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1+ 4 & QUEChERS?

QuEChERS (%&[ “Catchers”) HZEERKUETF 2003 £EF %, REREBEIHH
ERETRMRE,. GE. BN, 5N, MAMRE, STRAEEER, B#ES
B, WFEFHERELIEEE.

QuEChERS BARHMARSHARMEZFHZ LA, SRERA, HELARIN
MEMNEERREMRPHRESEY . Bl XTFEMAR. %X, AMEBRE
YR, WHKERNTROSMAECERSRE. "B WAECEKT. AR
HCEENR AR L EAERHT, EEE, BEAMTLEM (AOAC) h&ERK
7 2007.01 iE, SRUMEARITH) EN 15662 2007 FikZE(l,

QuEChERS B{EBEFINM 5.
1. EFHBRANEBNENNRRSE, 2S5BS RAEMEVEZ BT
2. PEEEERSE (SPE), MARMSARMAINESHAGH—F 5L, BRT
R

HESH SPE A, FIBZFLWRMF, WA (PSA). C18. ABRUREHRBERES
—ShE5HRRARRERHENSHER. RERNIFMRRSTIETER LC/MS
5 GC/MS FHRBRE,

B158T

AL &M QUEChERS =&, &
MR T KEMEA QUEChERS
EEAERTRENIWEA.
FEREHEEPTSNE. RE
5&MEBBEXMRERE (Bl
AOAC. EN S RHF %) HAMIT
NE, FEBEMET—ENFEHM
Fik. EREFGEENRS], FE
AIRER R AR &
FiEmHTRE,




QUEChERS ZEBURXFIE

5% EW

RIEEMATAE (AOAC % EN) EABENERAS, SHEERAEATEH _
WESFREIRE. MR (1095 15 o) HEMKRRELRRSE WA EN e
i, THBERREEIAENGIE, TROBTEEL QECERS ARNEHER BONGEUIEE
SNTAEER, BETLUE QWECHERS FENER, EREFMABHEENA :

QuEChERS EBUAFIE AT HE A% 50 mL BivE

B
ETED, it “CH WERbaEENNEATEERASNNENRT. B85 T e s ot SRR,

KEEHRBHESFRSAE 13T,

BB F AL ERA RS54 70%. ENHE
QuEChERS A @72t el £ 1eH,

QuEChERS ZERiXHE&
R 50 mL & B

HERAE R 50 /8 50 /8 200 /8

ADAC 2007.01 £ 6gMgSO0, 159 ZEMH 2 5982-5755CH
S 5982-5755 5982-6755 5982-7755
S 49 MgS0,; 1gNaCl =3 5982-5550CH
£ (10 g &)
FHE (10 g i & 5982-5550 5982-6550 5982-7550
& 6.9 MgS0,; 1.5 g NaCl z 5982-5555CH
% (15 g )
e (3 e 5982-5555 5982-6555 5982-7555
EN 15662 s 4.9 MgS0,: 1gNaCl; 19 #FHEEM: = 5982-5650CH
05 g B 1.5 kEY & 5982-5650 5982-6650 5982-7650
R & 4 g MgS0,; 0.5 g NaCl % 5982-5850
B F  4gNa2so,, 1gNaCl & 5982-0032

" JMESEIES#E. K Mastovska #1S. J. Lehotay, J. Agric. Food Chem. 2006, 54, 7001-7008



QuEChERS 2 &XEEZEBUX &

FH: HFHRERZRERME

REMAMHRREBMAERANTE, EEIBERENLAE. KERP, -
SHERMERESMA 2 mL 5 15 mL BOEP. BOETRFHEHNERERR
B0 MgS0,. WMFKERBERPHITHRIE, MoSO, TERERIKMBHIR
RS, HEFMLAZSNIREBEIRE (BTB0E21) . Hif4SH

& “CH”,

QuEChERS HR{EHERAFIE, KREHMFER

AOAC 2007.01 5% EX¥ %% EN 15662
RARARSBHS WA ZARER S
EHKRIRRE. 2mL 100 /8 50 mg PSA 25 mg PSA
ERRIEENE, FLemmiss 150 mg MgSQ, 150 mg MgS0,
5982-5022 5982-5021
5982-5022CH 5982-5021CH
15 mL 50 1/ 400 mg PSA 150 mg PSA
1200 mg MgS0O, 900 mg MgSQ,
5982-5058 5982-5056
5982-5058CH 5982-5056CH
BieTEak RIER: 2mL 100 4v/8 50 mg PSA 25 mg PSA
ERIREENE. FLrER. SHIEXMERSE 50 mg C18EC 25mg C18EC
150 mg MgS0, 150 mg MgS0,
5982-5122 5982-5121
5982-5122CH 5982-5121CH
15 mL 50 1/ 400 mg PSA 150 mg PSA

400 mg C18EC
1200 mg MgSO0,
5982-5158
5982-5158CH

150 mg C18EC
900 mg MgSQ,
5982-5156
5982-5156CH

HHEEFE CH" XPERELFHESRF.

(f54)




QuEChERS HR{EHERKFE, KRHFERK

AOAC 2007.01 5%

HHRARBGS

BX3 7% EN 15662
BHEERE S

BRENKENER: 2mL 100 4/81 50 mg PSA 25 mg PSA
ZRMEFNER, FLEEMIEE, NREHE PRTMHEE, 50 mg GCB 2.5mg GCB
TR TFEEEHNRY 150 mg MgS0, 150 mg MgSQ,
5982-5222 5982-5221
5982-5222CH 5982-5221CH
15 mL 50 1/61 400 mg PSA 150 mg PSA
400 mg GCB 15 mg GCB
1200 mg MgSQ, 885 mg MgSQ,
5982-5258 5982-5256
5982-5258CH 5982-5256CH
BERSEMKRARR: 2mL 100 /8 25 mg PSA
ERMEENE. FLEXMER, DREEENEAE MR 7.5 mg GCB
ME%: FEATEREMNRE 150 mg MgS0,
5982-5321
5982-5321CH
15 mL 50 1/8 150 mg PSA
45 mg GCB
855 mg MgSQ,
5982-5356
5982-5356CH
EL I ENEE Y E i 2 mL 100 4~/ 50 mg PSA
ZRMEFNER. FLEEMIEE, NREPHE PRTMHEE, 50 mg GCB
TEEATFREHNRY 150 mg Mg$SO0,
50 mg C18EC
5982-5421
5982-5421CH
15 mL 50 4/ 400 mg PSA
400 mg GCB

1200 mg MgS0,
400 mg C18EC
5982-5456
5982-5456CH




QuEChERS HR{EHERAFE: HBRHZ

HitR@TTE:
ERENERTI, SFEEKYR (BB, EX) IEAR

2mL

100 /8

AOAC 007.01 5%

RABAREHS
25mg C18

150 mg MgS0,
5982-4921
5982-4921CH

BX3H %% EN 15662
RHEARSBHS

15 mL

50 /6

150 mg C18
900 mg MgS0,
5982-4956
5982-4956CH

ARG

ERAEERTHY, SEREENR. BX. B AR

FPE PRAIMER

2mL

100 /8

50 mg PSA

50 mg C18

7.5 mg GCB
150 mg MgS0,
5982-0028
5982-0028CH

15 mL

50 /€

400 mg PSA
400 mg C18
45 mg GCB
1200 MgS0,
5982-0029
5982-0029CH

YRR
ERERTH, GIRMANRE. BE. EENEAR

15 mL

50 /6

50 mg PSA

150 mg C18EC
900 mg Na,S0,
5982-4950

WHEERE TH" ZHERELEHEYRF.




EERTARARSLETSH %M Bond Elut QuEChERS SEUAFIE

ELERES

BR&

BHIK R
EN 5 AOAC 3%

]
b & il
EN 5 AOAC 3%

SBERY
KR
EN 5 AOAC B

BRAEEN
KRR
EN 5%

SBFHRED
KRR
{% AOAC 7i%

ERT

£

HHEEAR

HERRT

RERR

& > 1% BeRi/Be 2
AR

HERR (HEER.
ESIER I
FFEEHRE

RERR (HER.
EHE ME)
FEEHRY

& BRI A
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HEH

/B
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EFERTARARAXEHSH 7% Bond Elut QUEChERS HEIAFIE

LR ES

BA&

BIK RIS
EN 5 AOAC 3%

SshhFit Ry
7k§ﬁﬁ§:
EN 5 AOAC B

SBEY
p & il
EN 5 AOAC 3%

BRAEEN
b & il
EN 5%

SRR
KRR
X AOAC 5%

ERT

RERR

& > 1% BER/ B2
HIRER

FEfm (HER
EHE M),
FFEEGHRG

RERRE (HER.
ESTENS I
FEEEGHRE

18 & AERANE R
HERR

\

REMBFERE

[:ES

REEFS

EER

BARF

IR

BER

oRE

i

R

R

#

r

El£3

BER

£

AREHH

E

FEHTMY

AT

21

AL

e

&\

=2

(=23

HFHE

ABR

AHHE

FHHE

BHHE

R

HE

KEHE

L ESTEIEY.N <L)

EREH

ZHE

5%

EX

KK

HE

e

RS

e

jE

¥R

1"
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EFERTAERAXEHSH %8 Bond Elut QUEChERS HEIXFIE

SRERAFIER BERH BREAEEH BRI
Lo & i Bk RAFRE; KRR KEHFRE; KRR
LD ES BA& EN 3 AOAC 53 ENZ{AOAC B3  EN I AOAC F5ik EN % % AOAC Hi%
HERR (WRE.  REHRR (WEE.
A% MEH/EE | RHENE), £MENE) Ry =t e
ERT KEHRS Wk FTELMHRE | ETEEEMHRE HEHESR
4. TR, A
N
BES B. B
ﬂ WE N
ara e
e l, AR

B

S TR kK. NE
'—M;l%w
Al . 8%
‘ P
o
w WIE. D
T 3
F&ER Filobed
\w\ ST, B
BiES HiE
a BLAS
BLAS
? TTH
WL X
i
+h
A
s &m

12



QuEChERS F&EHRF

MEHRBEMTHEENLREMTEYER, FEEEHEREMAE. HUTHRA
FEEHRENERS:

- JERTERIZEENRT B 60 RVENE] 20 F — BMERTIA TIE 70% 9B ]

- EENEE=NZ—HEE, RETERNSEKE, SENH

- BAREHEIERAREHESR

- BRI, FFREMSIS S S EUE R

HAIE 531 QUEChERS IKAIZPHEMBRT. EBREREML R RN

by )-8
QuEChERS &M FEF

1) S
EATF 50 mL ERENEESRF 100 /8 5982-9313
EATF 15 mL ERENMESRTF 100 /8 5982-9312
BAT 2 mL ERENBEYRTF 200 /8 5982-9311
QuEChERS 7= HiR#E

RECR TRETIFLH QUEChERS IXFIES, TRESERMENTE (B
AOAC F1EN Ai&) HETEEIRE, iLIEMATERER .

- PAREFEAEIRERFRERR

- RER FRHEEIEUHER FRB RSN

- TE#ATF QuEChERS %8, TEHRE

QuEChERS #5#¥

e RE BHZAR BHS
HPLC 71 GC PI#R, AOAC ik 1000 pg/mL X{ERE-d10 (ZZ&-d10)E, o-BHC-d6 (a-HCH-d6) 5190-0502
QC &, AOAC Hik 500 pg/mL BB = B 5190-0503
HPLC M#R, EN F7ik 100 pg/mL BR=(13-“SRAE)E, BEFEE 5190-0500
GC Wt%, EN Fik 5000 pg/mL (22’55 -MEEE), =XRk, BER=(13-—SR"E)EK 5190-0501
GC #RFEAY QC KA, EN ik 500 pg/mL (22'34.4 5 - FEHE)E-d10 5190-0499

1000 pg/mL

13



M2 QUEChERS TTAR KRB B RFRNEASR. REHEN/INIR, RUMUERE X, SHERGNERTFIRE.

EERRATE
sthEb
o Eyr o R
. 20071 A%
10 g & 15 g Hm o
15 g ¥m

\

EBITH

¥Rk

50 mL iXER

J pH 18,
TR,

EESHE

AOAC A%

EBEKRH TR S/ ik R0FEE
2mL, 15mLiEFIE | 2mL, 15 mLiXRIE

BETBRK KRR
mE
2mL, 15mL XFHE

FEKRENFES
2mL, 15 mLizFHE

HFELE-55
RIEH B

HERRHE

&AL EN
15662 A%
10 g #m

EN 5%

EFEKRHFHER
2 mL, 15mL iXFI&

HEKEFEE
2mL, 15mLiXHE

}

HSE: 1mL, 6mL, 5 8mL"
T
Xl

B /KRR
2mL, 15 mLiERKIE

BRERNREE
2mL, 15mLiXFE

HREHAENE, MAAZERREREEENEMEIN. STAREEANRY (FEERRE)  NERHRIT LC/MS/MS £ (B
EHHERERSR) . ASMEBZRTRET, REEAESS PSA HEER.

iAoy

« QUEChERS 7i%

- LEYHE
MRHRPEE R
HRZ, NERZEMEIK
HE. RECRNEER
ZEPERIAAE,

iAoy

« QUEChERS 7i%

- ESMHRMELR
- MR



" B4 QUECHERS 7735

F Agilent Bond Elut QUEChERS FLiF A& K GC/MS S HTERFH
REG5%E (RS 5990-4468EN)

515

ANARENATRHRE, 2. BN, 5. ©A. &2
#) QUEChERS #mEl&HE, HITHERPKBEM 15 MRAM
MEIREL, X 15 MRARKR T ARPENMARIEL /FEL
R, THAEMEE) QUEChERS 1IREUA R 2003 &£
&%. RH GC/MS EEBTFRN (SIM) EXAHTRAKE
REEIXE 10 ng/g.

15



B85

GC/MS #fF
gt

#EAR:
#HEO:
#5.
FHEER:

HHE:
iR
R
=5

EREEE
AR A :
fEERE:

BFR. TR

Agilent J&W HP-5ms #5151 GC EMAE
¥, 30 mx 0250 mm, 0.25pm (B2
190915-433U1)

Fahte
v
S[SEREX

70°C (2 min), KA 25 °C/min FHEE 150 °C
(0 min) BL 3 °C/min FHEZ 200 °C (0 min),
121 8 °C/min FHEZ 280°C (7min)

1uL

Atune.u

SIM

434 230 °C. 150 °C. 280 °C
4 min

BEEERE

QuEChERS {4 R
QuEChERS ERSE (%—%)

%10 g ERSREFEN 50 mL BLEFH

HERIERFFRAE 1 min

10 mL ZfE

4 o TRERSEAN 1 g SLSH (EBM4S 5982-5550)

50 uL MR (BEER=KER)

RBE 30 s

5000 rpm il 5 S

QuEChERS SEIEHRER (F=F) RHHT

B 1 mL ER&TF 1.5 mL BOE S, 1A 50 mg PSA #1150 mg MgS0,
(#p= 5982-5022)

RN AREED R @
Agilent Bond Elut QuEChERS FHEMHRERAME, #HS 5982-5550

FF&iEk R Agilent Bond Elut QUEChERS HEERIAFIE, 2 mL, #H4S 5982-5022

AT & &K R Agilent Bond Elut QuEChERS HEIEHEERKFIE, 15 mL, #H{4S 5982-5058
Agilent J&W HP-5ms @& 151 GC EAEH, 30 m x 0.25 mm, 0.25 uym, S 190915-433U1

IRRERE 3 min

I

B 0.5 mL #RTRERES

HEHE 1.5 uL GC/MS 24

B 1. ZEKE GRS QUECERS 1EETE T




25004 REBTFLEKRMEEM Agilent Bond Elut QUEChERS BB EHENA NS4 ZHSR
JEIERAISERIZEUR (50 ng/g)

2000
i 1500 -
H#

2 14
1000 -
miz IS
500 ‘ 34 5 6789J 13l 19
: l RN I S R S Y 2
0 [5 1[0 1|5 2II} 2|5 3|l}
8] (min)

2500+ KPR L@k R ER Agilent Bond Elut QUEChERS RIS EMERA N A SHAE

o HERSEER
#1500
H#
1000 —
1S
500 —
ORI Y | i t M.J—*—-’J
0 T T T T T T
0 5 10 15 20 25 30

A 8] (min)

B 2 FRELRE GG ERIER AR5

% 1. 2] QuEChERS HiEMERAMERTRAEK BB EFEIH (n=4)

{& QC 10 ng/g ¥ QC 50 ng/g & QC 200 ng/g

Bl Bl RSD Gl
BER 102.8 5.0 96.7 10.8 99.4 2.8
PEEXE 92.0 6.1 79.6 6.8 89.5 6.3
Wt 97.9 2.0 88.5 97 926 42
TR 90.5 9.1 98.8 5.5 102.1 4.4
RESEE 88.7 7.1 90.0 43 98.5 3.1
212 935 6.5 95.6 4.0 100.2 1.2
ot~ a2 90.3 5.0 89.1 6.4 99.4 0.6
SMEELS 87.0 3.2 85.6 5.4 95.4 3.9
y-§53 923 35 90.0 6.8 95.9 2.0
a-8f 95.5 47 85.8 6.9 935 2.6
IREEH 99.4 4.2 93.6 5.3 99.9 18
DDE 945 42 87.1 57 927 19
WA 97.8 23 90.8 28 995 23
BRT 100.7 48 93.0 34 97.6 2.1
RS 725 45 79.6 35 96.6 3.0

WEEEANAREL X, BEF www.agilent.com/chem/cn Mi5&# 5990-4468EN

17


http://www.chem.agilent.com/Library/applications/5990-4468EN.pdf

{EF&4E Bond Elut QUEChERS EXiiiERE EN X FIE 3 ER R Z5 % E
#4T LC/MS/MS 4341 (HARS 5990-3938CHCN)

5I5

ARAERNATERRBRATREER, RE. BN, FH.
fitF. R£# (QUEChERS) #MHIEHEXER P 16 MRE%E
BYMERIEW . 8RR R0 R T o R R (B
B (LC-ESIMS/MS), ZEEBFE KA BER TUE TERZERN
YR BARREA

18



1L ERR M

BB EER
ikt

Pk
HiE:
HHE:
pioieE

st
BE:

FiE&
EEFHR

SHEE.
SHRE.

