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MTE RIAEERD FRRY 300 AR,

{653 Captiva EMR—-GPD B4 0,815 LC/MS/MS #1
GC/MS/MS #0

HE

AN AEIRNABT BFONMAEM P RAGLEREBEDN A ENFLS K. HEE
f&1EMA Agilent Bond Elut QUEChERS AOAC EEUAF & /71 AR, MEEER
Agilent Captiva g2 ERAR-ZBERTHEER (EMR-GPD) #im@d 21k,

SAE#1T LC/MS/MS H GC/MS/MS 7311 A AN AT DT EZRNEM BB
AERANRERTSEREHRENESHNEMIEESER, FoBEESR. &
REMBIDHTH, 300 ZFHRAGRETIRBNAEEELER, 95% U ENBERDT
YIFIIEIRER 70%-120%, 97% L ERIEARD T RSD 1T 20%. @il Fi%
WEESHTERERITE, SRKA, WENEREZERYINERELNN 60%.

EIIFA, BEAME—MERNGE, AIHE ST ARNENET.
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NERE— et R T ZERNEELM
MBRRASF. M, RENME. BN
B EREEASIPREGRITHE
R AEMER. XL ZEANREAS
BT NI IR ZRE MBI
Ite, XRZBIEERIUERIITE /X
SEFEM, FINEKRE (EU) MERER
fREE RS (CAC) HITRUEZ AN,

FEEMENERER, WaARHNKEGD
FHREAKS™. AEMBATESE
FENESBEERESE, WIANBREDN
WERZ—. REMN—RE 12%-15% B
X5, HEESBEARERFHH. REER.
XERMBEEL. EXNERFTERE
HITRAENMERERR, AFEGRETR
BERTRAKS T . ERANFEREIL
B E— B E(EA QUEChERS Ztei#
QUEChERS %Y, BEE#1TH#F SPE
- X AN

fig & Carbon S /)\MERY Agilent Captiva EMR
K@ R A TR SN F @
HFEER, Captiva EMR-EZ@EEETHE
[& (EMR-GPD) A1 EMRAREERETIHE
R (EMR-LPD) /NWMELEHERFEZTIE
B, MV E S LR IR Aok
7] Carbon S # Captiva EMR-Lipid, FLL
FAHER 5 N-FIEZ B (PSA) #1 C18
JEH&o Captiva EMR-Lipid W77 AT 421
EIREMMEMAERERR, M PSA Y
FIMBT A= 24 2= bRAE R BR A Lt B AR,

Carbon S IRffi7| Al =8 EFREBZER, EC-C18

AH— TR ER. BEEAETNE
DR, REEFEREEGERES
NEZ#THERRH T EHEBENERER
K5 B YEIE 2 BN, XF
BEGeETHER, BEHEFEA Captiva
EMR-GPD, i Captiva EMR-LPD MEEi&E
BRCEBRTEER.

AR, A Captiva EMR-GPD 71\
T R BT IRRIZE T
i1k, FFA LC/MS/MS F1 GC/MS/MS
DITAEEFB 300 ZFE R,

SIH RS

HERSEAF

REITERI AR (IS) BUBAMEE RN
kBEZRECER AT (585 5190-0551)
# Restek (Bellefonte, PA, US.A), S4R
EERIM I E Sigma-Aldrich
(St Louis, MO, U.S.A.)e HPLC RZFE
(ACN) T3 8 Honeywell (Muskegon, M,
USA). HFIRIER. ZEREMBILIZD
8 Sigma-Aldriche

ARSI ER

R 11 ZH8/7KEZ BRECHARE /Y 10 ug/mL
BYRE LC ARt IR aR&AM IS IIRER,
FE -20 °C BUKFBEPRTF. ENRE
REAREER MIRERFRHEBELIE,
fEREENBREIRAET,

£ 990 mL ZBEHIIN 10 mL k2.,
HEE 1% CERNIBERBH, ATE
= MEF.

