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FAMERHEL L QUEChERS ZEBXAT Agilent 7010 = EURAT S REX A R KBS
MEBFESNBRPIREY, TEHEEERL 5%, ER, AF MIFE=
TEFREY 126 MR ZAHITTHAZ, HA 95% REGBIFIYFE SR (L0Q) < 10ng/go
BRI SR TERKIERZITE, #FaMEE, MmREEPRE. (]
REFRNE 2 pL HE 2N 25% HRBEEFENRADHEE, DT REN
FETF EPA. EUFIHZ MRL [F1E 0.01 mg/kg (10 ng/g) BIRZ, IIREZERT
SRR,
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BTFRADHHRE. BE. 5. 2. MANZE
(QUEChERS) 753%H USDA F 2003 &R [1]o fERX
M EEE B, MARAZENRS (2], AIUASRA
RFBIRZ, AOAC 2007.01 [3] F0 EN 15662 [4] RFSEHF
9T XFMCOE T E. BIEMNS, XMAERBRESE
MZREEEL, FIRARERSE (MgS0,) MEE AR &R AT H K
LUESR- RO #URBOBMAEEEIRE (D8R
SPE) , [RIBY{EFAIRFI5TIFN MgSO,o

B TER, B2 bIFBE=7E, ANENREER
AVER (USDA) R~ miB &R IRIERZAKIETE (PDP) [5] M
BRI HRIE YR ™ fo EPA. EU 1B A EHIE
RAKREIRE (MRL), KIRERHERRPRARAR
WFRENRERE, XL MRL fEBRALLIEEST 2EA
R, MMRIVERENSHERSIFR, Eib, 8X
AR AT RERPH 28 & R 2 UM BIF IR I R E 1T
RN, HRRS MR 2MENEIRME (6]

WERMIRARMIT AN EREERFEEESR, XER
mAAREFEAENTINUEY), SEERTIEM.
GC/MS/MS ZEA T IRERXELFIREB S
EITIHE. MIASEED . BREXFUEPIUKINER
MR, FIEALUHRSRARERET ST,
QuEChERS #F m Al MBS ZMXEE REFRPENLE
¥, BRSYREMRAETINER. ALETEEMEAR
HWEBRED T ARRRBSRY, Fli, SHEEEENR
WINEER] LR ER PN AR UG A REBET,
RO BIETERK. RIRINEEEFILUBRRRLE, RSN
HNEREERK (718, AEBFEABFL (BB
Fib) FEHMEA, AJUEERAHEE TREN BT
DTS RBE

QuEChERS F7EETF 10 3¢ 15 g BB RM B mEmSm.
HARIMMEREAERZMNE, RUEHEREETLIE.
BRMFICAERE R, UNRBEENEETEE LD,
EARNBEIRD, FIARTZELGIRER QUEChERS
EE L. M. AT LRGN, FNREF
B a/ AR/ RIS 4253 30 IE R QUEChERS 7575 H#1
ERMER 3.4 B, EMAPEIKESDHERTFS
SEGERM, AL QUEChERS /5545 Agilent 7010 =
EMRFSBRBEBRANBENE FRESS, ATAK
R IR RN R (LOD) sk B RS Bl 5 B 3 4%
2, HREREESEILIERE,

RS

FrERFIMAFBIIA D TALTEEER. L (ACN)
4B Honeywell International, Inc. (Muskegon, MI, USA), Z.E&
T Sigma-Aldrich 25] (St. Louis, MO, USA). £8iFE > 95% HY
L-Er 7B AEER. v- B, L& ERRMAESH D- LB ER E 4+
M8 Sigma-Aldrich A8, EHRIRLGAS (156 HRKFES
1) 89100 pg/mL REFARME AccuStandard 25] (New
Haven, CT, USA), B4BR=ZKEs (TPP). XHRHE-d,, # 13C,,-
p.p-DDT MIE Sigma-Aldrich 2F]#] Cerilliant 25] (Round
Rock, TX)o