BUBEN.
TR

Z4E{® ZORBAX A& Plus Eclipse Plus
Phenyl-Hexyl, 3.0 x 150 mm, 3.5um
(#3445 959963-312)

0.3 8 0.5 mL/min
30°C
10 L

A: 5 mM pH 5.0 KIZE$&EREZ/7k (20:80) AR
B: 5mM pH 5.0 MIZB{E ZFEAR

1:1:1:1 ACN/MeQH/IPA/H,0 (0.2% FFE&)

FFig] (min) % B (mL/min)
0 20 0.3
05 20 0.3
8.0 100 0.3
10.0 100 0.3
10.01 20 05
12.0 100 05
13.0 STOP

4 min

17 min

350 °C

10 L/min

40 psi

4000 V

PRy ARES R &
Agilent Bond Elut QuEChERS EN 75:%REUA IS, 5445 5982-5650
BATFLiEK R TR Agilent Bond Elut QuEChERS EN FiESBEHZERZXFE, 2 mL H4S 5982-5021; 15 mL

342 5982-5056

QuEChERS 1&{E12F

FREX 10 g (+0.05 g) MFEMHERZE—1 50 mL KB DE

#0100 L AARERZRERT, RIERS 1 29

N 10 mL ZBE, #RIE 1 min

I Bond Elut EN 2B &, FAFANFKFE 1 min

F 4000 rpm E5:0 5 min

B 1 mL L EZ %% Z Bond Elut QUEChERS EN 4 E(EIHHZEEY 2 mL ZEEES,
# 6 mL LEZE®®Z Bond Elut QUEChERS EN 4 EIEI#EZEEY 15 mL ZEEVE

RHERA 1 min, 2 mL ZEEVET 13000 rpm il 2 min,
15 mL ZEBREF 4000 rpm 5.0 5 min

4 200 pL HOIRERREE B2 — /1 B shist R ES R AR,
BN 10 uL & 1% FERAYZHE, O 800 pL 7k#%HE

BT LC/MS/MS 4347

B 1. QUEChERS EN H#I% 7%

Agilent ZORBAX &% & Plus Eclipse Plus Phenyl-Hexyl LC &4, 3.0 x 150 mm, 3.5 ym, #H4S 959963-312
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(%) SRERE (min) H9%SELE

45 5 85 9

B 210 ng/g MR ERIERYH ELE, IEXE: 1. BEEE 2 ZHFRG, 3 T, 4 ZER, 5 WHK, 6 BER. 7. XHE 8 ## M, 9. FERER.
10. FERL, 11 Tk, 12 KEW, 13 BRI, 14 FEBE, 15 BEE, 16 FERHE

120 —
100 —|
80 4
g
B 60
[EI
40
20 4
D 4
" = = IS = s 4 = IS & ® 4 o] e i =
o 8 = S il iz " R et & 1R iz = & S Y
R 0 9w 0¥ B 0 0& = £ B 0K & @ ¥ M 2
# ) & W o
N B B
B 3. 1-mL #8¢ SPE F16-mL ##¢ SPE [ RHE
MEBERNAREEX, BEF www.agilent.com/chem/cn MiiZE#H 5990-3938CHCN
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F %3 Bond Elut QUEChERS EN i{FI & TER FHIR % B
GC/MS 441 (HARS 5990-4073CHCN)

1

FRARERS TERRMRAE (EN) PRITE. f&E. &5,
B30, MAMZ4E (QUEChERS) MMEI& %, BB L%
R 17 # GC SMHISHERRB KL, ZEEELHAK/
ZEZGNSIEN, REMEELEN/AESE, BRYHE

HHZEEL (98 SPE) #1T4k., ASHEEIE/ L (GC/MS) &

BTN (SIM) B3 ERIZI T B RZ5

1L B85 1

ToH

GC £

ik Agilent J&W HP-5ms B I EIEHE 15 m x
0.25 mm, 0.25 pm (342 19091S-431U1)

rig=qup S vithii

HROHE. Helix ZiEW#MATE (534S 5188-5398)

#5: a5

HROEHD: BT, 2018 psi (EEER) ; RATE,
1.0 psi

HEQRE. 250 °C

R 1.0 uL

N O 30 mL/min, 7 0.75 min o8

HiBEHERER.: 70°C (4R#% 1 min) , BL50°C/min BEEEFHE
Z 150 °C (FR#) , KL 6°C /min KIREFE
Z 200°C (AMRHE) L 16 °C/min RIEEFHEZE
280 °C ({R# 6 min)

JRIETT: 3 min

R W43 Ultimate 3% (8345 G3186B) — AT
A ez iz =]

HE EPC S{K: SBAKH Ultimate 3k

BB EPC EH: IBITIERE 4.0 psi, RHTTE 80.0 psi

EEEE. OS5 Ultimate 3% (B34S G3186B)
28]

PRITES: 65 cm x 0.15 mm x 0.15 pm DB-5ms
BEE

EEERE. 7R Ultimate #3k5 MSD Z 8]

R &M

TS Atune.u

K SIM (BXHMREE, BSUNAHENE 2)

BFIE. TARF.

ER%RE. 438145 230 °C. 150 °C #1280 °C

TAFIRER : 2.30 min

T, BHiEisRE

21

QuEChERS Z{EEF

FREX 10 g MRRRIEER (£0.1 g), E 50 mL FivEd

BN 100 uL IS (TPP) A, EERA QC MERAR, RIGES 1 Hh

MAN10mL 28, BAFRE 1 2%

# Bond Elut EN QuEChERS 1REXER €

EE, FRARE 1 S

4000 rpm Hilx 5 45

B 1 mL EEZEZE Bond Elut EN 48 SPE 2 mL &,
S{EX 6 mL Z Bond Elut EN 4} SPE 15 mL ZE&H

RIERE 1 98, 2 mLiXE 13000 rpm By 2 94,
15 mL ZEEUE 4000 rpm il 5 940

Y 500 pL $2EURNZE BEh R E S,
TN 25 uL & 1% FA HIZEs, RHRE

GC/MS &#ft

[ 1. Z4#ft Bond Elut QuEChERS EN 1EBUHHER
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B 2. EEEBYH) GC/MS EiEE, (A) FRERYTEINE; (B) 50 ng/g WiFERIRRY, IEAS: 1. HHE, 2 FEEEH, 3. #A, 4 ZBXK,
5 BEE 6 FRETME, 7 XEFEE 8 —S_FFF, 9. FELtE, 10.g-5/, 11. DDE, 12 a-847 13 WA, 14. ZFHE, 15 BAGHE,
16. FE, 17 BEBE. Mir: BH=FE (TPP)

RN BREES R 5
Agilent Bond Elut QuEChERS EN 7:ZEMiXFI&, #4S 5982-5650

AT L@k R Agilent Bond Elut QuEChERS EN FiENHBIEHZERIARE, 2 mL, 4S5 5982-5021,
15 mL, %S 5982-5056

Agilent J&W HP-5ms #5185 GC 474, 15 m x 0.25 mm, 0.25 pm, &5 19091S-431UI
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B 3./ 2mL #115 mL Agilent Bond Elut #EHEEBULFIZ S FIFEERAT 1 mL 71 6 mL KA EIK EFIEZE

MBEEEAN BIREE, HE% www.agilent.com/chem/cn M5 ZE# 5990-4073CHCN
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F Agilent Bond Elut QUEChERS EN iXFI&

LC/MS/MS ot (HiRS 5990-4395CHCN)

515

FRRAFENAT-MER. BRE RN BN WA, X2
# (QUECHhERS) EN #ml&FERERA, ZFETH TR
¥ 13 MEARREMNAERANZBREGMERNMSENL ., KX
WAHR—HEREER, AEETHTEEREKENTRE
# EN HEERERRFIE. KFAEHFMT 7.5 mg/mL HE
fLxB (GCB) MZIRERN, AmiEEILMEREREREK
FRiEEXF %4 (LC-ESI-MS/MS), XRIEBFE KR EMER

(MRM) UE R ER % B KL,

LB

BAAEEERY
ik Agilent ZORBAX A% Plus Eclipse Plus #&-2
HHE, 3.0x 150 mm, 35pm (E45 959963-312)
TR 0.3 mL/min
iR 30°C
HHE. 10 uL
gkt A: PH=5 15 mM ZEi#% MeOH/H,0=20:80 & ;
B: PH=5 ] 5mM Z B Z 5k
BESTR: 1:1:1:1 Z B/ BEg/ RWEE/ k& 0.2% P
BE. pinst
FitE (min) % ZHE (mL/min)
0 20 0.3
05 20 0.3
8.0 100 0.3
10.0 100 0.3
13.0 Z1k
RiETT: 4 min
BAATRT A 17 min
RiER S
EBFERX
SIERE 350 °C
SIERIE: 10 L/min
EUSEEN: 40 psi
ERERE: 4000 V

24

HITRE PR B NKAR

QuEChERS Z{E2F

FREX 10 g (+ 0.1 g) MR T 50 mL BLEH

BIN 100 pL RARARA QC IFRAR (MREE), R 1 2%

MN15mL & 1% ZERMZIEAT, BEEMA Bond Elut AOAC
QuEChERS ZEULFH

EWEOE, BIZUET 1 94, 4000 rpm Bib 5 £

REMAE

i3~

1 mL ZIEZEEWINE 2 mL

% 1 mL ZIEZEENE) 2 mL

SHERERE S SHEHZERE
] 1 325 pL B
BiE30s | | BiE30s
13000 rpm Bilx 2 54 13000 rpm Bilx 2 S4h

TRER 825 uL LEZ BRI —&H

30 °C HEKF

A 600 uL & 0.1% REMZBRK
g%

BB AR

H—E= A RHT LC/MS/MS
5 GC/MS 947

TEEARIHT LC/MS/MS
5 GC/MS 747

B—

B 1. QuEChERS EN Jr 1R IERFEE (BHIFEH 7 HEIEZER %, 2 mL {£7)
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0.9

08
07 -
06
05
04 9
03 8

4
02 , F 10
“ 1
01 - 3 5 6 1112}
0 ][X;,/\ AAJ A
T T

T T T T T T T T T T T T T T T T T T T T T
05 1 15 2 25 3 35 4 45 5 55 6 65 7 75 8 85 9 95 10 105 11 115 12 125

Wl Rz 4 (%) 5RERIE (min) HIXTLLEE

B2 FEZEEF (A) #7150 ng/g WHHELS (B) £2 EN ELIBIEHT MRM Ei2E, IFKLF). 1. B, 2. ZBIERE, 3 I, 4 25X, 5 WL, 6 BEX, 7. #5368, 8 FEH,
9. KL, 10 AIZW, 11 KEW, 12 BRI, 13 BEFRIS: ARy, =526

F 1.6 mL AHEBEERE (IBS 5982-5321) PIFRHERH R PREVEENEI

10 ng/g f%% QC 50 ng/g /%% QC 200 ng/g M#x QC

EkE RSD (n=6) Elf% RSD (n=6) iz RSD (n=6)
RS 85.0 8.3 87.7 27 95.0 9.4
Z B RRRE 88.6 5.1 84.6 3.1 94.6 9.3
IR 68.7 37 65.7 15 719 10.8
ZER 94.0 5.4 914 27 5359 3
At S ik 102.0 8.9 85.4 6.1 100.1 7.7
BER" 772 44 77.6 24 79.2 9.7
FRREL 98.2 5.7 96.3 1.8 93.9 72
%R 985 3.6 94.0 1.7 97.4 72
R E&HE 102.3 6.0 95.3 17 91.0 6.8
mEm 88.8 6.4 86.8 2.8 935 7.7
KEM 104.5 25 96.4 2.0 84.6 55
R 1015 4.2 92.2 24 86.8 7.6
BAEIER 99.7 6.1 97.4 1.6 95.3 6.9

"ETEAHNKE

FR N ARES R @

Agilent Bond Elut QuEChERS EN F#EREUAFIE, #1445 5982-5650

RAFEaRKRIFERL Agilent Bond Elut QUEChERS AOAC S EIEHRZERIAFE, #1145 5982-5321 #1 5982-5356
Agilent ZORBAX 13857754 Eclipse Plus Phenyl-Hexyl LC &4, 3.0 x 150 mm, 3.5 ym, ##= 959963-312

MBEEEAN BIREEX, HE% www.agilent.com/chem/cn M5 ZE# 5990-4395CHCN
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{EF Agilent Bond Elut QUEChERS W/&ELRRIXFIZIL HPLC-DAD &IZE
BHEPHRERRE (HiRS 5990-5988EN)

Bl

AEARERS TIUREREBAZ A N4RER QUEChERS #
mEEFESNERRATHREERR. AEBRREEETET
HEMRAAEDHE =Y., REBBRNEKER 84% &
93.8%.

ERET -TRM_IREMT] (DAD) # Agilent 1200 Infinity
RINERE. 7E 210 nm RbHITHHR.

B85 1

BRI R

Bk Agilent ZORBAX HILIC Plus,
4.6 x 50 mm, 35 pm

T 0.2 mL/min

iR 30°C

HEE: 5L

REhHE: LR
A: 3%5mM ZE
B: 97% ZHs

IE{TRE 10 min

JRIETRIE 3 min

HEE . DAD, 210 nm &b

26

QuEChERS Z&{E2FF

FRER 1 g BFMER, B 50 mL BLEH

[EVREG RN 1000 pl 20 ng/mlL BIRIARAR. 1000 pg/mL EIIMERAR .
AR 1 min

WA S mLESK. BHRE 1 min

fIN 9 mLKFI 10 mL ZRE. BARE 1 min

I Bond Elut QUEChERS £: 1317 B EEN
HREE 1 min, $AERL 4000 rpm By 5 min

#xLECHRE

# 6 mL %45 CH,CN 184 %Z Bond Elut QUEChERS
15 mL 94 SPE & (&% PSA. C18EC #1 MgS0,) .
HREE 1 min, SAEEL 4000 rpm B> 5 min

#1000 pL ZEERESZE B it R iR

B E#ERT HPLC-DAD 4T

B 1. BRI F R FREES #7#9 QUECHERS Hm#I& R



. SERERY Wi R Y
64 7
: : FERERE (W15)
4] 2!
£3
2 2
& 1
0 : : ; ; ; i i i ) 04 . , . ,
0 1 2 3 4 5 6 7 8 9 10 0 1 2 3 4 5 6 7 8 9 10
i8] (min) FifiE] (min)
B2 BARAHERNIELE B 3. R R ER EiEE
1. AR RPABBRN DR EEMRERE (n=6)
RE (ng/mL) %EWE (n=6) %RSD (n=6)
500 84.0 3.2
1000 93.8 22
2000 922 15

bR R B R P A A9 e

ERTABEESHTH Agilent Bond Elut QUEChERS ZEEUAFIE, 445 5982-5850
Agilent Bond Elut QuEChERS EN 48 SPE #F|&, &S 5982-5156

Agilent ZORBAX HILIC Plus f&ii#, 4.6 x 50 mm, 3.5 pm, #5445 959943-901

EEEANAHENTERA, 15155 www.agilent.com/chem/cn 1% 5990-5988CHCN
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- R AN BRI —Bond Elut QUEChERS ZEELRXFIEFN Agilent
5975T LTM GC/MSD BIRZF (HARS 5990-6323CHCN)