X 5ME

LC/MS/MS FRZHER Agilent 1290 Infinity
BWAEEIES Agilent 6490 = E R HT
LC/MS BIBEFR RS, 1290 Infinity RAEE
EARSEFE Agilent 1290 Infinity —7t3R
(G4220A). Agilent 1290 Infinity Bahi#
128 (G4226A) F1 Agilent 1290 Infinity 1
B8 (G1316C). BEABM 6490 = E IR
7 LC/MS e L RICIHETREBIRE R F
JBo KA Agilent MassHunter T{EUEHR
HHITHIEREM D,

GC/MS/MS TR5{HF Agilent 8890 GC 5
Agilent 7000E = EMHiRHF GC/MS &4t
(GC/TQ)o GC EEE T Agilent 7693A BIf
RIRFHFEEE (ALS) A 150 MRAIAVF m
o RAABRAZENHED (MMI), £A
R HECIE Ultimate 23k (PUV) iE3E89
FIRAEERY 15 m HFLIFFRREE,
FFH 8890 SR INIRIR (PSD) =, B
X GC/TQ EC&, 3EZ L Andrianova BN
FEfERY, 125175 MRM (AMRM) &3t FE
S8R, REFENFREBHIEIBIEE, U
ULEZ Agilent MassHunter R 5IRE 54
1 MRM #UREE (PREP 4) RBYREEBY|E],
ZEIEER T L& MS . KA
MassHunter T{ELLHFEHTTEIRREA
o
FRatERERANEMNREE:
Centra CL3R &/ (Thermo IEC,
MA, U.S.A)). Geno/Grinder (SPEX, NJ,
USA). Multi Reax X Ex728 (Heidolph,
Schwabach, Germany). BRE. =
S A% % (Eppendorf, NY, U.S.A)).



ZRICIEE 48 FLAAIEEE (PPM-48)
525 5191-4101) . Agilent Bond Elut
QUEChERS AOAC #ENdf& (525 5982-
5755) . Agilent Captiva EMR-GPD /)\iF,
6 mL (85 5610-2091) . Agilent Bond
Elut QUEChERS EMR-Lipid F&RS 2 ERER 61,
3.5 g F7k MgS0, (£72 5982-0102) LU
MEEYRF, 50 mL &, 100/8 (S

5982-9313) »

IR

£ 1 5IHT LC/MS/MS %, B*E
RPN Z R NN (AMRM) £
#, EBN Zhao W AEKR", & 2
FIHT GC/MS/MS . BXBHRND
ey dMRM 228, B2 Agilent

MassHunter REASIFIFT YY) MRM £
1B (PREP 4) (BRFS G9250AA) o

1 E/~" 7 XA QUEChERS AOAC %
BY, #A/=2F Captiva EMR-GPD /&1L H&
BIRES 100 ng/g BIMIAROEERE SRR B
TRRARIEE MRM BIEE],

£ 1. % Agilent 1290 Infinity LC #0 Agilent 6490 =EPURFT LC/MS RZERY LC/MS F77E514F

RAEEERMY
it Ag?lent ZORBAX Ecl?pse Plus C18 &i%#¥, 2.1 x 100 mm, 1.8 pm (%25 959758-902)
Agilent ZORBAX Eclipse Plus C18, UHPLC fR#F4E, 2.1 x5mm, 1.8 ym (%5 821725-901)
IR 0.3 mL/min
R 40°C
HIFE 2L
e A) & 0.125% FEZ. 10 mmol/L BBER%%. 0.5 mmol/L ﬁmﬁe’m%‘i& ]
B) & 0.125% BE. 10 mmol/L BREREE. 0.5 mmol/L FILERM 95:5 ZREKAR
HEEEEE 2 0.2% BEK 11111 2 FERREKER
BYi&] (min) %B SRR (mL/min)
e 0 % os
8.01 100 03
{=1ERYE] 10 min
faifThT|a] 2.3 min
BB &M
BERN BEEE (ESI)
[KBRE 120°C
SRR 20 L/min
Z{kae 40 psi
HRRE 225°C
HEME 11 L/min
ENERE 4500V (EBFHABFER)
T8 & 0V (EBFHABTFER)
Funnel £ BERF: 150V (EBFEI) , 0V (ABFHER)
fRERF: 60V (EBFEN), 60V (ABFR)
R EBFNREF, BRSEXM 1 PHE 4