5 500 mL ACN A A0 5 mL 2% (HAc), AL 1% ZERRY
5B R, LB EERAES. D-LLEBEEESRUNSD
MRIPFIECEI A “LHEe GC/MS/MS REF%X R
DB EIEE” $ 81 0. BHALTRLCEFRSH LR
E3ERIENRIZS (9]0

€

IR EFA Agilent 7890 SAEBIEBKAHEEME FIREN
7010 = EURAFRIEN. SEBIERAREBEFSET
&l (EPC). ZFFM2BIZIRILHEED (MMI). Agilent 7693A
BohR iR Ess, UKRET Ultimate W&k (B AUX
EPC iRIRIZH) FIRINER Y (78] 1E Agilent MassHunter
BT ER U EENEE8B O,



RFCIRIERIRAN

B Agilent J&W HP-5ms BB &L,
5m x 0.25 mm, 0.25 pm (ZB{4S G3903-61005) 70
15 m x 0.25 mm, 0.25 ym  (ZR{4S 19091S-431U1)
wHE: BEEMRMARE, 2mm (E4S 5190-2297)
EERE: UltiMetal Plus A28 &£ B HEEBE (ZpHS G3188-
27501) , RETEATEIEHRRWH Ultimate FRiF1E
%tk
Hit B e &M
FEGREEEN: Agilent Bond Elut QUEChERS AOAC ZEEXEh 61 (ZBfE
S 5982-6755) ; FITF—AR/KEFBREAY Bond Elut
QuEChERS AOAC N ERNEIHEZEEURFIE (ZBHS
5982-5022) LUK AT RBEKEMBIM EN 98K
AEEZEEURFE (EpHS 5982-5221)
HERF: AT 15 mL i EHI Bond Elut QUEChERS &R F
(EBFS 5982-9312)
I Foh#EEE, 10pL (EBHES 5190-1491) . 25 4L
(ZBES 5190-1504) « 100 pL (ZBHES 5190-1518) «
250 uL (EBf4FS 5190-1525)
JERTY TN BrhiESstEmil (S84S5 5182-0733)
HRAREE: BmdERESEREE, BENE, TR (M4
S 5183-2086)
Htig&
+  Robot Coupe ¥ 41
VWR JRhEHR 728
Heraeus Labofuge 400 B.O\&E
Eppendorf IEE0E
ES TS L

FRRECENEMIBAFE, RBIE QUEChERS A&
B9 AOAC hig7s [3] Xk BB ZEURIHITRINE, BB
MIBHERR ™= REDEE. 1475, FEFSTE Robot Coupe FiEHH]
PRI AT KHITIIR L. SR REET -20 °C T%
FREEEEY,

ZEN/9E

FREX 2 g 3G E 15 mL BOEH, MAKREEY
BiF. M QC AN 1 pg/mL REEEFK (126 R
7)), 8ERE N 5. 10 # 50 ng/g B9 QC #¥ Mo PRYT
Bras%, MERFAEERPIA 10 L RARINIRER
(10 pg/mL XIHREE-d, g« 13C,,-p.p-DDT F1 TPP) , FEEMHE
AR 50 ng/ge EEBOE, RITES 1 98,
BEEMNEPMA 2 mL 1% HAc BJ ACN Bk, = LBELE,
RIERE 19, REAEFREZEMA 19Bond Elut

QuEChERS AOAC £k (ZB4S 5982-6755) » BEMEEL,
BFRIZURE 1 2%, REEHEREOETE 4000 rpm BY
BIETECD 5 mino

PR UEMRZERRE

MEEERYFZEX 1 mL _EE ACN #8Z 2 mL Bond Elut QUEChERS
DHABEREEIRNER, WFERZERR, FHE%E 50 mg
PSA #1150 mg MgS0, &9 Bond Elut QuEChERS AOAC 38z
BEMEZERAFISE. WNFAZEMPE FEFEUR, FHAS
% 25 mg PSA. 2.5 mg GCB #1 150 mg MgS0, BY Bond Elut
QuEChERS EN I EIEEBURFIE. BEELR, R
BE 19, RAEEREE0EFLL13000 rpm AIREE
03 3, FBEX 250 uL FEBUERZE 2 mL Eahi# ¥t amih
89 400 pL BEEIRIBFRAEE R, BRAEE A 50 uL
1% HAc BY ACN A& (SN AZEEUEIR, MIMNZREE
BR) F10uLAP (DI¥RIPFD) (9. BE1EBRTH
B4, QUEChERS #¥ @ZEU B TIERR,