518 QuEChERS Z{EEF
FNFABERS TR QUEChERS EN #RHI&HELEMSR FRER 5 g FRARHRIMN 50 mL B
KEXEFHBERKRY, ERZLENEMEARGER. 247
URREE Agilent 7693 B SR HHERHI Agilent 5975T LTM M5 mLoK, BAHRE 1 min
GC/MSD &%, RTL %R Agilent MSD ChemStation HJ45 &
. TN 10mL 288, RAiRIE 30 &
M Bond Elut QUEChERS EN #E1 &
R H
& #RI% 1 min, $AEIL 4000 rpm B0 5 min
ik Agilent J&W HP-5ms LTM,
30 m x0.25 mm, 0.25 ym % 6 mL_LEZHEHEBE Bond Elut QUECKERS EN 15 mL
Rt S5atreitiRg, 1 m KEikh, EEEgs ¥ SPE EF
GCMS %4 5975T LTM
#EO: LV S it &% 1 min, #AEEL 4000 rpm Bl 5 min
Bt Agilent 7693
BE 4 mL ERERRK, £ 0.22 pm RETE; REEEMABh#ER
T FERR
HHEORE: 280 °C
i 1L HRTEERT GC/MSD 247
HHE AAREH 1. BFAHERER BTGB QUECHERS EN SEIEESF
Eial a5
HAEIE: 26.878 psi, fEERER
Fik: REREHIEZ FESFILE 16,593 min &

LTM HEFHRE 70 °C (fR4F 2 min) , KL 25 °C/min BEEFE
Z 150 °C (AR#) B 3 °C/min KEEFE
E 200 °C (A4R$) , M 8 °C/min MEEFHE
Z 280 °C (fR#% 10 min)

R 270 °C
MSD #HiRE: 270 °C
BFREE: 230 °C
MARAFEE 150 °C
BEER: El
HHER £1#, 50-550 u
EMV #5: AT
HHERF: 5.00
PR T AR

(EM) B[E: 1129V
TAFIFER . 3 min

28
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B2 502 1.0 u9/9 BRBHFHEMAZEZRASYTZEIRIEIEE, FIF DRS A 2 min MEAIGEHEITE B K%

IR N PR R A &

Agilent Bond Elut QuEChERS EN ZEEZH&, #H145 5982-5650

Agilent Bond Elut QuEChERS EN 78 SPE i{#I&, #{+5 5982-5156

Agilent J&W HP-5ms LTM #, 30 m x 0.25 mm, 0.25 pm, #{45 29091S-433LTM

EEEAN BRENTERA, 15155 www.agilent.com/chem/cn 3% 5990-6323CHCN
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{8 Agilent Bond Elut QUEChERS EN iXFIZ L LC/MS/MS iEHHTEZE
PHRAFE (HARS 5990-6400EN)

5|5 QuEChERS #{ER2F
AEAHERS THER QuECHhERS EN # &5 &7 kR ER R 2 g (+/- 01 o) HIRATAERERHIN 50 mL Bl
g 12 REKE, ZERARRTEZPHESHREE
B, ATEEDEHEABHNMEER, EMETEZSESHHE 100 uL AT
T &3 Agilent 1200 Infinity Z5IBHEIES57E MRM #3% (10 ug/mL of TPP) ZEHEGHEE 50 ng/g HIRE
TRIENERESFU Agilent 6410 = F R BRI RN
AR, *MERZHRTETEEERRKY. FHEKE ERIMEFHRAE 1 min
£ 87% Z 108% HSEEM (FHEH 935%) .

BEMBOETAFIN 8 mLok; EEHMEHRAE 1 min

| BRI SRR 10 mL 218

Y EEMEIRE 1 mi
B F M
b= % i
AAREE RN AN Bond Elut EN %X £
&g Agilent Poroshell 120 EC-C18, 2.1 x 100 mm,
2.7 ym, (S 695775-902)
i 0.4 mL/min B AR 20 #, SRS 4000 rpm TE/L 5 min
g 30°C
S 10 L B 6 mL E9 2R LiERMA
i, A: 5 mM BE (FA) BKRE Bond Elut EN 15 mL 4# SPE &
B: 5 mM REMZ AR
sLiEE: 1:1:1:1 ACN:MeOH:IPA:H,0 w/0.2% FA ERMBFRIE 1 min; FAEFE 4000 rpm T 5 min
BE: RFiE) (min) % Zk
0 ° BE 1 mL EREEBE 10 mL AED,
1 5 FERT 40 °C MIRETTFRESSFF TR
3 50
! %0 KERERAIN 1 mL ZHE/%k (1/9) B
8 90
8.2 5 ety
BA 045 pm REREREHITIER
9 5
JRIETT: 2 min
BIBTTRYE): 11 min I LC/MS/MS E#To 7
MS & B 1. i FAYRF P KL FEH) QUECHERS EN BEIFEEF
EEFER
SIERE: 350 °C
SERE: 10 L/min
EWUHEEN: 40 psi
EMERE. 3500 V

30
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g.g I 5 | 12
0.2 | |
0.1 A | ‘,_Q_L, [\ \
05 1 15 Fl 25 3 35 4 45 H 55 [ 6.5 7 75 F] 85
WS R ERE (min) fI33EEE

B 2. J EN 77540249 50 ng/g nkrEaal) MRM Ei5E. IERA]: 1. GXHE, 2. I4FH, 3 BER, 4. B4R, o WAN. 6 Y, 7. ZFH, 8 BEF, 9 BETHE, 10 %X
48, 11 KEW, 12. BE, AR TPP

% 1. f£F Agilent Bond Elut QuEChERS JUB GG EKZF ST

QC f0#RRE 10 ng/g QC fu#RiRE 50 ng/g 0C f#RIREE 200 ng/g

Bl & RSD (n=6) Bl = RSD (n=6) Bl RSD (n=6)
= R 80.5% 5.4% 91.7% 2.9% 88.9% 8.2%
I EF R 43.1% 3.0% 42.2% 3.4% 43.4% 9.8%
ZER 114.6% 11.6% 97.6% 2.0% 105.0% 6.2%
BER 98.1% 6.9% 90.4% 2.4% 81.7% 5.8%
T 104.3% 11.7% 108.6% 2.5% 93.9% 7.9%
mEm 97.5% 4.4% 87.8% 5.6% 92.4% 4.6%
FRB 98.1% 2.4% 110.2% 1.7% 107.8% 3.9%
Az 89.7% 11.4% 104.9% 3.3% 108.1% 5.2%
W 84.9% 2.1% 92.5% 3.7% 93.9% 5.5%
R EHE 103.4% 3.1% 111.2% 3.2% 104.9% 5.7%
KEM 108.7% 2.9% 94.3% 4.5% 89.8% 3.3%
BABIER 105.7% 12.4% 96.4% 25% 99.2% 5.5%

3R R PR E B A A9

Agilent Bond Elut QUuEChERS EN ZEEUH&, #0#45 5982-5650

BF&EERKRHMFERE Agilent Bond Elut QuEChERS AOAC HEIEHRERIAHIE, 4S5 5982-5356
Agilent Poroshell 120 EC-C18 &4, 2.1 x 100 mm, 2.7 pm, &S 695775-902

EEEAN BRENTERA, 15155 www.agilent.com/chem/cn 3% 5990-6400CHCN

AN
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&M Agilent QUEChERS #H1THmHI&EEM Agilent 1290 Infinity &
HHEILF Agilent Poroshell 120 A EEHTINFAEEHRITUE (H
fEE 5990-6589CHCN)

518 QuEChERS 1R {ETEFF
AR AMERS THEM QUEChERS EN #&HI & EZER ST FRER 5 g (+/- 0.05 o) SIBKERHIN 50 mL BilvEeh

F I3 MEE. AARFLT—MERERSE Agilent Poroshell
120 EC-C18 iHH Agilent 1290 Infinity LC UE4R M= MH
. HEEREE 91.6% Z 107.2% BSEER.

3 Z= RS 30 #, B\ 5mL Kk
3 -

il 30 WERRTEEER, AEMAERH QC IMRER

AR ERERH EEMEIRIE 0%, BEEEMERMN 10 mL ZFE
ikt Agilent Poroshell 120 EC-C18, 3.0 x 100 mm,
2.7 pm (E3$E 695975-302)
e & DAD #&TUZEH Agilent 1290 Infinity LC =R MR 30 B
IR 0.8 mL/min
iR 30°C A Bond Elut EN ZE{E
HHEE: 10 L
K- 230 nm SEMEIHBARE 1 min
REhiE: K-ZIBREE
R g'ﬂaj (min) 08/;* ;/:]ZE % 4.°C L 4000 rpm HIERER:L 5 min
6 50 50
8 10 % BB 6 mL $4ZB LB Bond Elut 15 mL 414 SPE &4

=ZEHIRTE 1 min

N % 4 °C kL 13000 rpm HEEEEL 3 min

B BEL 4 mL EEEMAS—MLES, % 36 °C FFESSFFTE

A
= ‘\‘\\ R 2 mL 1:4 i1 ACN/H,0 ARE AR

|

RIEHBAELIE 10 min, AER 0.2 pm BERAEZE OIRETR

/|

HERENHRERZERPREMT, EEMEHRIRIERLT HPLC 4T

B 1. FBTH A3 ER QUEChERS EN FEIEFEF

32



mAU
25
REFHRUEY

204 13

0.5 ppm MFER FRETFHEED
) 12
10] : 4 6y K 10 /JL
I ” W
L S J\ MM&MJL ! i
i ‘/\J\"'N}\"”L.Mw

0 é A é é min’

B 2. BEKEBH 0.5 ppm MR E AR EEE,

R 1. BT ENER QuECKhERS it E =S T

bt RE Bl (%) %RSD (n=6)
=2 05 107.2 35
10 98.2 0.98
AN 05 97.6 2.3
10 101.7 0.58
bk SN 05 101.8 0.96
10 96.1 12
Shit AR 05 98.9 15
10 96.2 1.8
SR 05 1035 15
10 923 0.23
ERER RS AT RO 05 1043 1.9
10 91.8 0.17
EScdi 05 100.0 14
10 95.6 0.25
e~ FE 05 99.4 13
10 97.8 0.54
£ 05 98.0 0.85
10 98.2 0.15
FE 05 97.1 0.9
10 92.1 0.63
i3] 05 1034 12
10 92.5 0.68
Z i R 05 1009 1.9
10 97.3 0.79
R 05 98.5 1.6
10 91.6 0.81

3R R AR B A9

Agilent Bond Elut QUEChERS EN ERUAFIE, #45 5982-5650

BT AR5 BH Agilent Bond Elut QuEChERS AOAC SEEHEZERIEFE, 15 mL, &2 5982-4956
Agilent Poroshell 120 EC-C18 f&iffi#t, 3.0 x 100 mm, 2.7 ym, S 695975-302

EEEAN BRENTERA, 15155 www.agilent.com/chem/cn 3% 5989-6589CHCN
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{#A Bond Elut QUEChERS ZBUAFIEH Agilent J&W HP-5ms 8

1
=

=]

i

GC BiZHEIMAKFHAAZE (HARS 5990-8108CHCN)

515

KEBHERS THER QUECHhERS EN # R & 775 R 2EEHN
B KK 57 MATHT GC SMHSRGRE., RELF
AH GC #1 GC/MS RTL #4EE+ (FM4S G1672AA) &IF
F 962 MRY, RGRBWAMGMNTTHRY . AXRAER
E 5975C 151 MSD #1 Agilent 7683 BEhi{Ki##E3E (ALS)
7 Agilent 7890 GC Li#1T. Agilent J&W HP-5ms 5 1EE
GC BEHAMEMUENHITIE. ASHUESWHIEKE
% 80% ZE 110% HSEREA .,

LS

GC &ff

BiLH: Agilent J&W HP-bms B tEIEEIEH, 30 m x
0.25 mm, 0.25 pm (EB4S 19091S-433U1)

HEERE 250 °C

il as. EEES

REREIHE: FAESZLHHMET 16.596 min

iz W AHFEH, WIHE 50 mL/min, 0.75 min

HEE: 1L

R 70 °C (###% 2 min) , EL 25 °C/min MEEFR
Z 150 °C (AR#) . B 3 °C/min MEEFR
E 200 °C, #EM 8 °C/min HEEFHEE 280 °C
(f’¥% 10 min) , FiE1T: 320 °C ({&#% 5 min)

FRiERHS

AFIFER : 4 min

MS B : 230 °C (BFE) ; 150 °C (PUARAT)

e 280 °C

MS L Agilent RTL RZ5% (G1672AA) 71 NIST08 Rit &

MS: El, SIM/#3#

AER. RE&3EME (50-550 amu)

34

QuEChERS 1&{E#2FF

FREL 5 g MBEAKMN 50 mL L&, FHMA 5 mlL k

HIMAIRAR, BERFM GC MTIARAR, SARIRIE 1 min

N 10 mL ZBE, i®HE 1 min

WA Bond Elut EN QUEChERs ZEERh &

EZMEFAAFRE 1 min

7£ 4000 rpm T&:1 5 min

BE L ERIZ B4 6 mL ZE Bond Elut EN 15 mL 4} SPE &

RHE 1 min, #8511 4000 rpm B> 5 min

EX 0.5 mL EERE| A gt iR

B GC/MS iER TR

B 1. A F 255 BH) Agilent Bond Elut QuEChERS EN ZEEE(EFERF



S

EE a
380,000
340,000
300,000
260,000
52
220,000
180,000
140,000 53
54
100,000
60,000
20,000
B 5.00 10.00 15.00 25.00 30.00 35.00
1 FREEE 13 757378 & HAafE 25 E5ig 37 p.p’-DDE 49 PUSTRIHHR
2HHE 14 Fig 26 3IHHE 38 FEEM 50 fRAKHBE
SEMER 15 FETHE 27 R 39 RIKEFH 51 SEAHE
4 A 16 FESTE 28 tEIEN 40 p,p"-DDD 52 SA%5%K |
5 AAA o Bk 17 &M 29 “HRER 41 0,p"-DDT 53 SEE Il
6 AEHF 18t5 30 FHIEE 42 ZFE 54 SEHEE |
7 5RE 19 BER 31 EERREE 43 p,p’-DDT 55 SR FER
8 AN B H 20 RISFRE 32 SIE 44 BEER = KR 56 SEBEE Il
9 W 21 FRERTER 33 R 45 RAZH 57 REHEE
10 ESRRER 22 L 3 TER 46 TREHRE
11 3E-d10* 23 DT 35 ZKEH 47 R “HER
12 ZBR 24 15T 6TBER 48 REHEE

B 2. X200 ng/mL KZ B FiiEiEE (TiC)

R R R T A9

Agilent Bond Elut QUuEChERS EN ZEEiH&, #5445 5982-5650

Agilent Bond Elut QuEChERS AOAC %#{ SPE iRFI&, &S 5982-5156
Agilent J&W HP-5ms B 1§t @ik, 30 m x 0.25 mm, 0.25 pm, S 19091S-433U1

BEEEANBRENTERA, 151515 www.agilent.com/chem/cn
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{EFZ4E4 Bond Elut QUEChERS AOAC IXFIEMIE X R R Z5 % 2
# LC/MS/MS 247 (HhRS 5990-3937CHCN)

E1E]

RREBEENAT—HER. WE BN BR. WA, *2
#) (QUEChERS) & #I &%, WEEEAAMUERBS
(AOAC) 2007.01 5iE343E R 16 MRz BRI ZEEANSE 1L

KNMAFENERDREMEEZR (LOQ) A 5ng/g, AKIK

FERBFERERE (MRLs). EBURKHIINERAFESHIH 10,
20, 200 ng/g, FEIESEREA 76% B 117% (F35 95.4%) ,

EXRERERT 15% (1 4.3%) ,

36



L ERR M

BiREEERY
&k L4 ZORBAX JAFI4 Plus Eclipse Plus Phenyl-
Hexyl, 3.0 x 150 mm, 3.5 ym (&B{$S 959963-312)
TRIE 0.3 8 0.5 mL/min
g 30°C
HHE. 10 pL
TRENHE: A: PH=5 B 5 mM ZER$RFEE/7k=20:80 i&AiK;
B: PH=5Kj5 mM ZEBRZERK
$HER: 110101 2R/ R/ RWEz/k (0.2%FE)
HE: iR
FFi8] (min) %B (mL/min)
0 20 03
05 20 03
8.0 100 03
10.0 100 03
10.01 20 05
12.0 100 05
13.0 it
RIETT: 4 min
BATRTIE 17 min
iR
EBEFER
SIEE: 350 °C
SkiE: 10 L/min
EUREEN: 40 psi
ERERE: 4000 V

TR ARES RO m

QuEChERS 1&{E12FF

FETFREN 15 g BBAER (+ 0.05 g) Z 50 mL &R

#0100 pL PIRATRERRT, RIERS 1 98

AN 15 mL1% MZE-ZIE8il, RARE 1 55

A Bond Elut QUEChERS AOAC £, ZIF%EE, BARE1 ot

4000 rpm S TED 5 S

B EEZEE®BZE Bond Elut QUEChERS £ EIEHZEEEH,
1 mL/2 mL & 8 mL/15 mL &

IRIE 1 AR

% 200 L ZEREBE B SEHERSET. NREEEME,
A 800 uL NIRRT

KT LC/MS/MS 24T

[ 1. QUEChERS ADAC #R#I& R

Agilent Bond Elut QuEChERS AOAC ZE4ERIARIE, &H4S 5982-5755
BFL@EiHEFIKEE Agilent Bond Elut QuEChERS AOAC #E{EHEZEEAFE, 2 mL, #4S 5982-5022 5 15 mL,

342 5982-5058

Agilent ZORBAX j3#117& Plus Eclipse Plus Phenyl-Hexyl LC &ii4, 3.0 x 150 mm, 3.5 pm, #B{S 959963-312

37



14+ MRM (19210001 > 160.00000) low QC -1.d 11, 23 8 34 s
0.95
0.9
0.85 |
0.8
0.75
07
065
0.6
0.55 |
05
0.45 |
0.4 1
0.35
0.3 6
0.25

0.15 15
12

0.1 9
1 14
0.05 5 7 16
0 -
T T T T T T T T T T T T T T T

T T T T T T T T T 1
05 1 15 2 25 3 35 4 45 5 55 6 65 7 75 8 85 9 95 10 105 11 115 12 125 13
P (%) SREEE (min) QTHLE

B2 10 ng/g REMGFERZERYHELE, IEAS: 1. FRest 2. ZBEREE: 3 W, 4. SER. 5 WHK; 6. BUR; 7. HHE: 8 F%FM: 9. FEGER: 10 BFE,
11. TEHE 12 [KEB 13 BETE: 14 FEFE 15 BERE. 16 XWENER

120
O1mL BEgmL
100
80
g
s 60
=
Bl
40
20
0
% 1 = I = & -4 @ 3 " % ] & M it )
[ K = Fist ol Fis i % e K £ bt =S i i® "
[ iz = Y Ei L & B W [::2 4 = i & = g
] " ®

B3 1mL 5 8mL #4 SPE HRBERHITEERTIE.

