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HEXSFR=E/tEER Agilent Bond
Elut AOAC QuEChERS RAFIE Mt ER S

FHEHREMEIE

R AR
aR%e

HE

E—RRREHA TES B EREN SPE)SEMARER FATRERRANEM, &
WERTRECHZTRATE B RMN/KRMEIN Bond Elut QUEChERS AOAC iIXFIE.
ENH SPERFETERARABURER(GCB)RATIERTRESTRENEE, K,
TEEMRGNARENSHEREREBERE. FER LC/MS/MS 5&E GC/MS,
FERIAH) AOAC s AT/ \FES MK ALERRE, EWEIFKY 20% 5/ 60%
HAHRERZ (RSD) >15%. FEXIHITH AOAC Fitd, —EERBREMAEISEL SPE
BUER, LBIA 8:3 (ZHEIREY/BE). BERS TESMTEEMRANRIEE,
ERMHIER AOAC ik, 8 MBS RAMEIREXIBERSE 50% 21 100%. FA
RSD < 10%. A, BERMMARMBERLNERTPSINTESHER, FAXTE
RATERFH—LRASSRAMEL. AL, BEHEH AOAC FiEFAERERE
KAk, BRESEZERNRAMNT, MTF% GCB ZMHHENNRE, EE—1
FEFRMIEE,

Agilent Technologies
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AOAC %M USDA BEK5INZfE, X—RiE, HE, &K &
M, WA, RE(QUEChERS)MIAE, [ZRATFRAFHKE
ot BEECERAATR, REMSH SPE &L, EROSRE
H, IMAERER—SZHE(E 1% HAC)ZMiRiRE, ER, #H
TKTBR S (MgSO,) MR P BT KSR FSF RSB, FH
MEXBASBEREN (28 SPE VTR, EFEB— primary
secondary amine (PSA)ABRERSENEBINEMAR, KRR
EA R REY PR E RS REFBLE, LERETH
Faih.

EMARHEYMEREKR 98 SPE ST BHTHE, 3T
EBRIKRIFER, BEA ZHBEREMER 50 mg PSA #1150 mg

MgS0, A FR L IR ERIEMANER, —L4HE. BREMIERK,

BT PSA #1MgS0,, A F&RRARMBEXRINENETEE
F Z BRI IR EHE 50 mg GCB, ATFREMEFEMERS b
256%. MTHEERMENKRIES, SEAZERRY

i, B PSA #1 MgS0, 4h, i&F 50 mg C18, A-FRMERERIERE.

AL, SMAREERERYEFEE—FSERN2H SPE HLH
BERIMBABHIRE,

5687, %A LC/MS/MS #1 GC/MS S ERF—HR KRR
7 ERR A FE @ Ak RANFE K Bond Elut QUEChERS AOAC 2
I AOAC REURFIZFNS# SPE IXFI S M = iERE4, 5] 1 F
BFE&ZkRMER Bond Elut QUEChERS AOAC IXFIE,

R EIEARFRTA RIS B E M EEE. GCB Hnzl
SHSPERAES, BURESRENEER, (LMHEEER
ZMR, ZRSBESHERYEFSIHESH TR, B,

GCB #E5| R FELHMRATENR L, fiW, BHAR, BEE,

IRERE, WEIREL(3, 6], AT, HADMEEREGHEHE, HFE
FI GCB; XMRAMAKIRE T GCB M F i BRERMER.
FE5LHT GCB SPE HZERH, ETHSRERMATESYIRR GCB
HEBRA7]. ZB/BE (31) RARCESHERBAE
(MRM) H B F iRt GCB-NH,[8], GCB-PSA[9]#1 GCB SAX-
PSA[10]. ZEAFAZH, % QUEChERS KIS —H—%7#{ SPE &
U—EZBREMFMARE, TRREZBERIIMEER
tbiEH 8:3 i, EINEES (50% 2 300%EZES) FATER

B T/\# GCB REKLGMETE (< 10% RSD). AMBNEIFE
2, BEMMASIE—LREME, bW, ERFHRIERF
EMTERER, M—LERRMNPENPTERFHRE
K, ERMETE.