FREX 2 g (£0.01 g) 3FEMERT 15 mL BOEH,
MMAFRPEEII R T

J

BON 10 L POARAD OQC IIARAR (BER) . RIEES 1 9%

l

BN 2 mL & 1% ZERRY ACN

l

BN 1 g Bond Elut AOAC QUEChERS Z£EREh

}

EEMEHRIZURIE 1 53$RLL 4000 rpm RYFIRE L 5 535

]

FEX 1 mL £/2 ACN #8Z 2 mL Bond Elut 53 B{zUEIFEZEEVE F,
SREBES 1 9% L4 13000 rpm BIEHEE D 3 %

J

5EY 250 uL ZEEVRERUEH milAEE F

1. #2841k Agilent Bond Elut QUEChERS # @Z VS B K
TERE
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HRER
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SiBfTAYE):
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FigEFR:
BEFREE:
MR RE:
RHI%RE:
BFIFER
AREKRR:
RASHIES
REER:
MS1/MS2 53R
BYjE1EL
RESH:

Agilent J&W HP-5ms Ul, 5 m x 250 pm, 0.25 pm,
&% MMI F%EED EPC

Agilent J&W HP-bms UI 15 m x 250 pm, 0.25 pm,
EIEHB) EPC BT RS

as

,ﬁ,.ﬂﬁF"‘"

05 pL GEAEFEHHIAE 5 L)

HEERD, 1xAR A, BEZIK (4 L), 1x A7 B,
ZBE (4 pL)

RS, TxIAT A, BEEIK, TxiA7 B,

2B (& 4pL)

5

1RIR

60 °C f£4F 0.35 min, L4 900 °C/min F+Z 280 °C
(fR#% 18 min) , ZAFFLL 900 °C/min F+Z 300 °C,
BHEIDINER

50 mL/min, B 1.5 min &bFF4

25 mL/min

5 psi 4% 0.3 min

X

3 mL/min

7£125°C bFFE  (F£ GC H&ERR MMI R &L
BUHITRR)

60 °C f#$F 1.5 min, LA 50 °C/min F+Z 160 °C,
LL 8 °C/min F+Z 240 °C, LA 50 °C/min #=E
280°C (fR¥F 2.5 min) , LL 100 °C/min A=
290 °C ({R4F 1.6 min)

0.897 mL/min ¥£$F 15.2 min, M 100 mL/min

E -1.706 mL/min (5 &% 2 BIREF S,
LUAE| 2 psi BEHEOES) , BEIDHER,
HITEEFHITRIR, FE1T-10.683 mL/min
0.997 mL/min BEEIS LR,

JEIE1T 4 mL/min

FRE S BIE T 8.524 min

18.5 min

290 °C, 0.5 min

-70 eV

280 °C

150 °C

280 °C

4.0 min

2.25 mL/min

1.5 mL/min
ﬂfir—':'u’LJ (MRM)

FHR [9] 55 94 TT
E 32k [9] 58 95-105 TT

\}1‘15 \}ﬁt it

H#R5i1ie
R

IHRRFEAER. A2 MIBZ IS EATEES
WHEER, RIEFABEREEREN S B EEEFEE
RS, FREHPSA, HE NIFEZTEER PSAM
25mg GCB, B2 B/RT 126 #KRZ5 (GKE 10 ng/g) H0AR

A=ERZENNIARESINEE, ETEER (FE
R T MIAEZE) FECRFMA 10 50 100 200
50 #1 100 ng/g BYKRZ, HIIEEH 126 HMRAFKLGRN
RREMHIREIRE, BXNMIERNAE SELHEER
R, BRI ESSIROERS, KA 1/x INRG#HTT
SMNE, KMEMAARERE oC &R, 78 3 RhE
TREB=/AR, BTERAEZNETE, RIBRER
“KhENMNRENEEITEMERRTE RSD B7LE (n=6), &
FREEBFINR 126 FRZGH, 95% RABEHIEA
HIMEXZEL (RY) > 0,99, FFE—A/ N IRERREIRE
&, #EFE—NARNTR. XEFGPENINRFLS
IANE 3 Fimo