MESEARNAREE X, BEF www.agilent.com/chem/cn Mz 5990-3937CHCN
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% H Agilent Bond Elut QUEChERS AQAC iIXFIETEER PR AT B R
GC/MS 441 (HARS 5990-4068CHCN)

B
KMARSHRETERRE, &E. 25, 5% MANRE
(QUEChERS) #J AOAC #mEl& A%, REFELERF17 #
GC AWM EXANEB KRS, EASEEE/FKE (GC/MS)
EFREFRN (SIM) BRI ERERY P ERRARTT
2.

LB

StEEilRY

ikt Agilent J&W HP-5ms Ultra Inert,
30 m x 0.25 mm, 0.25 pm
(Part No. 19091S-433U1)

B Agilent 7683 B Bkt RS

#HO. VS v

Ea a8, BEEER

{REBBTEIHRE - HESEHSTET 16596 24 (FELEHA
22.0 psi)

HHEHRRER: 70°C (2 4%h), L 25 °C/min FE 150 °C
(04), KL3°C/a#FHZE 200°C (04),
L 8 °C/ 4y bt
| 280 °C (11.5 4%h)

HHE. 1.0 L

Bt &M

S Atune.u

R SIM (BREARENR 2 TREXKEN
HHER)

BFE. M.

R 451 230 °C, 150 °C 1 280 °C

BEhiFigEE: 3 min

R E: BEAERE

TR ARES RO m

QuEChERS Z{E2F

FREX 15 g MREAIRER (£0.01 g), Z 50 mL B &

BIN 100 pL IS (TPP) A, EERMA QC MERAR, WIERA 1

N 15 mL 8945 1% HAc B ACN &R

B Bond Elut AOAC QuEChERS ZE(#E

EZ, FRARE 2%

4000 rppm Bl 5 2%

B 1 mL L EZBSZ Bond Elut AOAC 4 SPE 2 mL ZEVEH,
E{EX 8 mL Z Bond Elut AOAC %#{ SPE15 mL ZENE

RIERE

144, 2 mL ZEEUE 13000 rpm Bl 2 984,
15 mL ZEEVE 4000 rpm B0 5 24

BR 500 pL REVEINZE B Bt EEEmE R Analyze by GC/MS

T GC/MS 247

[ 1. Agilent QuEChERS AOAC B BER T FH#iEE

Agilent Bond Elut QuEChERS AOAC ZE4ERIARIE, &H4S 5982-5755
BFL@EEHEFIKRE Agilent Bond Elut QuEChERS AOAC #E{EHEZEEUAFE, 2 mL, #4S 5982-5022 5 15 mL,

342 5982-5058

Agilent J&W HP-5ms #E &t GC EAEH, 30 m x 0.25 mm, 0.25 ym, S 19091S-433U1
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2000
1800 A
1600
1400
1200-|
1000-| 1S

#8004
600
400-{
200+

5.00 - ‘1abo‘ o ‘1550‘ o ‘2050‘ o ‘2550‘ o ‘sono ‘ssnu‘ o ‘40ﬂ0
B8] (min)
2000
1800
1600
1400
1200-|
1000
800 2
600

Y

12
400
6 7

16
ol | Il ,850‘"J‘ Prebs] fiv |

0+——id s e - — —————
5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00
B8] (min)

B 2. SEERMH GC/MS B4, (A) FRIERZH: (B) 50ng/g MFEFIERY, LT 1. BHE, 2 s FEFH, 3 Z25, 4 BEE, b5 BEE, 6 XF#E, 7 BXT,
8 TEFA, 9. y-JA. 10. 5A, 11. WA, 12. DDE, 13 ZHE, 14. mAGHE, 15 FUECHE, 16 8F%, 17 BEE, Wi HBBE=FE (TPP)

120 O1mL m8mL
00 _ L
80
S
B 60
[EL
40
20
077
4 =4 *» Hr &l s i =y oy = "= = o k| & W
s E i iy H K i 4 = ® a = = = i® Hit
B oom Il m B ® jm K% = NGB OB R
H H =N =
® 5 [N

[ 3. # 7 Agilent Bond Elut 2 mL 1 15 mL #BAFIZANE 1 mL 71 8 mL FEERHBIEIK EFEE B4R

MESEARNAREEN, 55 % www.agilent.com/chem/cn Mz 5990-4068CHCN
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% F Agilent Bond Elut QUEChERS AOAC iR FI & T S 5% B R4
GC/MS 3% (HARS 5990-4305CHCN)

5|18 QuEChERS 1&{E12F

RiE, HE. EN. 5. WA, K24 (QUEChERS) ADAC ] 15 ¢ HEHS (£019) BF 50 mL BDES
Hmil&rE, TATEXS 18 MESTFRHERESTHNE
HREZBESNEIASL, A TRRSBERERAEE A 100 oL RIREIRA 08 MR (MRREHR).
L2 (GCB) 5| B FELHS FRERAMQE, MTFFHE
EMHRGSTF, FMPFEHTHHE., FB GC/MS B, & AN 16 mL 1% #7kB4EE Z B¥& 70 Bond Elut AOAC QUECHERS
HEETR (SIM) BR THEZ T BRREERMSTT il
.

EFELE, BAE 1 min, 4000 rpm Bidx 5 min

ﬂ‘( %E % 14: RHFE itk

SHEERYE ¥ 1 mL ZBEEREBE 2 mL 1 mL ZIRERYEBE 2 mL
itk Agilent J&W HP-5ms B 1EM, 15 m x SHERERES SHERERES
025 mm, 0.25 ym (&S 19091S-431U1)
rig=Jup VS i ] 0 325 pL B
HHAE. EgsfRl, £iE (B4S 5188-5398)
#s, 55 Rl 30 | | i 30 B
HEES: iE{THT 19.6psi (1EEERK) , KUET 1.0 psi
HHERE: 250 °C 13000 rpm B 2 min 13000 rpm B 2 min
HHEE: 1.0 pL
SRHORERE. 0.75 min & 30mL/min
825 uL LEZHREES—&
FHBRERF: 70 °C (4&#F 1 min), KL 50 °C/min KIiEEFE oI EA ST
E 150 °C (fR$5 0 £%9) , /FLL 6 °C/min HIEE
FHEZE 200 °C (fR#5 0 440) , ELL 16 °C/min 30 °C @EMF
HIEEFHREZE 280 °C (4R45 6 £4h)
RIE(T 3 min ERF 600 uL & 0.1% BEHZE
WY
HIRTEEA #%43H Ultimate Union (3342 G3186B) -B ol
FRES RGN - e
Aux EPC S SSEEZEWI Uttimate Union RIS
Aux EPC EF: iB17HT 4.0 psi; KIEAT 80.0 psi
B, Agilent J&W HP-5MS #BEHEMHH 15 m x ERBRRHT GC/MS 7 ERRKHT GC/MS 247
0.25 mm, 0.25 um (EB4S 19091S-431U1)
PRiES: 65 cm x 0.15 mm, 0.15 um DB-5MS BE &M B 1. BRERHE I ERREE (FRIXARHEEER, 2ml #F)
EEER. I Ultimate Union #1 MSD Z
&M
g Atune.u
#X EEEEF
BFIE. MARF.
H%RE 4337 230 °C. 150 °C #1280 °C
AFIFER 2.30 min
By BahAigEE

M



9
E 14
5005 16

it | 1

L (I — [ — I I B B A E B B R S L — L — I — 1

4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00
i i8]

2500 7,8
20007 15

E 6
1500 7 3 4 18
1000 o

] 5 14 16
5001 | L s N

0:l u l
LS, L VIV R L O O N e B e ]
4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00

B ]

B 2. B2 HEIEERE (A) FIXH S HERGZER % (B) LLEEH) 50 ng/g MiFHEHEGERYH GC/MS EiFE, IELE: 1. HER, 2 o-ZEEH, 3. #A, 4. ZBEXK, 5 HEE,
6 FEEIHE, 7 —K_KPE, 8 FXH, 9 FELS, 10 FRE (XEH), 11. -8/, 12 DDE, 13 o-FH, 14 WA, 15 ZHEE, 16. mARER, 17 BXT, 18 HEH

RN RARES R &
Agilent Bond Elut QUEChERS AOAC & HhhiREUARIE, S 5982-5755

AFE&F KRR Agilent Bond Elut QuEChERS AOAC HE(EIHRZERIRFIZ, 2 mL, &3S 5982-5222 5 15 mL,
{42 5982-5258

Agilent J&W HP-5ms BBE1EMSH4E, 15 m x 025 mm, 0.25 ym, S 190918-431U1



F 1. EEH AOAC HEERER, 1 mL#RE, 2mL BEDE, LC/MS/MS TLER

{& QC (10 ng/g) gz QC (50 ng/q) & QC (200 ng/g)
Bl RSD Bl RSD B¢ RSD
BER 94.0 3.0 91.7 10.5 80.9 4.6
o-FKEFKEH 95.0 22 92.0 79 787 38
A 83.7 31 93.9 122 91.8 33
TR 97.3 43 95.6 9.9 91.8 33
BER" 475 6.8 44.9 6.6 49.4 43
RESE 74.1 46 71.7 45 722 58
ZRFHE" 975 7.6 66.8 39 68.8 6.8
212 88.3 3.0 79.6 35 77.0 35
REtE 74.9 19 81.6 1.7 782 39
BRE (KEA) NA NA 98.8 6.0 711 6.7
y-87 106.0 49 112.2 33 93.6 53
DDE 80.3 22 86.8 9.6 75.4 35
a-§8 107.6 42 108.4 35 91.6 37
TEFH 99.7 2.6 93.7 9.6 789 34
Z ik 91.4 34 100.0 5.0 107.4 7.6
AR 93.7 48 97.3 8.8 89.8 43
BRT 84.7 5.7 74.8 9.9 84.6 6.0
RS 98.4 55 84.2 95 81.2 32

*HBHH S B ERERE BRI AR

MESEARNAREEX, 55 % www.agilent.com/chem/cn M Z$; 5990-4305CHCN
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% H Agilent Bond Elut QUEChERS AOAC X FI &I

GC/MS 4 (HiRS 5990-4248CHCN)

518

BiRE, EE. BN, 5%, MAMZLH (QUEChERS)
AOAC I &t R RERAS LR 13 BB RAIRE%
B. ATEIMSHHERERTHAZLRE (GCB) HEMR
REBMENRASENRE, XATONREENRHESE. &
FEI T BRRZA LC-ESI-MS/MS £ RN (MRM) Il
E. BRGHAENNEENSMHEERERRLS, NET

BB AT ERRNER Y, A ERTTRIE.

LER5 1%

BRRERERY
BiEH:

IE:
iR
HHE:
piLiaE

HEGE:
BRE:

1517
ST

on

it
EEFEX

SHhiEs.
SR

BUBEN.
EAELE

Agilent ZORBAX &% Plus Eclipse Plus Phenyl-
Hexyl, 3.0 x 150 mm, 3.5 ym (¥p{E= 959963-312)

0.3 8 0.5 mL/min
30°C
10 uL

A: pH 5.0 45 mM ZE$%H) 20:80 FEE/ kAT
B: pH 5.0 &5 mM ZBREZIBAR

& 0.2% BRI 1:1:1:1 ACN/BE/RHE (IPA)/H,0

i
Ai8] (min) % B (mL/min)
0 20 0.3
0.5 20 0.3
8.0 100 0.3
10.0 100 0.3
10.01 20 05
130 &Ik
4 min
17 min
350 °C
10 L/min
40 psi
4000 vV

a4

et

B R R Tk B B

QuEChERS Z{E2F

FREX 15 g (+ 0.1 g) TESHERAIN 50 mL B E

BN 100 pL AFRFD QC MFRATR (LEET) , SREERS 1 min

PN 15 mL 1% HAc BIZ B57&i%#1 Bond Elut QUEChERS AOAC ZEURFIE

=EMEHANRE 1 min, 7 4000 rpm TEiL 5 min

RHFE

BRI T i

BE 1 mL ZHREERR

BEL 1 mL ZHEERHR

%BE 2 mL H# SPE & #BE 2 mL # SPE &
| 1A 325 L B
RIS 30 B | | RIERS 30 B

7£ 13000 rpm TE:L 2 min

7£ 13000 rpm TEi 2 min

B 825 UL ZIB LiBRER— 1 EH

#E30°C TF N, S5 TR

EATF 600 pL 0.1% REEZ AR

R

BE—ERRARIHT LC/MS/MS
5 GC/MS 747

BE—EKFRAR#H#IT LC/MS/MS
5 GC/MS &

B 1. frrn A RRRRIE I ERTE (FHAKE RN HEEER G %)




P& Le/MS/MS EERTINEE, RRMFMIES 7T EFEREHRES FHEKE

x102

o o
© © -
[N
~
)
S
~
=
(72
=

e
~

o
=)
I

o
o1
111

o o o
N ow B

o

10
2 6 1, 13
13 }\5a ] 2\

T T T T T T T T
05 1 15 2 25 3 35 4 45 5 55 6 65 7 75 8 85 9 95 10 105 11 1156 12 125

o

x102

0.9 7

0.8 5
0.7 4

0.6 5
0.5 7

0.4

0.3

0.2 0 12
017 2 § 1|13
. A3 5 | \

T T T T T T T T T
05 1 15 2 25 3 35 4 45 5 55 6 65 7 75 8 85 9 95 10 105 11 115 12 125

I
EN

9

1l
=5}

2. 50 ng/g M EFHGELFIE S HEGER (A) FIHHSHEEZR (B) FRIFER LC/MS/MS ZE, IERF: 1. FEHE, 2. ZBHFIEE, 3. M4,
4. ZER, 5wk 6. EERE, 7 HRE, 8 BEE, 9 TZHE, 10 HIEW, 11. KEK, 12. IFEHE, 13 BEEIS: A7, TPP

PRy ARES R &
Agilent Bond Elut QuEChERS AOAC ZHREUARIR, EH4S 5982-5755

AFE&Z KRN Agilent Bond Elut QuEChERS AOAC #EIEIHEZERIXFIZ, 2 mL, #3445 5982-5222 5 15 mL,
342 5982-5258

Agilent ZORBAX 138 %57175 & Eclipse Plus Phenyl-Hexyl LC fii4E, 3.0 x 150 mm, 3.5 ym, #B4-S 959963-312

45



120 —
O1lmL ®m8mL

100
80

60

B (%)

40 -

20 |

3 3 & s = IS i i 3 - 2 & )
# K 0w ®m # ® % #% ¥ W & g ®m
B & = ® = w i 8 K & = " "

% & £

B 3.1 mL S BEEZERA 8 mL 7 EHGERAI BN F ARG 4R

WHEEEANAREEX, H5% www.agilent.com/chem/cn M5 ZE# 5990-4248CHCN
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AREHNSEA2WRERN Agilent Bond Elut AOAC QUECHhERS XFI&
RUEEPEEERNRAMEIZE (HARS 5990-4247CHCN)

1L B85 1%

518
R—NMRRERE T ESBEMRZER (SPE) FERMAREXF
AERPREGHZE, SHERTRRENENATEER
K7k RANFEFEA Bond Elut QUEChERS AOAC iFI&. R
BiTH AOAC ik, 8 HEAMRBMEREREERS T
50% %) 300%. 3FE RSD < 10%

QuEChERS #{ERRFF
F—R R/ D ERH Z BRI
B#AE P85is: )b
BE 1 mL ZRBENREBE BE 1 mL ZRBENREBE
2 mL £ SPE &h 2 mL £ SPE &th
| A 325 ul B3 |
RIER 30 7 | | RIEHRSS 30 7 |
7£ 13000 rpm T 2 min 7£ 13000 rpm T 2 min
B 825 L ZBE L EHE
R—1 %
% 30 °C TF N, SRHTIE

ERF 600 uL 0.1% PEMZERR

IRBEFF B
BR—ERRARIET BR—ERRARIET
LC/MS/MS & GC/MS #4f LC/MS/MS & GC/MS 54

B 1. #5575% (TWEF) FMHs% (MAFE) HI74 SPE LB

47

BRI R R
BiEH .