& 2. X3 Agilent 8890 GC 1 Agilent 7000E =EPUAT GC/MS Z4:89 GC/MS/MS FiE5 1+

Bigt Agilent HP-5ms UI, 15 m x 0.25 mm, 0.25 pm (535 19091S-431UI-KEY)
H= a8

BB 1R 1.016 mL/min

BIGHE 2 TR 1.216 mL/min

priz =3 1 uL AR RS R

HEFONE ZRECEBEENE 2 mm ZMHE, 58S 5190-2297

MMI FREF

60 °C (fR%F 0.1 min) , LA 600 °C/min %= 280 °C H{R¥F

HEREARER

60 °C TR#F 1 min, LL 40 °C/min BYERZFEFAZE 170 °C, LL 10 °C/min FUEREFZE 310 °C,
fR4% 2.25 min

BTy

20 min

1.5 min [FiB1T

RIRZ A 310 °C H:8%8
BIB1TR7ER 25 mL/min
R RE 280 °C
BFR f2%% 3 mm BRI Extractor BFE, 280 °C
BEER ERERER
ORI RE 150 °C
Eci=Rapl B2 MRM 12, (dMRM)

BT EEREEEERETF | 10

TAFIIER

3 min
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1. ZEYHI AR AR IIFRRE Y 100 ng/g BARRZIH) LC/MS/MS MRM &1E[E]

8?}‘ jll Jafnh.«fl.\lu.y A,\ xw,“HI‘L""““ "“W*‘ ‘“‘ *“ ‘”"“"M‘“ =

B8] (m|n

RFIZ LUK Agilent Captiva EMR—-GPD &1L i#171% el Ah 2

ES MRS ES

ENARENEE St ™7, ¥FEL1.59 W
=X, BF 50 mL BOEBEH. I 4 mL
0.1% BRERAB K. SAERIHEmIREE 15 72
X FHERH TR D KM F i, &
B8 QUEChERS AOAC A AN mEEY)
HITERL, ZEG, F 27 mL Y5
03 mL KEE. RAEHEEHFRERE
Captiva EMR-GPD 6 mL /MEr TiEd
F. BIENFEERE (1-3 psi) KU

WS BSERORRE T SR, KAEE
2-4 o FEB 3 mL RS YIERFEN
10-15 D¥h. FATEK MgSO, FIRFEF %
iR, STeXRREENKD. HRaERE
#H1T GC/MS/MS 34, ZTE LC/MS/MS

D ZAH—PER. FHANF LT IE
RIZWE 2 Fime MAEM BRI
MRE R RA L mAEREE A
FEZEW), BEREIMEIRENERE
#2910 13,

17 18

& (A) #1 GC/MS/MS MRM &1E[E] (B), fEF Agilent Bond Elut QUEChERS AOAC Z£EX

BERR
M mE N ESNTHERE TR
EMERE R MENHERA RS, [
BB T FRIK VIR E, RIEXER
HERYIBITE, XEET 5 mL A 10 mL
BNk E,

Ak REITE

HRAE LU LN 73 E AL XY A& B9 an Bl &b
BREFHET T I REMFRRERE
fRE, BArE=R. EMEMERY



. ERLEREMEEZENTEER
(LOQs)o MIHEEIUE. EMMHMERK
N, fEARREMEIZE 10 # 100 ng/g BIFR
IirEIEESl (PR-QC) #dn, —I/59,
SR M ZEEN S AR PR E A 1 A
10 ng/mL. ABBRAF AN EHI&EN
ERNERTEAF R, FRKERZ
gl, EERTHEEYHI&EGNR QCs
(PO-QC), XFRZF 17110 ng/mLo LA 1 A
10 ng/mL BREBEEZETHFA=H (8 1%
ZERNZEE) miin, #I&4 QCs, AF
KIS 4#HR, §F QC F1THIE 6 10
5 PR-QC 1 PO-QC H1ER Br47RIE
ERL T8 BB, /A PR-QC
FRAYIEEFREIT 1T 8 RSD H e et b
BAENEIM, A PO-QC FAFIAR
BEPAER BARAIEEAR LT B B AR E
AN, IS TE PR B R %S 2 BN
BL0.5. 1. 20 5. 100 50. 100. 250.
400 0 500 ng/g BORE#HITEMR (TE
WX FRIRE Y 5-5000 ng/q) »
X R UL ECAR A FRZR 28 14 A0 LOQs #H1T1F
fio FRIREERYEIA] MRM BFXIHE 24
YIETE. MIAIEEE R,

FFEX 1.5 g PIEEMETF 50 mL BOLEH,

!