EERS

=X E PSR

FEMKFFAFER HPLC R THR ., FEE(MeOH)FH
ZMA Honeywell 227 (Muskegon, MI, USA), ZF&(ACN), —H
E I (DMS0)#1 7k B B8 (HAC)M B Sigma- Aldrich 2247 (St
Louis, MO, USA). B&B&#% (NH,0Ac) MF Fisher Chemicals 2
& (Fair Lawn, NJ, USA), FE(FA)MB Fluka 227 (Sleinheim,
Germany), RHFRERMAR=EBE (TPP) I8F Sigma-Aldrich
/A7) (St Louis, MO, USA), ChemService 28] (West Chester,
PA, USA), Ultra 228 (North Kingstown, RI, USA), B AlfaAesar
AR (Ward Hill, MA, USA).

BRI
#19.27 g NH,0Ac MFRAMBE 250 mL Milli-Q 7k F, Rk BEER
pH AT 2 5 F%Z52) 1M pH 5 MBEER RIER R, 7 4 °C 7.
200 mL FREEF1 800 mL Milli-Q /KB &, BMA 5 mL 1M pH 5 I
EEER SR &R A199158) 5 mM pH 5 BEERSRAFRES /7K (20:80)
A, £1 L ZBEHRMA 5 mL 1M pH 5 KIERER SR AR, BA1Y
S13#87 5 min, #1&EE 5 mM ERERRMZ AR, % 10 mL ik
ERERIONE] 1 L ZFE%, BREY4, BE1% HAc IZEAR.

FRAERRIAFR(1S)fEER (B carbendazim iKE A 0.5 mg/mL,
HithiREHA 2.0 mg/mL) HABEE, 2B (01%F8) =
DMSO Ei#l, FWEF—20°C. =ZFintR aC ARAHH 15,75
130 pg/mLBIZRE/K (1:1, & 0.1%KIFRER) Ak, HAHE.
10 pg/mL ZH/7K (1:1, & 0.1%KBER) ARAER AR ZIELH
BRETZAEFRRIYMN LC/MS/MS BUEZ.2.5 pg/mL HZ
BB (BF 0LI%MER) HERRZELHEBRATERZBREDY
i) GC/MS AL, B 15 pg/mL TPP ZBE/7K (1:11, & 0.1%
HIERER) MARIIARA.
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Agient 1200 RIISMAMERE, HREFIME (RECRHE
28, CA, %HE)

Agilent 6410 ZENEHRBRFILER S, TERBRER TR (RF
RREAT, CA £H)

TRESHEEE(RELRIELQF Santa Clara, CA, £H)
Agilent 5957C Juif(R#ZEL B/ F Santa Clara, CA, EE)

Agilent Bond Elut QuEChERS AOAC RREUXHFIE, &4 5982-
5755 MAF & B EKRMFEEMN Bond Elut QUEChERS AOAC 4

# SPE IR FIZ 45 5982-5222 1 5982-5258 (REFERIHT LT,

DE, £H).
CentraCL3R B:0\ (Thermo IEC, MA, £E)
#O4 %28 (VWR, South Painfield, NJ, £E)

Eppendorf & O HL (Brinkmann Instruments, Westbury, NY,
%H)

ol
HPLC &%
Bk Agilent ZORBAX &7 &% Plus Eclipse Plus
Phenyl-Hexyl, 3.0 x 150 mm, 3.5 pm (£35S
959963-312)
E: 0.3 mL/min
iR 30°C
HHEE: 10 pL
pivlizh A: 5 mM pH 5.0 FIBRER$RFEE/7k (20:80) A,
B: 5 mM pH 5.0 KYBEBR % Z AR
Bt 1:1:1:1 ACN/MeOH/IPA/H,0 & 0.2% FA
BE: i8] % B iz
(mL/min)
0 20 03
05 20 03
8.0 100 03
10.0 100 03
10.01 20 05

13.0 =ik

BiEfT: 4 min

BT 17 min

GC &

AR AaR

HROME: IEREM AR, KiE (IS 5188-5398)

S a5

HEEET: 1B17R 19.6 psi (BEE), KARE 1.0 psi

HERE 250 °C

HHE. 1.0 pL

SR ORERE 0.75 min AHEE 4 30 mL/min

HHERER: 70 °C &% 1 min, BL 50 °C /min REEF 2] 150 °C,
%5 0 min, B 6 °C /min KEEFE 200 °C,
%5 0 min, BRL16 °C /min KIIEE 2] 280 °C.
&% 6 min,

RiEfT: 3 min

ERE. #IAK Ultimate Union (2845 G3186B) -A TR
TR

Aux EPC §: SSBEFWAE Ultimate Union EHAERHA

Aux EPC E/1: BT A 4.0 psi, KARATA 80.0 psi

B Agilent J&W HP-5ms 5 1E M &L
15m x 0.25 mm, 0.25 pm (445 19091S-431U1)

#0O: HHEOFTHWR Ultimate Union A%
(£B145- G3186B)Z[E]

PRiEES 65 cm x 0.15 mm, 0.15 pm DB-5 ms & 1EM%.