[RIETT:
BT E

SHEB MRS
ikt

#HAR:
HROHE.
X
HREN:
HERERE
HHE:

HAEFHERRER .

BiETT:
EHE.

Aux EPC KiK.
Aux EPC [E7:
EEER.

PR
ERER.

AR ORERE:

Agilent ZORBAX A& Plus Eclipse Plus
Phenyl-Hexyl, 3.0 x 150 mm, 3.5 ym (EHS.
959963-312)

0.3 5 0.5 mL/min

30°C

10 pL

A: 5mM pH 5.0 HUBRER$: FIEZ/K (20:80) AR
B: 5mM pH 5.0 MBS Z BT

1:1:1:1 ACN/MeOH/IPA/H,0 £ 0.2% FA

i
RFiE (min) %B (mL/min)
0 20 03
05 20 03
8.0 100 03
10.0 100 03
10.01 20 05
13.0 =1
4 min
17 min

Agilent J&W HP-5ms S 1B &L 15 m x
0.25 mm, 0.25 pm (§45. 19091S-431U1)
VS v

Helix J R, £iE (545 5188-5398)

as

B17H 19.6 psi (fEE#K) , RIKAL 1.0 psi
250 °C

1.0 L

0.75 min FHEE A 30 mL/min

70 °C 845 1 min, 1L 50 °C/min BIEEFE] 150 °C,
¥ 0 min, BEL6 °C/min MEEEFE] 200 °C,
R4 0 min, BRL 16 °C/min FEEFHE] 280 °C,
%5 6 min

3 min

MR Ultimate Union (2845 G3186B) —H
F RO

SSBEEMWHER Ultimate Union EAEMHA
BITREA 4.0 psi, KAk A 8 0.0 psi
FREOFMEIM Ultimate Union ERE (#4F
£. G3186B) Zid

65 cm x 0.15 mm, 0.15 um DB-5 ms #55i
IR Ultimate Union EHEF MSD Z [




120 —

100 —

80 —

60 —

40 —

SAME (SHHEERR/ ARER)

20 4

HH

SER

O 1 mLMABRE
O 1mLAmMEBE
B 8mLIMARE
B 8 mL AEE

HH

i 7d ] EER R

B2 @EAZHERF (MAFE) FERR% (FMEFE) 34F 1 mL 78 mL 58 SPE BiERH B

ERNBEES RN &

Agilent Bond Elut QuEChERS AOAC REUAFIR, #f4S 5982-5755
BTFE&R KRR Agilent Bond Elut QUEChERS AOAC HEEHRERIRAFIE, 2 mL, 45 5982-5222 5 15 mL,

#3142 5982-5258

Agilent J&W HP-5ms & 151 GC EAEH, 15 m x 0.25 mm x 0.25 pm, EFES 190918-431U1
Agilent ZORBAX &% %7 Plus Eclipse Plus Phenyl-Hexyl &8 &4, 3.0 x 150 mm, 3.5 ym, #5445 959963-312
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F 1. MABRESENDEL SPE W F— L& REGHE

#4GHiE (RMEX) ithiE (MARE)

Bl % RSD (n=6) Bl % RSD (n=6) A ENTEE  RAE
ZER 389 14.6 985 25 HRF LC/MS/MS
EER 2138 19.7 69.7 27 BRF LC/MS/MS
ML S B 276 212 65.2 3.7 HRF LC/MS/MS
B R 29.6 23.4 63.1 3.2 HRF LC/MS/MS
L 21.1 16.4 473 5.9 R GC/MS
RS 30.1 24.0 87.9 6.1 R GF GC/MS
—SXEW 53.7 45 71.7 6.1 HRF GC/MS
RES 62.0 14.6 88.2 6.3 BRF GC/MS
BEHR 88.8 6.0 204 89.8 HRRE GC/MS
0-FE R 88.6 46 73.7 7.4 HRME GC/MS
ZBR 94.9 5.9 81.3 4.0 HRME GC/MS
a7 103.9 45 101.3 45 T GC/MS
L% 81.4 7.2 83.3 5.1 % GC/MS
&K 95.5 5.6 99.8 4.7 x LC/MS/MS
G 108.0 25 109.1 19 % LC/MS/MS
TRRE 97.0 3.19 96.7 25 % LC/MS/MS

MBEEANARES SN, EEF www.agilent.com/chem/cn MifZE#H 5990-4247CHCN
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&R Agilent 1290 Infinity LC #1 Agilent 6460 = & EXMU4RHT
LC/MS [\ UHPLC/MS/MS EMEZRILE PRI %S

(HARE 5990-5028EN)

515

AR AHERS TR QUEChERS @& EEEAIA L2
JLERPIRER TR EE£6] 396/2005 PHENSE R ERE
(MRL) (3 FKREEZE, MRL 4 10 ug/kg) HI 40 #ekzy, &
B UHPLC FI=E REMRHF MS kEUMEEITBILER
ERPHRERA,

REEWE, KMENRBEDFENERNYERFTIFE. It
b, EERTHMAHEEZERE LA, KR 500 ng/kg
Z 10 ng/kg (ppt) BSEER, (K TFECERSEFIITH 10 pg/kg
(ppb) MRL #RAE.,

1L B85 1%

HiEBH
Bkt Agilent ZORBAX Eclipse Plus RRHD C18,
2.1 x 150 mm, 1.8 ym
A A: 0.05% (w/v) FIERSE + 0.01% (v/v) REZKER
B: ﬁ@
TE: 0.5 mL/min
BE: Fi}iE] (min) % B
05 10 E 65
5E65 65 F 95
65 % 85 95
85 Z 10 10
BE: 45°C
HHE: 2L, WEELER OhEEO, 5, K/BE1/1)
Kilgs. MS/MS
BFUER. BHERN, ERE
i ko
FIRSIEE: 250 °C
FIESRIE: 10 L/min
BREREN: 30 psig
HRIRE: 340 °C
HRIMIE: 11 L/min
ERERE. 4500 V
B 500 V
xE
SRR SN AHENR 1
Delta EMV: 50
AR IE] - 200 ms

50

QuEChERS &k

FREX 15 g BRI 50 mL BiLES

BN 100 pL TPP &

DER NIRRT

iAiE 30

BN 15 mL 1% v/v ZERAIZ BEATAN Bond Elut AOAC
ZHEE (545 5982-5755)

EZNEHRNRE 1 min

7£ 4000 rpm TE:0 5 min

FIREEHTIREE (FLE 0.2 pm, BEA4R,
BRS 5061-3366) XTFSERET 1 mL BrmREITIIE,
BREEEANW (T4 SPE) FAEHITTIISR (M)

BE 8 mL BN AT ZAEFAAT 15 mL Bond Elut AOAC
48 SPE & (#0445 5982-5158) H

TRHE 30 &

7£ 13000 rpm &0 2 min

BikestTigss (FL2 02 um, BEFES,
B2 5061-3366) XTSI 1 mL EECRHTIIE, REIT

B 1. B BRHKEF B Agilent Bond Elut QuEChERS AOAC ZEBEEESF



N R

*5.975

EE
328.1>282.1

%101

4.9
1= 4.8
E

4.7+

4.6+

Libolln

T \ T
57 58 59 6

BRAEMZ R2=0.9998

6.1
KR (min)

6.2 6.

3

*5.972

E

328.1 > 2541

T \ T T
57 58 59 6

\
6.1

FERH{E (min)

\ T
6.2 6.3

LI
3 4 5 6 7 8

T T
9 10 11 12 1
R (ppb)

31

T T T
4 15 16 17 18 1

T T
9 20 21

B 210D 4 (0.5 ppb /&) HIFF1 transitions H9EFi EBiZENU REZIL B G HI EFERHERH 2

51




Ma R 5 K &R (min) KI3FEL B

B 3. 105 1 ppb HIZL Rzt 2 ERYA) MRM iEE (NETEEEH) . ZHAFRAITA SPE FH, FETFHEAIES

R R R TR Y

Agilent Bond Elut QUuEChERS £ AOAC ERAHI&E, #BFS 5982-5755

AT &RE# &8 Agilent Bond Elut AOAC 98 SPE &, 3445 5982-5158

Agilent ZORBAX Eclipse Plus RRHD C18 i, 2.1 x 150 mm, 1.8 pm, (345 959759-902)

EEEAN BHENTERA, 15155 www.agilent.com/chem/cn 1% 5990-5028EN
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£/ Agilent SampliQ QUEChERS AOAC iXFI& X HPLC-FLD :ilE
BRI P RERREREY (MRS 5990-5395EN)

5|18 QuEChERS Z&{E2FF
AN AMHERS TERH QUEChERS EN #R#l&HE, ERXH FRER 2 g BRMIBARERIN 50 mL BOEH

BREERIGTENSE, WL HPLC-FLD sEMERS A RSz, [

W& 76.8% = 95.2% HSEE M, FAFKIET—FATNEAR FRER A 1000 pL 20 pg/mlL HIRFRIARAD 1000 pl 10 pg/mL K

FARIRZHIRY HPLC-S554 3 (FLD) k. DHRER. FAMER 1 min
AMNEREEZTRIK RN (DAD) B Agilent 1200 A8 mLAk, FAAREN0s

Infinity &3] HPLC, DAD i&EX} A, =405 nm B A, =495 nm,

3 F Agilent ZORBAX Eclipse Plus C18 it (L 541495 N 10 mL 1% HOAC B9ZIERH. FAIRE 1 min

. %A HPLC 2D ChemStation 2R3 BB TAME

SN Bond Elut QUEChERS AOAC £,
=% 1 min, $AEEL 4000 rpm Bl 5 min

1L B85 1

SRR BE 6 mL Z4HFEEUKANN Bond Elut QUEChERS 43 SPE 15 mL &,
" ) _ &% 1 min, #AEL 4000 rpm B0 5 min
ik Agilent ZORBAX Eclipse Plus C18,
46 x 75 mm, 35 pm
TE, 1 mL/min %4 mL ERMGRRBELED; ERSSFEHT 36 °C TTE
R 25°C
R, 5L # 200 pL ZEERE AT 600 pL 0.05M NaOAc (pH 3.5); A 200 pL
0.02% WHBR, 1RIE 1 min, $TEWKREL 60 min
REha: A: 0.05M ZESH, pH 45
B: FEz
. W (min) %B HRAEERT HPLC-FLD £
0 35 B 1. FA R PRREEL Y R QuEChERS AOAC Ham#l& R
35 4
50 55
HieE. Ex = 405 nm Em = 495 nm

53



0.155 —
0.15 -
0.145 -
0.14

e WWW%WWMWMW

0.13

B (LU)

0.125 ‘ ‘ ‘
0 5 10 15 20 25 30

i8] (min)

B2 ZEBHERYHEEE

T
0 5 10 15 20 25 30 35 40 45
Time (min)

50

B 3. ikE 50 ng/g MERBRAZRYEIEZE: 1. BREIE: 2 BEEYW, 3 BRIWE (AIF); 4 BEEEIE 5 BEELERE. 6 BREEZY, 7 BRESIE,
8 BREAME, 9. BRFAERTEY, 10. BE_FEE

bR R R AR P A Y

Agilent Bond Elut QUEChERS i AOAC ERRHE, #{S 5982-5755

Agilent Bond Elut QuEChERS AOAC %#{ SPE RFI&, 45 5982-5158

Agilent ZORBAX Eclipse Plus C18 &4, 4.6 x 75 mm, 3.5 pm, #4S 959933-902

EEEAN ARBENTERA, &0 www.agilent.com/chem/cn 3% 5990-5395CHCN
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{£H Agilent Bond Elut QUEChERS AOAC iXFI& L HPLC-FLD &447
BRENNESIFFR (RS 5990-5441EN)

I

ANBHERS THER QUEChERS AOAC BRI HEE
NEEHPNTAMERFTE (PAH), AMPE=ANTEE
FAETHEKZEE 83.4% 2 101% SEER, AR ERE
£ 0.6% 3 1.9% SEEMA.

SHNERREZTRMA NN (DAD) B Agilent 1200
Infinity 3 HPLC, 3 HPLC 2D ChemStation &R {43344
iThEE, RETEEWREMRERNEE. Blt, £FEEEY
SERERT A PAH B TREEHL .

1L ERR M

SRR
B Agilent ZORBAX Eclipse PAH C18,
4.6 x 50 mm, 1.8 pm
sl 0.8 mL/min
HiR: 18°C
i&ﬁ% 5u|_
TREhiE: A: XBFK
B: CH,CN
e BHE (min)  %B
0 60
15 60
7 90
13 100
HmEE . 230 nm ZAMET () , WREAK (B 0
RET (Em) BKATE
ik
Ex/Em
B8] (min) KK (nm) 1589 PAH
0-5 (RERE) 260/352 . Z&8B. . 3. FHEE
0-14 (4) 260/420 B, B, F3fe]tt. ZFH[ah]E.
FH(ghi]
0-14 (XRE®) 260/460 WEL, 1275 aE. FHe]E.
FHIE, EHN.23-cd]EE

bb

QuEChERS £

FREL 6 g BB ERRMA 60 mL BOEH

[ARERAIN 2000 pL IARAER. FARE 1 min

WA 8mL ZEE. AARE1 min

BN 10 mL 1% HOAc ZFE&RK. FAIRE 1 min

P Bond Elut QUEChERS AOAC #:61, #%IZ 1 min,
$RIRLL 4000 rpm B 5 min

BE 6 mL Z4AZEEUKAN Bond Elut QUEChERS 43 SPE 15 mL &,
#RIE 1 min, #JE1L 4000 rpm Bl 5 min

{6F 0.45 ym PVDF #EEESHT iR s #HTIdiR

BE 1 mL ZEGRAIN B SR R

BRI EZAT HPLC-FLD 447

B 1. BTF# &S PAH ZBH) QUEChERS AOAC HB#HIERERF



0.4+

302

fiig] (min)

B2 ZAEXZERYHEEE, EEFATITFRAHENE #, BLEEERRTIHE ZHRK: 260 nm/352 nm, BMHIHL/ X5 HRELTAMTFH

5
6 9 12 13
2 64
4
4 2 3 8 14 15
___WMJ v w N 16
2 N

\ \ \ \ \ \
0 2 4 6 8 10 12
1] (min)

B 3 WFEEEZHES HPLC - FLD Ej2EEE. 1.5, 278 318 4. % 5. 3 6 & 7. KB 8 B 9. 1.2 FH#E, 10. [&: 11. XFH[e]E: 12. FHle]E: 13. RHAIK]FHE;
14. ZFH{ah]E: 15 FHlghilE: 16. EiH(1,23-cd], WHBMERKFER 1 R (SEEFEERE3) . EEEHEERNSRATIME ZH KR 260 nm/352 nm; L ELHS:

260 nm/420 nm; EEERA: 260 nm/440 nm, IFE, LIMEMREHE 230 nm

bR R R AR P A Y

Agilent Bond Elut QUuEChERS % AOAC EEURH&E, #BFS 5982-5755

Agilent Bond Elut AOAC Bsfi% 88 SPE XFI&, 15 mL, 4= 5982-5158

Agilent ZORBAX Eclipse PAH C18 &4, 4.6 x 50 mm, 1.8 pm, #B{4+S 959941-918

EEEAN BRENTERA, 1555 www.agilent.com/chem/cn
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{#F Agilent Bond Elut QUEChERS iXFI& I LC/MS/MS ESHTEZE %

FREEE (HARS 5990-5940CHCN)

515

ANAHERS THER QUEChERS AABIRENSBES
AOAC dSPE Bt EERBI&ETE, WI3C, AGEBIRIEANIR, 3
L LC/MS/MS ESHTEEEP MR GEE R . RIHERRAY
£ 97% E 116%, {EF Agilent 1200 Infinity ZILES
Agilent 6460 =E BREXIUARAT LC/MS BRARHITHHT,

ETER T RSB ZERASELAY Agilent Bond Elut QUEChERS
FraH TEEHER LC/MS/MS W%, &FETREEE
EMLRIRE.