HFER 05 pL BY, 5ng/g iR ITHIESERN 2.5 pg,
HIFEEN 2 PLEX—BEN 10 pge HFREBFL T 75%,
BMESERFTRL, FRLRRFRATEEIA MRLB—
¥5¢ 5 ng/g WFEIREBIEE,



x 108

10
0.9
0.8
0.7
0.6
B
Eos
0.4
03
02 ‘
o (‘
0 L LA N Bl
3 4 5 6 7 8 9 10 1 12 13 14 15 18 17 18
SKEEBY{E] (min)
AL 4 e N
2. =1L EREEIR NG 126 FKZ GRE 10ng/g) BY
GC/MS/MS ENNEIEE, #HiFE 05 L
ﬁﬁﬁﬁ1ng/g
+MRM (253.0 - 174.0) S5
x 102 .
17.522 min
AP
: X101 0.003627"x — 9.029929E-004
7 y=0. x-9. -
6 361 Re=0.99803749 >
32
28
= ° 3 94
g4 E 20
3 16
2 T2
: 038
0.4
0 0 =
174 175 176 177 10 20 30 40 50 60 70 80 90 100
SREBTIE] (min) MREE (ng/mL)
10 MRM (2530 > 1740 B2 b <107 _ g goga00+x - 2.770870E-004
CA 17.522 min R2= 0.99996987 N
1.6 : 5
14
12 gt
%1.0 %3
=08 ”'?12
0.6 *®
0.4 1 2
0.5 0 N
174 175 17.6 177 0 10 20 30 40 5 60 70 80 90 100
SRAERTIE (min) o
10
o+ MRM (253.0 - 174.0) T 7 y = 0.005520°x + 1.226327E-004
0% en R? = 0.99994590 £
18 17.522 min 5
16 .
14 &
12 £,
£i1.0 =
038 o)
0.6
0.4 1
0.3 0 N
174175176177 0 10 20 30 40 50 60 70 80 90 100

SREERYE] (min)

& 3. 3R (AP). A% b (CA) FIFE=TE (BR) H1 1 ng/g ‘RE A (¥ 0.5 pg)
#15ng/g FORERE | 70 1| (BFhEMWEZFHEE 25 pg) WEEEFIT (MRM)
FRERIZE (n = 6)



FkFESI1F 1, 5ng/y
«10¢ *MRM (171.0 > 128.0) £

2.3] AP 13.701 min y=10.018625"x + 0.009559

R?=10.99952079

oNvNPDIOONRE DO

135 136 137 138 0 10 20 30 40 50 60 70 80 90 100
SKEET[E] (min) RE (ng/mL)
x10¢ +MRM (171.0 - 128.0) tAE b

5.4] CA y =0.022323"x — 0.012765

*13.708 min R?=10.99728020

i
~
N
Libogllma
o= == NNN
P S I NN R N

3.4
3.0
26 \ 7N\

135 136 137 138 0 10 20 30 40_ 50 60
SREEBT (8] (min) MR (ng/ml)
*10% 4 MRM (171.0 > 128.0) T 7%
6.0 )
55] BR 13.701 min
5.0
\14.5
240
35

3.0
25 ,
2.0

136 137 138 139 0 "10 20 30 40 50 60 70 80 90 100
KEERT(E] (min) REZ (ng/mL)

B3 (4;) .38 (AP). 3B b (CA) MIFE=TE (BR) 1 ng/g REFEE (#HiE

05pg) #5ng/g FERFEHE | F1 1| (BFHEWEZHE 25 p) NEEBFXY
(MRM) FI#AEREZE (n = 6)