FE 8RN 1S IIARARIMARIEE QC F@m, BiFmRivEs 30 ¥

!

BON 4 mL 0.1% BRERKAR, REmRIEES 15 2%,

!

EF@RPIN 15 mL & 1% ZERHZE. BHmRIEES 2 2%

'

MmN ACAC #BM—EIRFEEIRF. ERER.

!

{3 Geno/Grinder £ 1500 rpm TE#REIZURIE 5 9.
$RIE, LA 5000 rpm BUEIERE 0 5 995

!

TBEX 2.7 mL 812435 0.3 mL KB G,

|

¥ Agilent Captiva EMR-GPD 6 mL /\MEE&F PPM-48 £, FTAHREBEB TIRCHKES,
BEA 3 mL MRS Y2 E Captiva EMR-GPD /\VEH3,
EREHHAENM 1-3 psi BIESHITIER

y

RENEMZE 3-6 psi, HIRKRT, BEEILATRFREEINMER.

y

FB7FIK MgS0,s (49200 mg) FIEHERERERR, RITES 2 D8,
FRIELL 5000 rpm BYEEIREI ) 3 950,

!

|

®i2 LEREEAT GC/MS/MS H1fr, EFHRAKERE 5 (EA T LC/MS/MS 7317,

&l 2. 5/ Agilent Bond Elut QUEChERS AOAC ZEER LAz Agilent Captiva EMR—-GPD i@id 20 5 b B A= ST

LUSE Ny =




HREIIE

FiERRSMRK

REMRRIFE, HIANREEBEEEREDN
THER, ALk, Captiva EMR-GPD 2
BEEURNEERE, 1.5 g RER
B0 18, WHFRERH#HITSERER
MMERERREERIER, B 3A H—ikiHl
AMAEER, BT TENEE. E 3B
79 QUEChERS ZEY/E89E1Y, 79MEXT
Art. B 3C MR TIRZE,

AR RREY

AR ARREY
FIRILE

; RETEWR, F2Mk

ZFHERYRE R 8-10 mg. E 3D AW
HEFEEYIN GC/MS £ EIEEE S,
EREIREINRE AL REIRY), Bk
BIEENFRABES: dSPE A LHEEERY),
[REPEIEE XA Captiva EMR-GPD /&
YHNEERY ., AEERBRESER,
ETMYEBRNBRENRENEEON
(5-7 D¥pziE)l) i, REAXLFILY
RIEABRT 4258, QUEChERS FEVE M4
LRI R R AR E B AR AV 48 K BB 0 T
MER, HEREBESSEL, 5%45%

AR ZERY GC/MS £1RYE S

Ll '\

dSPE &1k #8LL, Captiva EMR-GPD 321t
THRS RS, ERERAUNET
4%-10%0 =M ENEREZEERY
B ABRFEME L, 18 EMR-GPD 1}
O[RHERE IR R R,
ZERIGEFAMEEY/NT 10 mg BIHE
BB U PR E R T I AR
(6-7 DHHRENBIEOD) HNEM%,
10 BENHEREHELEN, Hib, fF
F 1.5 g BER, EdERhIRER
10 &