1L B85 1

LC/MS/MS %%
ikt 48 C18 4,
2.1 x 150 mm, 3 pm
R 30°C
LR (%B): 2.5% HIEIEE/97.5% I 0.1% FESAR
TE: 0.2 mL/min
HHE: 10 pL
BT 7 min
JRIEfTRE: 3 min
gL BHTETFRERTR,
EBFER
ERERE: 4000
MM I « 500 V
WRIEE: 325°C, 5L/min
TRSIEE: 325°C, 11 L/min

57

QuEChERS &{E2F

FREX 1 g KBS 50 mL BivEeh

&I 500 pL #REH 1000 ng/mL '3C,-FEELRR

WA 5 mL 2%, RIS

BN 10 mL 7K. 10 mL Z#5#1 Bond Elut QUEChERS H/FBERREA 6L,

RAHHRE 1 min

7£ 5000 rpm TE1 5 min

FEEHRH

# 1 mL ZELERMA

%% 50 mg PSA #1150 mg MgSO0, B 2 mL EE O

IRHE 30 7

7 5000 rpm T&:0> 1 min

EY 500 pL ZEEURANN B shist iR R b

B LC/MS/MS iE# T4

B 1. B TFHEERH TS 8T8 QUEChERS HRHIEFERF




x102
8
MRM transitions:
7
— TIC
6. 1 _____ 12C-AA 72.0~55.2
| 12C-AA 72.0-26.7
ﬂ ——— 13C-AA 75.0~58.2
4 13C-AA 75.0~29.0
3
2
1 i
_ ) o VAN
“H"I“Hé””é “‘1‘ 5 6

B 2. JEX 10 ng/mL BIFIEBBEFRERFIRE S 500 ng/mL 5C, BEBLIEFIARE) 12

T 1. ARBEARER MO RERET 11 HKSRHEKEFERFERE (n=3)

AHE R IARRE (ng/mL) %EE (n=3) %RSD (n=3)
1:15k:Z 5 50 116.6 407
1:1 k-2 100 114.06 485
HEE 100 97.14 (BEKEZR) 5.04
HEE 200 9750 (BRRIEZR) 2.55

FiR N AREE R PE A8 s
ERTAEEES478) Agilent Bond Elut QuEChERS ZERUAFIE, #B{-S 5982-5850
Agilent Bond Elut AOAC %8l SPE RF&, 2 mL, &S 5982-5022

EHEANAHENTERA, i&1515 www.agilent.com/chem/cn % 5990-5940CHCN
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{#R Agilent J&W DB-35ms % DB-XLB GC fiftxtfa AAHHY PCB
#1T GC/uECD HATHHEIA (TS 5990-6236EN)

515

ANFAHERS THER QUEChERS B HIE A EERINAL
BRALHH 19 # PCB (ZEHBHE) BRY. MREKEE
72% ZE 116% ASEERN . ERAEEW pECD RilEMNERE
GC ity Agilent 7890A GC R4, REBEE—XEHRER
KEFMIL 19 ¥ PCB. GCREERRAMPNHRENRERE
PR HIRA (CFT) K&,

QuEChERS Z{E2F

FREX 3 g (+ 0.1g) B KRB 50 mL BOEH

MABRIRE R/ PIRERIL R QC IHRER (BEA) . JRIERT 1 min

RPN 12 mL EBFRAAMEEIRT (FHS 5982-9313)
RIS 1 min

’ TN 15 mL &% 1% ZE#I ACH ‘

| BHEHRS 1 min |

M Agilent Bond Elut QUuEChERS AOAC %EUEE (#f#45 5982-5755)

EZHEH7 Geno/Grinder £ 1500 rpm BYEEEEIZIRIE 1 min

7£ 4000 rpm TE:0> 5 min ‘

E 1 mL ZEE LS Bond Elut AOAC RERFS 8
SPE2mL & (¥#= 5982-5122) 1, EX 8 mL AN
Bond Elut AOAC 15 mL fERf4 8 SPE & (#Bf45 5982-5158) A

RIERSE 1 min, 3 2 mL B0OEZE 13000 rpm TELD 2 min,
FF 15 mL BLEZE 4000 rpm TEL 5 min

L 500 pL ZEEGRM BshitEs S

L GC pECD LT

B 1. ZFE KR Agilent Bond Elut QuEChERS i) AOAC ZWERF

LB

BRRAGERY
ik 1. Agilent J&W DB-35 ms,
30 m x 0.25 mm,
0.25 pm (EB{$5 122-3832)
Bk 2. Agilent J&W DB-XLB,
30 m x 0.25 mm,
0.50 pm (EBM$S 122-1236)
GC: BEEW pECD #iERHT Agilent 7890A
rig 3l Agilent 7873B 5.0 pL ##ESt
(& 45 5181-1273)
MR AKE. ABEARANS RAE RS ARE
(%p14S G3181B)
#HK: 5 85 cm/s, TEERE 3.5 mL/min
HHE 1.0 L Ry, 250 °C
0.3 min FRCEFRE 60 mL/min,
2 min BMESTEFE, FiE 20 mL/min
R 110 °C (&¥F 0.1 min) , KA 25 °C/min
KIREFEZE 200 °C (fR4F 0.5 min) ,
A 10 °C/min KEEFBZE 240 °C
(fR4% 0.5 min) , KL 30 °C/min HIEE
FHEZE 325 °C (£&#% 1.5 min)
HHEE 1 uL Royimd#E, 250 °C T, 0.3 min
FPRCHIRIE 50 mL/min, 2 min FES
HEFR, HE 50 mL/min
X pECD #i3E . 350 °C, N, {EEMS;
BIEHRE + BERSFEE = 30 mL/min
HARFEE
§ N =]
B
AR IR IR R
(£pHE 5183-2072)
HEmif ERIENZE (ERES 5182-0717)
HaiinEes. 100 pL 3K/ B AYZH]
(ER42 5181-8872)
piig =2 5uL (Ep14S 5181-1273)
. BRFERE (HHS 5183-4759)
HEOZHE. AR OZ R
(£p#4E 5188-5367)
HROFE. FEVER EBEEAE
(#p42 G1544-80700)
T 0.4 mm HNZIEZEIE; 85/15 Vespel/
RETIHE (S 5181-3323)
CFT #3k: M2 (3145 G2855-20530)
CFT %41 SilTite ZE{E, M1Z 0.25 mm
(EB#45 5188-5361)
20 fERIKEE: 20 fERAEEH (BR4S 430-1020)




Agilent J&W DB-35 ms 21

IUPAC 1
=SEZH%K (SS)
IUPAC 5
IUPAC 18
IUPAC 31
IUPAC 52
IUPAC 44
IUPAC 66
9. IUPAC 101
10. IUPAC 87
e Agilent J&W DB-XLB 11. IUPAC 110
12. IUPAC 151
13. IUPAC 153
14. IUPAC 141
15. IUPAC 138
16. IUPAC 187
17. IUPAC 183
18. IUPAC 180
19. IUPAC 170
S R N e et 20. IUPAC 206
4 5 6 7 8 9 10 1 12 min 21. T§EE (SS)

PN =

B 2. # Agilent J&W DB-35ms # DB-XLB GC Bt L4 47 50 ng/mL WiHFE X ZMYSEIHG GC/UECD EiRA, EiREHIITRBHENFE F

bt v REE R R~

Agilent Bond Elut QuEChERS & AOAC EERHIE, #{4S 5982-5755

Agilent Bond Elut QuEChERS AOAC BsRi# S 98 SPE, 2 mL, (¥#2 5982-5122) & 15 mL, #B{4S 5982-5158
Agilent J&W DB-35ms i, 30 m x 0.25 mm, 0.25 pm, #4S 122-3832

Agilent J&W DB-XLB fifd, 30 m x 0.25 mm, 0.50 ym, S 122-1236

EEEAN ARBENTERA, 1555 www.agilent.com/chem/cn 3% 5990-6236CHCN
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F A% AOAC QuEChERS EBUKFIZE S BA A8 SPE S TEE
MERERTHREERE (HRS 5990-65658CHCN)

5|8 QuEChERS &{Ei2F
FUBRERS TRKXER AOAC ERENFTE. BHESH FREN 15 g REERAN 50 mL Bib&
SPE Fittl&EFERER, FRLET GC/MS HITEREY
o, EMRT 26 MARERAKRZ, ERB Agilent 7890 GC RN RFRIFIRAR. RIERS 1 min
R SEEEEEFEN (SIM) #X TR Agilent 5975C
%% GC/MSD BRRRITIZAH . FIELEMIREETI, N 15 mLACN (& 1% HIZE) . AHIRE 30 %
KU FRS&E.
TNAT AOAC ZEhEERMEE,
REE 1 min, SKEWL 3000 rcf B 2 min
3
BE 1 mL E5HZERMNER S E
GC &t SPE & (H#4% MgS0,. PSA. C18 ¥ GCB) .
Bkt Agilent J&W HP-5ms & 1k fiLHE, IATENRS% 30 %, Bl 2 min

30 m x 0.25 mm, 0.25 pm
(B2 190915-433U1)

i, Agilent 7683 BFRIHHE, ERTR T UB LA T
100 MEREIERE B 1. ERTAVEFFIER P RETE B QUEChERS HBHIEER

#HEEA: Roiite

HR: a8, EREX

HREFRER: 70°C (&% 2 min) , BL 25 °C/min KRR

FHRE 150°C (REREF) , 1L 3 °C/min A9
EFHRE 200°C (REREF) . 8 °C/min FHE
Z280°C, #¥F 7 min

HHE: 1L

Fik&tt

A Atune.u

X SIM

BTE. MR,

R - £%1% 230 °C, 150 °C. 280 °C
IAFIFER - 4 min

fEitee . BEEERE

61



10000
gggg BE4EZEEY 1. BER 15. [EBF|
7000 2. a-BHC 16. Bt |
6000 3. AEF 17. 3K KH
iggg 4. B-BHC 18.4,4'-DDE
3000 5. y-HCH 19. %11
2000 6. ZHBE 20.4,4’-DDD
"’Ug ‘ ‘ 7. BESHTE 21. AEEE
1000 15.00 8. FEXIFR 22.4.4'-DDT
20000 9. t& A% *TPP
18000 IR A 10. RARH 23. 1R
mgg 1. XKF 24 y-ZES 8B
12000 12. BHIHR 25. HUKFE
10000 13. 5588 26. REHE
8000 14. YHR
6000 35
4000 274
2000
0 7000 1500
B 2. £XEBYA) GC/MS 15, (a) £1T QUEChERS HBHIEEHIZELZZETYH (b) WiFEFERY
20000 T
18000 ZEERERY 1. BB 15. B EF|
16000 2. o-BHC 16. i/ |
Eggg 3. AEE 17. 3K EKFH
10000 4. B-BHC 18.4,4'-DDE
8000 5. y-HCH 19. 5 1
6000 6. ZHEE 20.4,4'-DDD
4000 7. REHRE 21. BB ES
mg ‘ . 8. FEmE 22.4,4'-DDT
10700 15100 o 8 i “TPP
20000 — ot 10. RIER 23. REER
18000 IR R AR 1. SR 2.y = BEEE
]gggg 12. BHTE 25. ML %R
12000 13. HiE 26. 2RI
10000 14. XFHE
8000 3
6000
4000 2 45 6
2000 LL n
0 10100 15/00

B 3. FEZEBYH) GC/MS 12 (a) 21T QUECHERS HBHIEEHEEHFEZERYH (b) WiFEEERY

RN BEEFEERN~
Agilent Bond Elut QuEChERS 24 AOAC EEiXFI&, #4S 5982-5755

ERTRAERSLEN Agilent Bond Elut QuEChERS AOAC 4 E0iXFIR, #B4S 5982-0029

Agilent J&W HP-5ms #BEEMEEEH, 30 m x 0.25 mm, 0.25 pm, R4S 190915-433U1

BEEARNAHENTERA, 15155 www.agilent.com/chem/cn % 5989-6558CHCN
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{EF Agilent J&W DB-35ms B H1EH GC X ERFHNBERZH
GC/MS/FPD 447 (HARS 5990-7165CHCN)

515

AEABEHEARS T —HENERZERYPREE ppm BR
ERENE (OP) RAKBOWRE, SHHNHE. EAHE
WEREEEY GC BifH (RERWINENEERE) MR
QuEChERS Bt FERB THRHER. HETFREE
SEH) OP RAMENM . %7 5ILRAERE NG ERNZEN
Agilent 7890 GC 5 Agilent 5975C MSD BF{ Ei#1T, FH
Agilent 7683B B Bt aRHtHE

QuEChERS &{E12FF

FREX 15 g (+ 0.1 g) BBRHERMA 50 mL BLEH

MABRIRE R/ AFRERIAR QC IARER (HEM) . REERS 1 min

RN 15 mL ZEEH 2 1ML (E4S 5982-9313)

IRHER 1 min

LB

GC %

=k Agilent J&W DB-35ms BB @R, 20 m x
0.18 mm, 0.18 pm (EBES 121-3822U1)

GC/MSD: Agilent 7890 GC/Agilent 5975C %3] GC/MSD

rig el g Agilent 7683B BENik{FiiH=E, 5.0 pL HEES
(%R 5181-1273)

AR B

BAREE: AREANAES RS ($4S G3180B)

4tk MSD:FPD = 3:1
1.2 m x 0.15 mm NEELEFRHARE
1.4 m x 0.15 mm AR EERRARE

MSD BRiS:
FPD FRiizS:

PCM 1: 3.8 psi 1BIE

priy=Ju 1 uL AT 250 °C; 0.25 min FFFAKA,
Wi7E 60 mL/min; 2 min HESTEFE,
78 20 mL/min

HE: S5, 18FE#, 95 °C Bfh 435 psi

Hig 95 °C (f##%F 1.3 min) , KL 15 °C/min HIEET
BZ 125 °C, JFIL5°C/min FHEE 165 °C, T
2.5 °C/min FHEZE 195 °C, FLL 20 °C/min
FHEZE 280 °C, {R#% 3.75 min

BiETRR 280 °C T4#% 5 min, RHGTREH PCM 1 EHA
70 psi, HEOENHA 2 psi

MSD: fEHI%%, 300 °C; BFIE, 300 °C; M4RHF, 150°C

A Agilent Bond Elut QUEChERS 2B 6 (42 5982-5555)

7 Geno/Grinder EIL 1500 rpm HYE£ERIZUHREE 1 min

7£ 4000 rppm B 5 min

BH 8 mL LEZREARERE
15 mL AOAC BRKRSHES# SPE & (5445 5982-5058)

REERS 1 min, ZA/EEL 4000 rpm 0> 5 min

REREBE B it R

Il GC/MS/FPD E#HTH

B 1. B TFERH A Agilent QUECHhERS EIRFERF

ik s baars

B WA OHEERN (B4S 5183-4496)

FE iR #O= (EHS 5181-1210)

BERBANEE. 250 pL I/ REWZM (3145 5181-8872)

FrigE2a 5uL (¥#45 5181-1273)

. BRZERE (F4S 5183-4759)

HHEOHE. EEWHER Helix #E (F4S 5188-5398)

B 0.4 mm RREZEE; 85/15 Vespel/ AR EHE
(R4S 5181-3323)

PCT #%: MiZE ($45 G2855-20530)

PCT Z3H: SilTite ZEE, A% 0.25 mm (84S 5188-5361)

20 fEHKE. 20 SRS (£S5 430-1020)




SR

FIA Agilent J&W DB-35ms @5 B BIEH SR IKER MRS, 1. ZERFR RS

BEBIR S R IF VISR 2. FERHE
3. ERE
4. BXH

3
2 MSD (SIM): 45 ng/mL FPD (P): 25 ng/mL
WAJ 4
| ™
400 500 600 700 800 900 1000 400 500 600 700 800 900 1000

B 2. (£ Agilent J&W DB-35ms B (514 ERERASTEHAEHIRIE KL BT /72) GC/MS/SIM K FPD EiZERINARS . ERHIITHAHENZ 1 #, FHYATLY
MSD:FPD = 3:1

bR i B R P A9

Agilent Bond Elut QuEChERS ZEizhe, #1445 5982-5555

Agilent Bond Elut QuEChERS &EREIKRFFER A E SPE, 15 mL &, &S 5982-5058
Agilent J&W DB-35ms @& 1§ &4, 20 m x 0.18 mm, 0.18 pm, EHS 121-3822U

EEELAN BRBENTERA, 15155 www.agilent.com/chem/cn 3% 5990-7165EN
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{#H Agilent Bond Elut QUEChERS AOAC iXFIZ A LC/MS/MS i£4
WAKFRIRAHE (HIRS 5990-8034CHCN)

515

AN AHERS TEA QUEChERS AOAC HmEI &/ iEFER
g 12 HRAKRE, FERAKKRTAKPHSHREE
B, HHILER Agilent 1200 Infinity ZYRAABIENSEHE
REEEFUE Agilent 6460 =E REMRAT LC/MS, F3Y
Bl 7E 76% Z 108% KISEEM (FHEH 97.8%) o

LB

BRRAELRY
ikt Agilent Poroshell 120 EC-C18, 2.1 x 100 mm,
2.7 pm (53445 695775-902)
TRIE: 0.4 mL/min
R 30°C
i&ﬁ% 5 uL
TEA: A: 0.1% B (FA) BIKER
B: 0.1% FERAIZIEAH
HE: Fif& (min) %B
0 5
1 5
3 50
7 90
8 90
8.2 5
9 5
RIET: 2 min
BIB{THTIE - 11 min
MS &%
EEFES
SHRE: 350 °C
SETE: 10 L/min
EWUREN: 40 psi
ERERE: 3500 V