#0: HHEHAR Ultimate Union B4 MSD Z 18]

W FLEEE LC/MS/MS F1 GC/MS R EH X F M MS/MS 1 MS HHIEHSH,
BESEENRERERLETHRELIER

BRHESREEERNE, FB/ SRMAH SPE S, ERAKE
RAEAHRFERH QUEChERS 5% SRR ZERL R 5 (4.5] ¥4
R FERIBN, RTADH SPE FRMARE,

BEBHEETRLS%K. 15 % (+0.19) I RHBEREN 50 mL B
DE, MALEEFERPMNEEN QC FIEK (100 pL), RE
BN 100 pL BIFRAERIAR (15 pg/mL K TPP), HMIRHE 30 s,
FMEDMN15mL ZFE (& 1% K HAC) . EENMEDEEMA
Agilent Bond Elut QUEChERS AOAC 1REXEE (#3445 5982-
5755), ZEHERE, ANER 1 min, F 4000 rpm B> 5 min,

B 1 mL LEZ %% Agilent Bond Elut QuEChERS 438 SPE



2 mLiXE (WS 5982-5222), HE 8 mL LEZREEBE
Agilent Bond Elut QUEChERS dispersive SPE 15 mL iX& (&
5 5982-5258), 2 mL 48 SPE XEE & 50 mgPSA, 50mg GCB
#0150 mg &7k MgS0,, 15 mL 438 SPE iIXE€14E 400 mg PSA,
400 mg GCB #1 1200 mg F7k MgSO0,, /i 375 pL FAZE| 2 mL i
B, 03 mL BEE 15 mLIKER, BX, RE 1 min, 2mLE
FHREEOHA 13000 rpm BEid 2 min, 15 mL R EFARAER DL
14000 rpm B0 5 min, 4 825 ul REVKEBEI—4 15mL Bid
&, BSNTER 600 uL 28 (BF 1%FER) 873, RieHEE.
% 200 pL MRENEHE BRI — N B 3hEtEEES/ MR I 800 pL 7k

HEEMREREK (KkPHE), =X, SIKRE, ZF#T
LC/MS/MS 447, 3+F GC/MS S#THIRESR, 600 uL AR
BB AR MR R ER TAESRAERZ.

ATEZREMTHH SPE FRAIZM, SIFENZHERIY
REBFREI D E SPE B USRI TR,

1 RTMZERTTE (RIRE) MBGETTE (NN FE) R 8
SPE FRE ,

SREWiL

| E—RER/HRENZHRRY |

&gk

itk

)

B 1 mL ZIBREWE 2 mL S8 SPERE

#% 1 mL ZIBIREWIE] 2 mL 8 SPE XE

IBHE 30 sec

F 13000 rpm B 2 min |

| mrsssu®E |

iAKE0 sec

| F 13000 rpm B> 2 min |

)

#7825 L ZBLEHIZSN— G \

EB—EMERAT Lc/MS/MS B GC/MS 2

}

30°C A N, T4

)

F 600 pL KIZ 8 (& 01% FER) 84

)

RTEAB R Z T AR

|

EB—EMERAT LC/MS/MS B GC/MS Hf

B 1. EEF% (AMEE) FEHFTE M EBE)H2E SPE H5



MFERAHEE

BFREZR B 2HTH QUEChERS ittt BRIUSFENER, &
BE, B2, NENES. TEEENARTER, 98
SPEREHMA GCB Btk AW BREBEMER, XA IERK
YINEE LEENRAE R, E3F—RBERURHEIZE
REMREEE, Y98 SPERFIE (85 GCB) AFEBEK

FREISE SPERULNE, LEMZERBMELZTERENT,

EFRBIAFEZTIMEE. HR, HERLTEARMERIH

SPERFIE (R4 GCB) B, LEMARRREEER, MAR
AHBEM 8 SPE RBMEREMBS OEAFERER, 12
YREKMERBERENMNRLD T GCB MERN FHIFEE,
HEREM GCB FREN TXESF, BEMHERTHHLI
B =254 nm) (LB 2) LLRIRE, RENMASBEREN
REE R E SRR,