70 80 90 100

y=0.021240"x + 0.038199
R?=0.99981196

RS

COoPO S =NNN
ONPEOON PO N >




[E] i =

BEAEER, A2 FABAZEIEBMA L. 10/
50 ng/g BIRZGIRFESRITEEIRER, RIBREERIEES
EMDBAEEZEIRAT R, FREA PSA, #E b
PFE=7E{EF PSA #1 2.5 mg GCB, @id B FIMNIRRIERL
XL QC HRHFATEED . BNREKFEEITHN
=R (n=3)o XLEFIMITERMEINESFINE 4 Firo
SFERMS, RAKRES 5ng/g BY, AF 70%-120% 7]
B2 EWERAELFI A 95%, RE 10 ng/g 150 ng/g
BHZEEBI79 96%. XIFEALE b, REJ 5. 10, 50 ng/g
B, X—LbFI 5070 96%. 95% #1 94%, STFFA=TE,
REEA 5 ng/g BIELEIA 97%, SREEH 10 ng/g 1 50 ng/g
BELBI3D 0 96%. SHFEAE b, B 11 HREGEE T 70%-
120% BYSEE, MXEFE 9 FRZAI %RSD < 20, At
XN ERER T UIES N, WFHE=ZTE, 1E
NFRAGBET 70%-120% BEE, BEREF 71MHH
%RSD 9 <20, AMAILAES, 40 SANCO/12571/2013 15
BHFTR: “ERELERT (BERZEREHE) AU
ESZEIREBY 70%-120% BSEE. LEHIERERIZE
BREF—X (ARIERFNERE) , BREBELH
E (BIUBTFRESBEFNSI TN , XEFHE
WERARTF 70% BT LUEZ” [10].

iXE] 1 ng/g WEZMR (LOQ)
EZAERZEERUREIAN 1.0-100 ng/g RF, HIESH
126 FREEFERGIRA R RESWHIBEREE, B 5
ERBHEEN 05 puL, KREH 1 ng/g 5 ng/g BIER,
HE FMABE=ZTEHR 126 R Z5H) %RSD 5. 1A
%RSD < 20 #1 S/N > 10 (n = 6) BYIHE AN LOQ, F 15
HT =ZFERPEFSNAY 36 FHRE, #HEFEEH 05 L
BY, KZEHERAL0Q A 1ng/g; BEIEE 1ng/g HE
REFHTHIEIE Lo XS ENEX—F,

130 4

= R 5ng/g
120 1 m R 10ng/g
110 4 = 3R 50ng/g
100 #AE | 5ng/g
= HAE ~ 10ng/g
90 A% b 50 ng/g
801 = =1 5ng/g
i JU
£ 70 = =1 10ng/g
b9 = FE=TE50ng/g
Rigo

50
40 4
30 4
20 4

50-70 70-90 90-100

%EIUER
4. FUINFRER. A MFIFE=TEAH 126 FHARZGAEIUR
Ko7, SRR 5. 100 50 ppb ZEEXY), HEEA
0.5pL

100-120 >120

130

m 3R 1ng/g
120 m R 5ng/g
tHE b 1ng/g
110 .
= $AE b 5ng/g
100 4 = FH=TE 1ng/g

m =7 5ng/g

90 +
80 +

70

REHE

60 -

50 +

40
30

20 +

05 6-10 1115 16-20 >20
%RSD S5

5. #EE05puL, HREN 1ng/g Fl5ng/g BY, R,

A MAIFE=TEZEENP 126 FHRZGHY %RSD 7276

(n=6)



®1LER, BT MIA=ERHR MY 35 MARZGEIE % MRLH LOQ

RS ﬁiﬁlﬂgmm* Lo f&{E :Ef} :uq;nagr Lo &M Ef/ﬁ*;wa; Lo {7
i i miE
(ng/g) (ng/g) (ng/q) (ng/q) (ng/q) (ng/q)