65

QuEChERS &{ET2FF

FRER 5 g (+/- 0.1 g) BBRBERHN 50 mL B EH

xR EEmSS, ERAEERTIMA 50 L RRAR (10 yg/mL TPP),
HZMERRER 100 ng/g BIRERAR

EZMEFHRE 1 min; MENBOEFMA 10 mL 7k

EEMEFRIE 1 min; AEPBOETMANBESRT

EEANELERMA 15 mL ZEERTE (85 0.1% AA)

= ZHEFHRIE 1 min; M Bond Elut ZEUEE

ERMEIRIZIRE 20 B

7£ 4000 rpm T 5 min

W8 mLEHZHELER, BHEBZ Bond Elut AOAC 15 mL 28 SPE &h

= ZHEIRAE 1 min; #A/F7E 4000 rpm TED 5 min

BE 1 mL EEEHEHEE 10 mLiXER,
HERT 40 °C HBETTRSSFT TR

ERZIEK (1.9) BRRENHAREEEE 1 mL

M 0.45 pm IREEEIR. FFIL LC/MS/MS T4

B 1. EFFAKERA Agilent QUEChERS ZEIREEF




o4 8 |
i ‘ s Il I o |
019 | | { f\ || (1 12

\ ‘ Il ||
e | B (O LW 1 A AL

02040808 1 12141618 2 22242628 3 32343638 4 42444648 5 57545858 6 626466868 7 727476878 8 8284 86888
TS REAIE (min) BRI E

ass 9 10 ‘
' \

B 2. f§ AOAC 7540 28R7 10 ng/g 10kFkEGRAT MRM E2E, U£iR5): 1. IHEFR, 2 SXBE 3 ZER. 4 HUR. 5 AN, 6. EK, 7. FxE. 8 BFE, 9. BETE,
10. TEBE, 11, KEK, 12. BERE, AFY: TPP

120% -

100%

80% -

60%

40% A

20% A

B 3. XRF 12 FREBH EIEFIEEE

LR PR AT A~

Agilent Bond Elut QUEChERS & AOAC ERRHIE, #{S 5982-5755

AT &H Rtk RIFEH Agilent Bond Elut QuEChERS AOAC HEEHERIAFIR, 245 5982-5158
ERT 50 mL ERENZREHELIRF, HHS 5982-9313

Agilent Poroshell 120 EC-C18 &iZ#, 2.1 x 100 mm, 2.7 ym, ##= 695775-902

BEEEAN BRENTERA, 1555 www.agilent.com/chem/cn
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GC/MS/MS iEEEMEE A THEENPHRENRHKE

(HARS 5990-9317CHCN)

515

FNAHERS TER QUEChERS #mEI& 7R EIMINEL
AMEEY (BRER. BF. EE. BY. FERMESE) &
H 33 MRRMKRAZE . ZHWE Agilent 7890 GC 5 Agilent
7000 =E HEMRHF GC/MS/MS ST E#T, ZINERS
RS RATINETEY MRM HHEE .

QuEChERS Z&{ET2FF
| FRER 15 g (= 0.1 g) KERHIA 50 mL B |

| A T00 L WIRRD OC ISR (LBR), RAERS Imin |

’ AN 15 mL 1% HAc BYZ B5i&i%#0 Bond Elut QUEChERS AOAC ZEUR &

’ 2 ZHRZ A AIRE 1 min, 7 4000 rpm FEL 5 min ‘

| T rr—_— |

| RIS 30 9 |

’ 7£ 13000 rpm & 2 min ‘

| BIR—EARBHE GC/MS/MS H47 |
B 1. EFFHAEIEYH QUEChERS AOAC R

67

LB

GC %1%
DB

BIEHERE:

GC:
ShubvizesF

#=:

#HHA:

i Amp
iR
HERER I

HREOEN:

REMEE:
HRETHERR

EEAT:

Bleed line:

BHSEN:
PRifR

PRt AR
MS:

&

£V G

ERERE .
BTREE:
MARAF R A -
AFER:

HHESRE:

gL

S ORRE:

PR EHRA

Agilent J&W HP-5ms 85 i fiLHE,
15m x 025 mm, 0.25 ym (EHHS 19091-431U1)
AREOSWE Utimate #k2 8
(#3445 G3182-61580)
Agilent 7890 %/ GC
Agilent 7693 B st RE
5 pL i#EAEST (R4S 5181-5246)
1pL#HE
HEEERF A (AE) FERE: 3
BHERFIB (ZH) BRRH: 3
HERHEURE. 3
=, EEES
SO (MMI)
280 °C
A S TES
36 psi ¥4 1 min
50 mL/min, 7 1 min P4
E17HAIE) 18.35 psi (REMIEEE) ,
RMBIE 1.0 psi
FEHE, 8298 min
100 °C (4%#% 2 min) , BA 50 °C/min fUIEEFHE
Z 150 °C, HLL 6 °C/min FHEZE 200 °C, R
L 16 °C/min FHEZE 280 °C FH/##F 6 min
2 min, 280 °C
WA Ultimate #% (8345 G3182-61580) — F
FRESHE iR,
HE) EPC Sk RSB Ultimate #k
0.0625 in 4MZ x 0.010 in FI4% x 100 cm, 316
FMEL, HERELER
BITIEIE 4 psi, RIMGITE 75 psi
EMARARE, 065m x0.15mm
(#34-S 160-7625-5) ,
B Ultimate #3555 MS Z I8
Agilent 7000 = ERITSREER R %
SR RIMEMAES,
RECRATINE SR ERE
(EP4S GI250AA)
280 °C
300°C
Q1#102=150°C
2.3 min
ERSZKAE 2.35 mL/min,
N, REESTEE 1.5 mL/min
MS1 #1 MS2 = 1.2 amu
(RN HEFERIZE)




9|10

1212

13

EFERTA

01

15

12 |14

1

16)1
L

|

WL 55 SR £R B 1] (miin) A9 EL

19

21 22

il

23

)

9[1010)

1

n

29

12 12

:

13

@

14

1 ng/mL ftReEFER

31

T
10

1
n

\
12

\
13

Wiz 5 3R SR 18] (min) AT bL

T
14

15

B2 BFERZEF 1 ng/mlL BFEFLKZTEE M%) GC/000 MRM Ei2E, IEEFISLLBTENE 3, BTN, BETFERFXEENY 1 ng/mL BESHE (33)

68




35.0

30.0

25.0

20.0

15.0

10.0

10 R FHANERIE F RSD (%)

5.0

B 3. FEERE 10 KFHHELH (WEFE %RSD) 5

L3R N R R AR

Agilent Bond Elut QuEChERS 24 AOAC ERXHIE, S 5982-5755

Agilent Bond Elut QuEChERS ERE! 8} SPE XF|&, #h4S 5982-5022

Agilent J&W HP-5ms & 1&MH GC @ilikt, 15 m x 0.25 mm, 0.25 ym, S 19091-431U1
RECREGFINESEY MRM BiREE, #4S GI250AA

EEEANABENTERAK, &3 www.agilent.com/chem/cn
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GC/MS #1 LC/MS BXEMHEH TN AR E#ITEEKEN

(HARS 5990-9924CHCN)

515

KM AHERS TR QUECKERS #@HlEFEERF A=
Rt A — GC/MS. GC/MS/MS #1 LC/MS/MS — £
SWERTHR 39 #KZ, GC/MS FLW{ER Agilent 7890A
#3| GC SEE=HNSEH TR FEBENX TRIER Agilent
5975C %3 GC/MS 151 XL MSD Bk %%, GC/MS/MS £
IB{E R Agilent 7890A 3 GC SERTFRE#ER TEEN
Agilent 70008 =Z B EXMR#F GC/MS kA%, LC/MS/MS
SEIE(ER Agilent 1200 Infinity %) HPLC S5{EABEHRHEA
K] Agilent 6460 5| =F RELMUIRAT LC/MS BRRL. %2
RS T SHRGER, FXHEITHA 39 #MRAGH
TR R T EANRRIA

8. THIREFAER QUEChERS ZELF dSPE E LSBTk
miFTERMERTE.

QuEChERS Z{ET2FK

15 g (+ 0.05 g) HEHHBE 50 mL HEZBLESH

TN 15 mL 1% ZERMZ BARMALE, S5ME, FRIZURE 1 min

TN AOAC ZrZER Al (RR4S 5982-5755) , Z=&EMaE, FFANMRE 1 min

7£ 4000 rpm TE:0 5 min

BE 1 mL EE®ZE 2 mL dSPE & (#6145 5982-5022) w, ZEHMZE,
F R IRESRIER 1 min

7£ 4000 rpm TE:> 5 min

FEY 200 L LR ERER GC/MS. GC/MS/MS  LC/MS/MS L& %
BT

A 1. Agilent QUEChERS ZERFEfF, #5: 1%EE/F 12 QUEChERS ZEERFA B SPE
E SRR BIA TR E A%

GC &M%
Bkt

HHE:
iigE2 W
HHOFERR:

HRETHERR

SIM & THIRIR
RHEEX THRRE.
REBREHTE:

FRIAERR
EREEE.
RREE:

MSD %1
A
B
BTREE:
TUARAT IR -

Agilent J&W HP-5ms BE &M @EILHE,

15 m x 0.25 mm, 0.25 pm

(ER4E 19091S-433U1)

1L

ERSEX R ORTAR R

60 °C (f&#% 0.35 min) ; X 900 °C/min ASiEE
FHEZ 280 °C (4R#F 15 min) ; 1L 900 °C/min
HIEEFHEE 300 °C.

HiEEs

70 °C %45 1 min

14 50 °C/min KJEEM 70 °C FHREZE 150 °C

1L 6 °C/min BEEEA 150 °C FHEZ 200 °C
14 16 °C/min BEE M 200 °C FHEZE 280 °C,
{R%F 5 min

290 °C &N 4 min WURRR ik

SIM #x

60 °C #&#% 1.5 min

I 50 °C/min FEEE I 60 °C FHRZE 150 °C
1A 8 °C/min HEREM 150 °C FHEZE 240 °C
14 50 °C/min BUEE M 240 °C FHEZE 280 °C,
{R#% 2.5 min

12 100 °C/min fEERE I 280 °C FBZE 290 °C,
{R¥%F 2.05 min

290 °C FHEHN 4 min MR R ik

1 mL/min, 1B

27 mL/min (}F#HE, 1BEER)

RESTEHTET 8.298 min, EAKIET
pur Ly

0.7m x 0.15 mm %i&F (545 160-7625-5)
280 °C

PHEEEESEXEEOSWHA Ulimate 15
K2, 0.7 mRFEEZAWRH Ultimate 12
%5 MSD i, i Ultimate #k4bEH
FR%EE EPC #HRIZEH 4 psig.

FH SIM BRI TIE T
HFHE (EI)

300 °C

200 °C




GC/MS/MS & LC/MS/MS &4k

GC &% LC &
2N 1R Agilent JRW HP-5ms #Bi5 tM &ikHE, ik Agilent ZORBAX Eclipse Plus C18 it
15m x 0.25 mm, 0.25 ym (ER{ES 19091S-431U1) , 2.1x 100 mm, 1.8 pym (EB{$S 959758-902)
EFAREEHEIN Ulimate 35481E HEm, 10°C
il T s, o
HRE R SERBR OB TARS T — A: 01% FEKRTE
HHEOFBRER: 60 °C (f&#% 0.35 min) ; KL 600 °C/min MEEFE B: 0.1% BEMZIERRK
Z270°C
S 15 mi
EERAERE.  60°C (R 1 min) e e
1%L 40 °C/min HIEEEEM 60 °C FHEZ 170 °C i 0.3 mL/min
1L 10 °C/min BJEE M 170 °C FHEZ 310 °C, B, #1844 5% B; 10 min BIF+E 95% B,
R 1.25 min SAIRTE 5 min IFE 100% B
i f 1224 mL/min ({@7#ER) SE BRI RIS G
AT 23 min . ESl, EBFER, MRV
ﬁ%ﬁi 'IEilel:., ﬁaﬁﬁﬁl’.ﬂﬁ@ﬂ‘ﬂﬂiﬁiﬁ 9.143 min gﬁ/_——" 350 DC, 11 L/min
IR : 300 °C TFRETE. 1 U/min
AT A 19 min BEEEEH. 40 psi
RRELE:: W4 Ultimate #3k (PUU) EHE7ERAR 15 m S4THE E 4000 V
28, fEEfTERE, @ikH 1 7 310 °C HiEHEER _
ERRN 4 min, BHROEN 1 psi, PUUEARE | | TROE: 1000V
£ 60 psi.
SERBIRIT R R
R BFHEE (E), MRM
BFREE: 300 °C
TARAT R - #3180 °C

n



A

Wil 2

Wil

x10¢
8.5

8.0
75+
7.0+
6.5
6.0
55
5.0
45|
40
35
3.0
25
2.0
154 |
1.0 |

0511
0L _A..J.‘.._.._._..\_._.J-—--LL ﬂ‘;-

Ll

AT T U

4 5 6

~

B x10°

3.047
2.8
2.6
2.4+
2.2+
2.0
1.8+
1.6
1.4+
1.2
1.0
0.8
0.6
0.4+
0.2

-

10

12 13 14 15
%iﬂ‘hﬂ (min)

—_—

JLM_

oA

0.5 1.5 25 35

45

55

6.5

05 115
*%h‘la? (mm)

125

135

145

B2 LLGC/MS/MS (B 2A) #1LC/MS/MS (B 2B) iEA ¥/ TR EEFFH) 10 ppb (ng/mL) KZFTHZAI MRM transitions EiEE (EME)

R Ry R AR TR A Y
Agilent Bond Elut QuEChERS %4 AOAC ERiAHIE, #4S 5982-5755

FFkRF0EHFKEY Agilent Bond Elut QuEChERS AOAC HEIEHRERIAFIE, 4S5 5982-5022
Agilent ZORBAX Eclipse Plus C18 f&iff#, 2.1 x 100 mm, 1.8 pm, #{4S 959758-902
Agilent J&W HP-5ms B 1§ EEHE, 15 m x 0.25 mm, 0.25 pm, EHHS 19091S-431U

EEEANBRENTERA, 15155 www.agilent.com/chem/cn
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Hb &Rk

&£ A Agilent Bond Elut QUEChERS
BERETAER (HiRS 5990-5085EN)

E1E]

BET—HAELRFES 11 HEEFREZNONEE.

- {5F Agilent Bond Elut QUEChERS X FI& x4 FFRE B A 47T
I TR AL

- ZEERER Bond Elut EN ZEEUKFIEH 5% BER (FA) B
ZHEBR

« L33 fEMA Bond Elut 58 SPEIRFIE, 45 5982-4921
(W% 25 mg C18 #1150 mg MgS0,)

- ZREHHRERA LC/MS/MS S

- TEMR (LOQ) A4 5.0 ng/g

- BRI %45 E A 5.0 Z 400 ng/g

- BUMARHE MBI EIZRTE 62.0% 5 113.1% Z i8], RSD (n=6) {&
 2.2% E 13.4% 28

IE M LC/MS/MS &M E & R Y



B85

R EER
BiEH:

E:

&M
1Rt
SERE:
SERE:
EUREN:
ERERLE:

Agilent ZORBAX Solvent Saver Plus Eclipse
Plus Phenyl-Hexyl, 3.0 x 150 mm, 3.5 pym

(B4S 959963-312)
0.3 mL/min

30°C

10 L

A: 5 mM ZE§SEKAR, pH 3.0

B: 1.1 HEgZHE

4 min

FF1E] (min)
0

0.2

8.0

9.0

115

325°C
8 L/min
50 psi
4000 V

%B
15
15
75
100
&Ik

et
(mL/min)
0.3

0.3

0.3

0.3

74

QuEChERS 1&{E#2FF

FREX 2 g (+ 0.05 g) ¥HRAFAEFERIN 50 mL BiLEH

fIN 100 pL RARAT, 50 pL QC IERATR, LERRIER 30 s

N 8 mL 30 mM &Y KH,PO, (pH 7.0) BIEMiR, iRIERSS

N 10 mL & 5% FRERMZEE, BAIRE 30s

B Bond Elut EN QUEChERS ZBURFIZ, BA#REE 1 min

1L 4000 rpm Bl 5 min

BE 1 mL Z§5 LiERE Bond Elut QUECHhERS 2 mL 48 SPE &

RIERAIRSS 1 min, FEEEOHLIL 13000 rpm Bl 3 min

% 800 mL ZMAEBES—MER; & N, TRFTF 40°C TTR

SAT 800 uL & 0.1% HERAY 1:9 MeOH:H,0 &, iRiEHiBHA .