-2

| S SRR WY DRSS N I A B N

| PIREZEENY), dSPE 141k, 40% 2451k

il

| POEEZRERY), dSPE 2%k, 34% WA

A A A A

AH__J%_MMLMMKLJ{‘»A A A A

PIREZEENY), EMR-GPD &1k, 44% S5k

PN A

3 4 5 6 7 8 9

10 11

12 13 14 15 16 17 18 19 20

REERY(E] (min)
3. WAEERIFIZ AT, (A) AR, (B) QUEChERS ZENFHVEEY); (C) MIRMNNTIRINE; (D) AEHZEEY) GC/MS £HBEBIEER



oy, ERARIERE, BOKEBKN  BZEIRE, £/ Captiva EMR-GPD 8  FHiAE=MEEITEH
BE4p/ DEREEEY, 5EA10mL IR UN, K5HFRBEVMTRS B EfRYERER. EIMEFE R L
KEORERAABEL, B 5 mL KEE  AFmoOmYERER", FERHERUTK &ﬁ}ﬁ@@ai&;&éﬁﬁﬁ LOQs, S755Em
FRHZER LD T49 30%. AT, A SKWEREYHLFIAZT EMR-GPD 4 EMAEHT T M4,
S5mL KETHREFTHERIUDE, WERYE HZr/KBEFUERALEH]: 01000 595 A
RARIWENFIEEE, BMEWL, 5  10:90, WERRAWBIRDITYIEIWERLE
BEME PR EBHEIEI DRI RA,  BILEEREE 4 . XTLEERRKRIA: A)
FEEEKCHIMERS, @ 1.5 9 BERY  IAKHSHEEYINRES, NETFEH
FION 4 mL & 0.1% BERI/KES&RE RERSTYPBEILE, B) AMKTIUE
THEERIKIE. SHEEMT JIMRANEIWNE, Ak
MIEELE G, At, XF Captiva EMR-
GPD B3R, 10% KIUESLLAIERN

I:I:Lﬁ.o
. W 10% 7k | 5% 7k M 0% 7k
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& Z AL T TR #F T g ¢ 5

& 4. L1t Agilent Captiva EMR—-GPD L ETRINNIKE. FAIARREN 10 ng/mL BIRERREYIHITIER



BFIEIER. SIMEE RSN

B S AT ERENNERER
X, Alt, FRXLESHRIIATE
BAMREIEEEE, HAMETMEESET
SANTE/11312/2021 158", B 5 B8R 7
PEERR A BAROTYITE 10 A 100 ng/g
RETHY LC/MS/MS F1 GC/MS/MS #
MER, BIERARUWE. FWE (RSD)
MERMN (X LC/TQ) « £RET 10
# 100 ng/g MIKREFHEITE, &
MRE 6 HEERAE. RITHIEDT
BR 95% L EMBiARDRYElER
70%-120%, 98% LI FEIE RS YIE
WER 40%-120%. STFEIME, 97%
PU_ERIEAREIRE RSD /F 20%. ST

A RA R
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BIRRE (321)

LC/MS/MS BB R, 85% LA EBIE
RO T 60%-130% BIE o 1EHF
F=B 300 ZMREA, 12 7E 10 ng/g
RETTERN, RRANERTINIE
AN, BArm iR E b eI aES| &
10 ng/g RE THIREER K,

ERITERZER LOQ

B RATAE E IR R SR A MR,
HIRESEREA 0.5-500 ng/mL BIE R
TLESRO RS, EFREIFEREREEEFSIN
B9 10 EHBREL, ZCEX N FRES
B9 5-5000 ng/mL. FRLMEEYIF 1/x°
AR AR 2L, (B—LBIIMERS
EATREYIZE 1/x N RIBIKE
KETHRE BRI R GUER LR

B RGEME
50
40
. ° °
.
%( 30 ° *s
L e® o °
£ e et °
2 20 >0 | L ®
o o ° ° °
i o o.t‘ o ¢ “3 &
R M .‘l&o > ‘.’"'
200 * P00, 00 §°

BIRrRZ (321)

M, UNEREKFEFEEERELERE
BiZE, RITE R DB TYNRERD
SEE. B 6 B RAERBRKANER
LEREMENERLCS. ERER, X
FFEAARAY 300 ZFRE), 88% MEAR
DATHPRET &AL T 2 EERETE
(A#EA 5-5000 ng/g) B R*>0.99;
29 5% NWEMRDTYNER ZREIKLIE
HSSEER R* > 0.99, K4 6% HIBIRD
i@t £ e — R [Bl)3 R T IEERATE
EH R*>0.99, AJERATEMRKER
RYPEFEFEERE, NEHTERRAM
T, FIRL 1% WEMRDITYIEEIRR
R*>0.99 ST,