ATERZREIEMF RS M LC/MS/MS 5 GC/MS HIRE
o, B3RTEAMANRENR G E (A) MAMBENE

DAD1-A:Sig = 250,4 TmL zero blank-organic2.d

244 A

ARFRRNPRHEREEHEIMEELR

o1 DAD1-A:Sig = 250,4 1mL zero blank-organic2.d

A

x1

1 2 3 4 5 6 7 8 9
WARE (%) vs SRRt E] (min)

DAD1-A:Sig = 250,4 TmL zero.d

244 B

1 2 3 4 5 6 7 8 9
TARZ (%) vs SFHERTIE) (min)
x10"  DAD1-A:Sig = 250,4 ImL zero.d

1.0+
0.9 B
0.8
0.7
0.6
0.5+
0.4+

S PO

1 2 3 4 5 6 7 8 9
WARZ (%) vs RAEHIE (min)

WARL (%) vs FAER 8] (min)

B2 ELTETMER (A) T EWMNPE(B)HIR R ZERIEINER (K1 254 nm) bR, ZHEIEEERMFRETFATILER, A EER#ZIERTFAR

FHIENLS, ERHERT, X FEEA B EEEREREIRR



GEEERBNELERTAN LO/MS/MS BEE, BF  EEETUANTE, BRI
LC/MS/MS RBEMIRS, MIMZARMESIEUTENE
Hayabe ikt =1ty
EE. B4 EREEMARENAEEE (A) RANEEnEE  TESE ERENM
S (B) MEMEEERSEM GO/MS BEE, HAmas  FENMAN—ERGHEEESBE KRN 50% 3

AFLC/MS/MS REFRZEELE , MARPRHFWET L2

x102

w
>

N~
o

—_
o
N e v o v

N

wh s L_mmn_.m.mmwm[wﬁmmum» hrmpeaPbebf i \ M nras
-t 1 1 1T 1 1 1T 1T 1T 1T 1T 1T 1T 1T 1T 71T 1

w

v}
N
N
w
w
~
~

25

N

=
2]

3,1
N e B v

o

1 2 3 4 5 6 7 8 9 10 n 12

B3 HRERZHMLC/MS/MS GitE, A BEFEEFRTHERSHLHMNER)LIE B, HRERZEEREE %P MEE) L E



4000
3500
3000
2500
2000
1500

1000

4.00 6.00 8.00 10.00
4000
3500
3000
2500
2000
1500
1000

500

0 \\\T‘A\

50(;: I I L"/A‘J\M

BT Gc/MS HMEFRFBALE , MARRKE T L2

N N

-

14.00 16.00 18.00 20.00

o

4.00 6.00 8.00 10.00

A A
L A S T L L e L L L T L L L L

14.00 16.00 18.00 20.00

B4 EFEERTEKGC/MS BitE, A BEERZHERXHGT H(MNBE)LE: B. FRERZABEFRT %P MEE) 4 E

300%). E74 GCB BMFEELEY, ZMAEMFHEFEALS
MR A E R IR (20% to 60%)FAEZERZE(>14% RSD).
BEXAENENEOBMZLRGCESER, BER, WH,
R, BEE, RS —SEPRMAET. A REER
LC/MS/MS 747, Ja#KRZER GC/MS 734,

AMBEENREER, BERNERREXENEXTTHERR
ZmEFEREHT N 8 mL K ZIEIZEEHE—1 15 mL 9%
Bt E, RIBTERILLH) 8:1, 8:2 0 8:3 (ZFEIREM/BHE, n = 3)
SAMANARBERIERE, RMPENERDHTERLOE, #

mift{T LC/MS/MS 34, ARSI EHME (SH4EmER
/RERREER) b, B 5 AR, BREIMAIEI T B
£, SMImEEEINT 200%2) 300%. BER, MAKRE
HE, BEMNMEHEE., BT, EEMNRELLLGH 8:3 AF
LC/MS/MS 1 GC/MS 3£, XA ELHIZEMLTF Schenck HEER
31 MZRE/BRELHI,

FAREIAISHL SPE (1 mL #0 8 mL)/AR BB THRERNMAE R
17 8: 3HYELHI, 3 mL RIERZEIANE] 8 mL B ; 375 pL KIERZEN



40 —

35—

30—

25 —

20 —

SRR (S HIEER/ MARRIEER)

