
2+ 0.25- 83.0
o 0L, *4
I 3¢ 2 I ?D ?5 BD 85
Acquisition Time(min) Mass-to-Charge
R A R TR L S X
83.0/67.0 83.0/67.0
-:’IRM (96.9-> 83.0) _ - MRM (3.422-3.814 min)
E %10 31 2 564 min. 2 x10 4] 83.0
S 15 3 25
1- =
1.5-
67.0
0.5+ 1
B 0.5- 51” 98.9
T T T T = F
335 4 60 80 100
Acquisition Time(min) Mass-to-Charge
SR 7 1 B 70 e/ g sk e
fe SRR i 52 M 5 %
98.9/83.0 98.9/83.0

KIB. 1 &REL. SEMBFHEE TR (50mmx2.Imm, 3pumBA% Eiis:)



M C

#£D.1 HRE N E AR

(Fse)
IR EAEEMEK
#* C1 Ll A EEVEELR
B o5& P
mg/kg %
<0.001 36
>0.001<0.01 32
>0.01=<0. 1 22
>0. 1<1 18
>1 14
B3R D
(ERHE)

SESE R S S EAE IR

FERAC T B SR (R R IR 2 L el i i e (%)

e AR
Fh kR kR
- % (%) RSD/% > E % (%) RSD/%
(ng/kg) (ngrkg)
20 89.6%~90.3% 10.3 20 64.9%~78.8% 9.1
40 93.8%~113.6% 13.7 40 89.8%~94.0% 7.4
Moke 5
50 89.3%~106.0% 1.9 50 87.7%~96.0% 63
100 86.0%~93.7% 6.3 100 89.3%~91.6% 9.4
10 72.6%~77.2% 8.9 10 51.1%~62.1% 10.4
20 73.0%~87.6% 11.6 20 72.4%~89.0% 14.3
Mc i 5
40 83.4%~106.4% 10.3 40 72.9%~105.0% 16.4
50 73.8%~86.8% 8.3 50 68.7%~97.1% 9.9