N ® 10 ng/g
2 v LC/T
C REGEFRME (X LC/TQ) 4100 ng/g
300
°
250
*
O
n
CZOO
thX
B L
¥ o®
s e .
S50 @ ‘e °
S e o R
¥ v PR
. % ® oo °
2 ‘Q. "o % 9 O’f. °
5 1008 2 gt PBAY o3 |
= ¢ o %0 &9 * %oq ¢
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a& "l. ‘0."' " ‘§’*’ "
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o, ®o
50 ‘Q [ ]
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5. AEFRENBIROYIE 10 M1 100 ng/g KE T A AEELER: (A) RAEUE. B) RAEZIMEMN (C) KAERMN (X LC/TQ)



Captiva EMR-GPD 514 dSPE %1t
XtEb

5 QUEChERS ZEZ @#{T154% dSPE
A {LHELE, Captiva EMR-GPD @I 4
RFA T ER2 UM ENSRR AU
X, B 7 /"7 Captiva EMR-GPD %1t
S5ER—M dSPE Bk ARz BRIl EE
FARTF 30% MBURKZ, BURKEA[LIUL
KW ERATHTF: 1) 7 EMR-GPD B
BIRMIFIREER T Carbon S RHMIFI, ™
JETE42 1 dSPE &AL S GCB
M55 2) BRI R NE
HRR, UNFLREYHDERNK,

100 M =58, R <0.99
B EuEAER, Lts—rma,
R2>0.99
80 W 2507%5EE, k@Y, R2>0.99
B £5h&SER, Z1EmEY3, R?*>0.99
60
20

E& LC A1 (124)  1&& GC 24 (197)

6. {3 LC/MS/MS 1 GC/MS/MS IR PIAE R BAR R AR E IR A RSk, PR M PRI SEE
79 5-5000 ng/g

Bt (321)

I dSPE 1 I dSPE2 I Agilent Captiva EMR-GPD

120

100
™

" 80
£
.
£
E;

S 60
=

[ 40
N
B

20

0

& s s % & g <& g & g g &

B 7. AR ERE I TSR BRI Agilent Captiva EMR-GPD @13 205 b X A AR dSPE &1k 75 X1 EE



e

KR RFRT —FEE. RREATEHN
F%, B RERE TR 300 SRR
23347 LC/MS/MS F1 GC/MS/MS 73#ft
BRI TIUE, Z5AEA Agilent Bond
Elut QUEChERS AOAC %BY, AR
Agilent Captiva EMR-GPD /M Ti@ it
. XFHFE Captiva EMR-GPD /&
WHERRIE R, ERNEBIE LA
16, BEBBITPIER TR M EIERENE
iR, HREAIESZHNRALRE, E
DUMERNE RN

SE 3R

1.

http://ec.europa.eu/food/plant/
pesticides/eu-pesticides-database/
public

SANTE/11312/2021: Analytical
quality control and method validation
procedures for pesticide residues
analysis in food and feed

Lacina, O. et al. Critical Assessment
of Extraction Methods for the
Simultaneous Determination

of Pesticides Residues and
Mycotoxins in Fruits, Cereals,

Spices and Oil Seeds Employing
Ultra-High Performance Liquid
Chromatography-Tandem Mass
Spectrometry. J. Chromatogr. A 2021,
1262(4),8-18

Zhang, Z. et al. Evaluation of Cleanup
Procedures in Pesticides Multi-Residue
Analysis with QUEChERS in
Cinnamon Bark. Food Chem. 2019,
276,140-146

5. Andrianova, A. A.; Zhao, L. £ /48

GC/MS/MS DT EHRB RERFH
200 ZMR AR SLIBEMHEEN AN
KRAR, LRECHZELEVEE
78, HHRS 5994-4965ZHCN, 2022

Zhao, L.; Wei, T. f£F8 Captiva EMR-
HCF @3 0% H1 LC/MS/MS Xt&
RPN SR SR B REHT
WE, LREHIRAENVHEEIR,
HhRS 5994-4765ZHCN, 2022
Zhao, L.; Andrianova, A. A.
Determination of Over 300 Pesticides
in Cayenne Pepper Using Captiva
EMR-GPD Passthrough Cleanup and
LC/MS/MS and GC/MS/MS (8
Captiva EMR-GPD i@, &1 5
LC/MS/MS F1 GC/MS/MS TITEERHM
FREY 300 ZMRE) , LREERIEA
IV AEER, HhRS 5994-5630EN,
2023
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