ZER g

TRSFEMA L BIRRE R EREILER

O FKIAFE

@ A 81 BE
| A 8:2 BE
| A 8:3 BE

BER R

B 5 PEFEEFMEAREERLE F—F PNEE == MNEELLG) 8:1 (ZREERY/ BE); = MANFBEHLHIK 8:2: FOFE=-MNFEALLH1% 8:3

NE mL &9, ERRHAERENERSERRERAEBEMN
HERtHT TS, ME 6 FiR, W9 HE SPE ARESHH S
EREMEBMT AEKRAKEIBEZ 200-300% FFERARS

BEE. HiLT 8 mL &fRAE SPE, 1 mL R4 8 SPE [
KEEE, LEMTHFRMEER, EREMEERNSES
BREEMEREIAN 14 mL ZHERRY, XEEEBRMA

M A RS EET 1 mL ERESH SPE 43, ME, EX
ERRDENEE, BT, WTFEMTORAERE 1 mL ERHS
B SPE XFIEHER M AL, XHER T ER B —FEmih
ERMNE, TETHWEE, FohURESMIERIIER,

T E R E5 R0
W T RERRIMAK TR REHHM, ERTFRLRES




MARFENTFRENSE SPE R TS REEKEEIEMEI L

120 —
O 1 mLIMNEZE

O 1 mL AEZE
B 8 mL IMNEZE
B 8 mL B

HH

100 —|

80 —

60 —

SN (ST EER/ RIREER)

40

20

ZER T 4R BER R

B 6 (ERSHTEMANEE) Ffesh s (FMEE) 3F 1 mL 78 mL 78 SPE FIERIHE

AZH, FARHBEREENFENMHFTERIEERNE RN KENZIANES, ITHESHHEFTEFIIMTRESE
WEMBEZE, FTARY, YMAREEEKRERELA10% B*X.

B 15%, BERMARAHTEZNERE, FZHREEH s s et
LC/MS/MS 5 GC/MS ) 34 s Rt —FRss . BE. R 1 REMANBREMBHE D E SPE PR RMERGHZ M,
MHFXMRYE, MANRESRAEZMERENSN, QRERHE sEip
BEMBZERE. 8%, XEAEHMEGC RAMKRSELIC T



£1. MANBERHHEIAE SPE 31 F—LKEGHI %M

#GHE (FINEE) & (MAFEEK)

2Lt G RSD (n=6) Gl RSD (n=6) Bt R w5
BER 389 14.6 985 25 i LC/MS/MS
EER 21.8 19.7 69.7 2.7 i LC/MS/MS
At 27.6 21.2 65.2 3.7 i LC/MS/MS
VB R 29.6 234 63.1 32 i LC/MS/MS
ElH 21.1 16.4 473 5.9 i GC/MS
RS 301 24.0 87.9 6.1 i GC/MS
ZSFHE 53.7 45 71.1 6.1 1 GC/MS
K&t 62.0 14.6 88.2 6.3 1 GC/MS
BER 88.8 6.0 204 89.8 KK GC/MS

o- KEXH 88.6 4.6 73.7 74 &R GC/MS
R 94.9 5.9 81.3 4.0 &R GC/MS
a7t 103.9 45 101.3 45 % GC/MS
aNEE 81.4 72 83.3 5.1 ¥ GC/MS

B R 955 5.6 99.8 4.7 ¥ LC/MS/MS
LGS 108.0 25 109.1 1.9 T LC/MS/MS
52351 97.0 31 96.7 25 ¥ LC/MS/MS

FMAERIE TH AOAC QUEChERS THERMAREMTRA  §, AE—REhBENSBENZ BRI T A 5K
Agilent Bond Elut AOAC ZH#ZEEULAIZHATEBRARN 4y AOAC iR, FRESATFAEBEEREM Agilent Bond
BRH Bond Elut AOAC ## SPERAIZAMEMREKENE  Flut2 mL 44 SPEXFE, BRIVMIKSHEINLTILE, &
W, MANRELLGIN 8:3 (ZIEIRIM/ FH) B, BENB SPERE ey dMaut ka0, STETURGEGEUNER,
RF AR MAGMERERERM50% 2] 300%, AR B5#GHHEL, TN EEKRNERNESHEANRE,
BTREE. PEOMAbEE—LAEHL, S5INESH
ERZR, RO FERBHEKE, MAREZERHEHEE
BERES . BT LS RRERMN, WTE GCB FMH
MATRE, THBRET LS. ENRALENSHRE
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Residues in Apples with LC/MS/MS Detection,” Agilent
Technologies publication 5990-3937EN.

L. Zhao, D. Schultz, J. Stevens, “Analysis of Pesticide
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