BEE SRS 500/300 1 100/50 1 600/200 1
IEIRER (Z-3H91K) 102 1 102 1 12000/50 1
E=EA 25000/3000 10 50/100 > 50 50/20 > 50
AEs 102 1 1000/1000 1 5000/5000 1
E37a] 10/500 1 100/100 1 1000/50 1
EEEN 102 1 108 1 100/10 1
NEEEHEE | 100/300 10 10/20 10 400/100 10
SEE 102 5 108 1 2000/1000 1
PIESEgN 1700/1000 1 750/2000 1 1000/50 1
DCPA (BYEZR, —REHEZR) 10° 1 102 1 5000/10 1
SEF T 102 1 200/50 1 50/100 1
—IER 500/10 1 750/10 1 700/10 1
HEEFRIRM | 1000/500 5 500/400 5 1900/1000 1
—ERR 10000/100 1 108 1 108 1
WA 1000/500 1, 1 108 1,1 100 L1
SEEIEEE 300/100 1 108 1 102 1
=P gtii 5000/100 1 108 1 108 1
1R IEAS 5000/5000 1 750/1000 1 2000/700 1
KEFT 100 > 50 102 > 50 102 > 50
=17 S ] 102 1 5000/500 1 25000/100 1
Ik 102 1b 1000/200 5b 102 5b
BER 200/1000 1 500/100 1 2000/200 1
SEPER 102 1 400/50 1 600/50 1
THERR 102 1 500/200 1 100/50 1
B 1 A0 50/50 1, 1 108 5, 5 2000/50 5, 5
NIk 10000/500 1 108 1 100 .
B 8000/102 1 10000/10? 1 10000/10? 1
BAIE = 500/500 5 108 1 108 5

Ui dESTE 102 1 102 1 700/50 1
ToRES A0 1 (EAN) 3000/100 5 3000/100 5 3000/100 5
FaIgE 200/10 1 108 1 108 1
AMEW 500/500 1 102 1 8000/100 1
SF5R 102 1 1000/10 5 50/10 1

* MRL 3&;&TF http://mrldatabase.com
a k5, FEABIA MRL (MRL=0.01 mg/kg)
b EF BERIETERN AR LC/MS/MS



REAMNKEANEERBUR, BitESIES
SEFREIWENERE SR —E M, RARHARK
EAZIREM-d, MKE-d, BNENERXHERHYIR
ERRIRHITIEMG, UIEHIEREHRRERN TR,
XFE L EIE R T HFEGEET 40 REAEE BRI
M]o AARKERRENIRCAIR, HFEBE 40 %5,
REFAEERAH L0Q EMES 10 ng/g (EF MRL) ,
MEsAE MIFRZEHR >50ng/g (HEF MRL) - R, X
EFHEFA =FEFFHY LoQ &M1& > 50 ng/g, BT
EHIEH MRL, £ QUEChERS ZEEYFRERK/NNERE
(29) BY, HERPMANIRIZATAEHEZELD, M
ARBEERENMERBER, Hitt, ATUMANREFT-d,
MAKER-d, FFIITIBHEMTM A ES MERBK
ABEARIEM, Mimies e RN fE4,

6 FIR AT iEhHEERENSEEITEF
O#E, B (A) R, EAEBHERE 0.5 pL #5 65 KL
Fo TAREFHE 2.0 pL E—FEE R 65 R L, BT
ERMBEIUNRYAIEN, XRBENENERSS
IR INERSMRV LR RS, FHE (B) B EIRK (0.5 L), B
Bt 200 R L. ERARERPOILUERMES,
ENFEERITIRY), XERTHFEREHBRELER
F% S0

it

fABL4E QuEChERS ZEEX 7574 FT LU mu Al L IR A A PR
80%, BAAFIBENRE, RNERANTAE. Fm.
ATIMBA L FIRIFAZE, B 1 g/mL #mEEE{HIR
BTN ETHNEEER, BeaMEFRALUERDSE
BIEAEBEIAR, EINEFRER, MMmREEFmRE.
HZEMBWN DN AZE. BEMBEFR (XRFZA#HEE
B9 25%) FN#HELY QUEChERS, BIYE 10 ng/g HIRRIAEIE
BRRETER, A2 MIA=TEH 95% BINREXHE
HITEED o

A

B 6. pal#EEFE 05 L (£) #M2pL (F) BERERY
65 X EHINSIEEIEHNE (A) RGN, (B) TE#HF
0.5 uL EFRZEEW) 200 ZR L& B /] ILniRY)
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