FERE 0.22 pm BERAERIELERE. (45 5185-5990)

BRI EEHT LC/MS/MS 47

A 1. Agilent QUEChERS #i4£ZZBniEE




110

100

90

80

70

60

50

40

30

20

10

0
bt
s
£

E 3

=xz |
ooy I
wove |
oy — B
ey B
ey
moe
———
-

ARE

B 2. Rt —HEE RS F A O EFIE I

3R R PR E B A 9

Agilent Bond Elut QuEChERS EN ERAFIE, #H#45 5982-5650

Agilent Bond Elut QUEChERS %#{ SPE iXFI&, 2 mL & (E45S 5982-4921) T 15 mL & (45 5982-4956)

Agilent ZORBAX Solvent Saver Plus Eclipse Plus Phenyl-Hexyl LC &if#, 3.0 x 150 mm, 3.5 ym, #{4S 959963-312

EEEANABENTERA, 1550 www.agilent.com/chem/cn % 5990-5085EN
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f# A Bond Elut QUEChERS EN 1 FI & X LC/MS/MS 3£ E 4 FFAEF 8
BREERA R (HERS 5990-5086EN)

518

WS T —HUEFFEPAHBRERERNONTE:

- {£F Agilent Bond Elut QUEChERS X FIEX 4R IS

M TR AL

- ZEEF2(EA Bond Elut EN ZEEUKFIEF 1% 28 (AA) B

ZHERR

« E L3 126EA Bond Elut EN BERA4 81 SPEXFIE, 6 mL (A

% 150 mg PSA. 150 mg C18 %1 900 mg MgS0,)
- ZERUEKIERER LC/MS/MS 4347
- TEIR (LOQ) 4 2.0 ng/g
- R &I ZMEEA 2.0 ZE 400 ng/g

- BUmREE MR EIK R 7 53.0% 5 92.8% 28, RSD (n=6) {&

E21% E 16.8% 2

1L B85

ERGERERY

L. Agilent ZORBAX Eclipse Rapid Resolution HT
Plus C18, 3.0 x 50 mm, 1.8 ym
(#pES 959941-302)

TE: 0.3 mL/min

Fia: 30°C

HHE. 10 pL

ikl A: 5 mM ZER§RKAR, pH 3.0
B: 1:1 B2k

RIBfTRE 35 min

HE: Rt % B
(min)
0 15
02 15
6.0 60
6.01 100
7.0 1t

it &M

et E

SIRE: 325 °C

SR 8 L/min

EUREN: 50 psi

ERERE: 4000 V

QuEChERS &k

FREX 2 g (+ 0.05 g) SIFBFRERERAIA 50 mL BE

TN 100 pL AAFRAR, 50 ul QC MRAR. HER, RIERS 30 s

TN 8 mL 7k, RiElRS

TN10mL & 1% 2B (AA) IZEE, BHIRIE30 s

A Bond Elut EN QUEChERS ZBURFIZE, FBHRE 1 min

7£ 4000 rpm TE:0 5 min

BE 6 mL 2R LiEREER T S5 A0 Bond Elut EN QUEChERS
2 mL %8 SPE &

RIERRS% 2 min, #X/ELL 4000 rpm B0y 5 min

BE 4 mL ZERRES—1EH; 7N, SEZHTF 40 °C TFE

£5T 800 uL & 0.1% HEREY 1:9 MeOH:H,0 1, iRiEtiBs

B 022 pm BERAHERIESLIE. (R4S 5185-5990)

MR BT LC/MS/MS 2T

B 1. BT AR LENEER Agilent QUECHERS FRIEFERF

LR AHE RN~ &

Agilent Bond Elut QUEChERS EN EEURHIE,
£h 145 5982-5650

Agilent Bond Elut QuEChERS EN B4 SPE iXFI&,
45 5982-5156

Agilent ZORBAX Eclipse Rapid Resolution HT Plus C18 LC
ik, 3.0 x50 mm, 1.8 um, EHES 959941-302

RERETIEIE, 022 pm ZETFHERE, S4S 5185-5990



56

[ 2. 100 ng/g HFATIFZEERYHG LC/MS/MS B, IERA]: 1. BBETE, 2 BREW, 3 BE—FEE, 4 BREFE_K, 5 BRFRETE, 6 BRFEME, 7 BRSME,
8 BRFRRTW, 9 BE_FSEIE, IS (AiFY)

F1.ERER - BEFEDRM (n=6)

{EiREER RS (5 ng/g) REREFELRE (100 ng/g) BREREEH (400 ng/qg)

Bl RSD Gl RSD G RSD
TRBRIENE 739 15.6 90.0 13.7 81.9 53
TERRE 62.9 16.8 75.3 8.4 67.9 5.8
iR R 77.6 115 92.8 6.6 82.0 4.2
TR 62.8 4.7 60.7 6.5 53.0 2.1
TR — EIENE 87.4 6.9 90.0 10.7 83.4 34
TERE P A 81.8 9.4 84.8 8.1 76.4 29
TR SR 84.2 10.0 78.6 6.3 738 36
#iEm 85.9 7.6 82.3 5.9 78.1 33
TR — R EEE 778 8.4 80.9 49 75.6 33

100

90

80

70

60

50

40

30

20

Bl
anee |

BRI

anrer:
anvss

BRI
TR ELIEE

seruss: I
H

Bk AR

B 3. HFHE AP BIRR R EI EFIE T

EEEANABENTERA, &8 www.agilent.com/chem/cn 3% 5990-5086EN
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fi£f GC-uECD D4 HiAMBe MR N E RS R E AR %

(A= 5990-5553CHCN)

515

AU AMERS THER QUEChERS BEREIE A EMHE AN
88T RO R RIT 20 A RTREMIN (CLP) REGH
D, W pECD MWEME GC H 75 AL R RS 52 AL XA
BHAPEENRARRENGA 1 MEXSTNFRIAES
M. ZEAHESNFRL—#ATFHENEHES CLP RE
H. REEMBELSOITAE, UEMHEFENARESE
g, GHETREERAWHE pECD MRE GC/MS 1EAE
MEBBRRERE,

QuEChERS &{E2F

FREX 3 g (+ 0.1 g) BTHEERAN 7.0 g EFFARBN 50 mL BOES

N 10 mL 28"

AN Agilent Bond Elut Original QUEChERS ZEEREh
(RBf+S 5982-5550) , HAEH 4 g MgSO, 1 1 g NaCl

ERMEHANRE 1 min

7£ 3000 rpm T 2 min

BE 1 mL 2B LERZERTZREHRR 2 mL Agilent Bond
Elut QUEChERS AOAC (&4 5982-5122) 4 #l SPE &

IREERSS 1 min, 3F 2 mL BOE7E 3200 rpm T 3 min

TEL 500 pL B B BhiftkEss R i h

{5F PGC-ECD #4TH4T

B 1. ZEFFA R HH K ZFER Agilent QUEChERS 1RIFFES
IR E

B8R
GC %%
Bk 1.

B 2.

GC/% pECD:
AR B AR
RAKE:
#s.
IR

HEE:

XR ]J-ECD:

Agilent J&W DB-35 ms,
30 m x 0.25 mm, 0.25 ym
(#3455 122-3832)

Agilent J&W DB-XLB
30 m x 0.25 mm, 0.50 ym

(EPf4S 122-1236)

AR EW pECD HIZEFN 78738 B FhittHEEEM
7890A
ABEARANS AR RS ARE
(#p145 G3181B)

S5, HiEH 56 cm/s

110°C (45 1.4 min) , KL 21 °C/min BEEF
2Z 285°C (f&#%F 1 min), 1L 30 °C/min HiE
EFHEZE 300 °C ({345 2 min)

1 uL REF#EE, 250 °C T, 0.3 min BRI
# 50 mL/min, 2 min HESTAFRE, HE
50 mL/min

350°C. N, fERKS;

BEBIEHTE + EWSRE = 30 mL/min

Pk iz ba s

R
R
BRfNEE:
RS

(5
HROTHR.
HHRORE.
HHHE

CFT k.
CFT Z3{E.:

20 fEHIARE:

EHEEGERBERN (34S 5183-2072)
120% (84S 5182-0723)

100 pL 338/ R EWEH (342 5181-8872)
5L (E345 5183-4729)

SHGERE (BHS 5183-4759)
ATFAREEOZHE (545 5188-6367)
WHEF BRERGME (534S 61544-80700)

0.4 mm WZIE%EIE, 85/15 Vespel/
AETHE (545 5181-3323)

Ri2E (45 G2855-20530)

SilTite 18, M1% 0.25 mm
(%P5 5188-5361)

20 BRI (BP4S 430-1020)

78




Hit
A

HZj
7000
6000 |
5000 |
4000
3000
2000 . ;
1000

EMAA_.MMMMM—'\J
D T T ‘ T T T T ‘ T ‘ T T ‘ T ‘ T T
5 9 10 1 12 min

1. MEEZRE (BRITER) 9. RAEH 17.p.p-DDT
2. a-BHC 10. -85 18. RIKKEE
3. g¢-BHC 1.5/ 19. BRARBREE
4. b-BHC 12 3R 20. BEHES
5 t& 13. p,p-DDE 21. BIKKFIER
6. d-BHC 14, B 22. TSBF (BHRIRER)
7. XEH 15. p,p-DDD
8. RELE 16. B 1l

B 2. 1A 80 ng/mL CLP ZKZ571 20 ng/mL E AR EGHIBIHBERAT GC-UECD EEE

79




X
N

7000

6000

5000

5 10 1" 12 min
1. AFEZRE (BRRER) 9. RX&H 17. RIREE
2. a-BHC 10. o-8F 18. p,p-DDT
3.¢-BHC 1. B | 19. FHAFERES
4. b-BHC 12. p.p-DDE 20. B EES
5. t& 13. JKERF 21. R KFIER
6. d-BHC 14, BIEF 2. THEE (BRIFER)
7. XEH 15. p.p-DDD
8. HELE 16. A1l

[ 3. 1A 80 ng/mL CLP KZ# 20 ng/mL & FCA7Eam BBk b A GC-uECD EiE

R R P AR T A9

Agilent Bond Elut Original QuEChERS X E#hE, #i#4S 5982-5550

ERTZHEH S 2 mL Agilent Bond Elut QuEChERS AOAC 78! SPE &, #+5 5982-5122
Agilent J&W DB-35ms i, 30 m x 0.25 mm, 0.25 ym, EHH4S 122-3832

Agilent J&W DB-XLB @i, 30 m x 0.25 mm, 0.50 pm, EH#4= 122-1236

EEEANAHENTERA, i&1515 www.agilent.com/chem/cn % 5990-5553CHCN
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£ A B A9 Agilent Bond Elut QUEChERS 77 3% U SE 4500 1 09 & 74 5% H

(kS 5990-6432EN)

518

AR FAHERS TR Agilent Bond Elut QUEChERS K Ui#tH
S8 SPE SRR SHEEILUR Agilent 5975C 25 GC/MSD
BA, BE RESENHFSITTEERPHRAKE. BT
HEERNE RN, FREHPNRAKEREZTERN. X
YRS A EER S 28 SPE FAEMBERS B EH
2k, NMEEAERMERY, AT GC/MS EZERFR
BRATEBEEZFEN (SIM) #1754,

B85 1%

GC #f%

it Agilent J&W HP-5ms #BE 151 EILHE,
15m x 0.25 mm, 0.25 pm

iz up ¥ s pisvis

HEOME. Helix ZENERATE (F#S 5188-5398)

i a8

HEOES: 19.6 psi (EEME)

HHORE: 250 °C

HHE. 1.0 pL

AEOMERE: 30 mL/min, 7E 0.75 min &0 784
HiREHRER: 70°C (&% 1 min)

I 50 °C/min KIIEEFRZE 150 °C (RFEH)

1L 6 °C /min MIEEFRE 200 °C (FR$5)

L 16 °C/min KIEEFEZE 280 °C (f7¥F 6 min)

&4

TS Atune.u

#X SIM (BXFEEERER, BESINARENX 3)
BFR. M.

LR . 433125 230 °C. 150 °C #0280 °C

BFIRLIE - 2.30 min

fEiteE R, BEEgHE

81

QuEChERS R{ETEFF

FREL 3 g (+ 0.5 g) FAARIHAERAA 60 mL BOEH

| DBIRRERER O Y (BER)  BIERA 1 min

N 12 mLsk, BN 10 mL ZEH 2 mL 2%, BAIRE 1 min

PN Bond Elut QuEChERS EN ZEU#El, AAHEE 1 min, Hid» 5 min

| ERBHEBS LECRIENE

BE 1.6 mL ZEERRZEERTZIENESBEHRE 1 mL ADAC
581 SPE &

| iRHENR S 2-3 min, #AMEEL 13000 rpm Bl 25 min

BZREENRERES— M ERT SIS BERRMN 1 mL AOAC
484 SPE &rh

| RIERS% 2-3 min, #AERL 13000 rpm Bl 2-5 min

| BIRLERHAT GC/MS S

B 1. B FHERHF KRBT B RZIEC S QUEChERS EN 1E{EFEF



le+08

8e+07

6e+07

4e+07

2e+07

TIC: CB 3X FP 2 mL HEX

| l L

TIC: CB 2X FP 2 mL HEX

N IR JJM].JL"\‘

4.00 6.00

TIC: CB 1X FP 2 mL HEX

8.00 10.00 12.00 14.00 16.00 18.00 20.00

%105+
5* SIM: CB 3X FP 2 mL HEX
E.__.__._.;.l\.__._»«_../k_i
4
SIM: CB 2X FP 2 mL HEX
34
D
24
] SIM: CB 1X FP 2 mL HEX
17
0 1 ‘ T _M‘__/LAL l Aeh M

f T T T T T
4.00 6.00 800 10.00 12.00 14.00 16.00 18.00 20.00

B 2. Fit TR LR AT EREFMUMLY, EiEFNCEAREEEA8 SPE. CB (WEBEEKSG), FP (BAFEESEZEHEH AOAC #8 SPE), HEX (B4)

82




x105 ]

200 ng/mL Tz QC

20

1 S 200 ng/mL 5h0%5 std
] 22
"1 23
24
i 21 25 26
’ ‘ ‘4.(‘)0‘ o ‘6.60‘ o ‘8.(‘10‘ o ‘10‘.00‘ - ‘12.‘00‘ o ‘14.‘00‘ o ‘16‘.00‘ o ‘18.‘00‘ o ‘20.‘00‘ o
1. BHR 10. RIEH 19. B 1l
2. a-BHC 1. XK 20. 4,4'-DDD
3. AER 12. BHfBE 21. BRFHRERER
4. B-BHC 13. Hrid 22. 4,4'-DDT
5. y-HCH 14. TR 23. REHE
6. ZHWE 15. BB 24, A=EEEHE
7. FRESEE 16. Hift | 25. FUKFEE
8. FEIITE 17. JRECFH 26. REHE
9. t& 18. 4,4'-DDE

B 3. 200 ng/mL ZEFISZ G R FH TR R1ZH GC/MS B, ZEET T i ZRYn EiEE, —TABKEGHN =+ EHETHEEERHER,
F#RSD < 5%

LR AREE TR~

Agilent Bond Elut QUEChERS 24 EN EEiXFIE, ##4S 5982-5650
ERATZIEHNSEEEYE) Agilent Bond Elut QuEChERS AOAC S EIEHEZERIXHE, 24 5982-5421
Agilent J&W HP-5MS #E{§M&EHE, 15 m x 0.25 mm, 0.25 ym, &S 19091S-431U1

EEELAN BRBENTERA, 15155 www.agilent.com/chem/cn 3% 5990-6432EN
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f# F§ QUEChERS/dSPE #m & A& =5 DB-bms 5

&M GC BIEHE

BT GC/MS &N LIRS E (PAH) (H RS 5990-6668EN )

515

AR BHERS THER QUEChERS HEIEBZEER (dSPE) #&
HEFENEAXERRRENRESHFE (PAH), S
£522 Agilent 7890 GC FIELE ZEX#HHEO (MMI) & Agilent
7693 B kiR RE Agilent 5975B GC/MS %, [
B, % GC RREBHEBENEZHZBRE (PCT), UXHAB
MRW, EREE 80% E 139% SEEM.

QuEChERS Z{E2F

FREX 3 g (+ 0.05 g) HERHMA 50 mL BLEH

MABRFRER/WIRARR OC IMRER (BER) . JRHERE 1 min

EEEREIN 12 mL ZBFKIE M EEE (4S5 5982-9313)

MO 15 mL ZH, REEHR 1 min

15 15 g BERHRNEEIAHT Agilent Bond Elut QUEChERS ZERER 1
(#p#42S 5982-6555)

% Geno/Grinder £ 1500 rpm FYEEIREIZIRIE 1 min

7£ 4000 rpm T 5 min

B 8 mL ZIELEREER T ZREHMAT 15 mL Agilent AOAC
28 SPE & (#3445 5982-5158) A

RIERS% 1 min, SKELL 4000 rpm Bl 5 min

Bl GC/MS & TR mEEER

[ 1. Agilent Bond Elut QuEChERS Zi#HIiEMA F i £ mH) ZRFERF

1L B85 1%

GC &%

B Agilent J&W DB-5ms #5151 &kt
20 m x 0.18 mm, 0.18 pm (ERHES 122-552201)

GC/MSD: Agilent 7890 GC/Agilent 5975B GC/MS %4t

prig =2 Agilent 7693 BaiT{ki#HEs, 5.0 pL #Hst
(342 5181-1273)

PCT % 8. B4 Ultimate #%3% (EB145 G3186-60580)

#HA: 5, \ERER, 1.7 mL/min

fRiFaS: 0.7 m x 0.15 mm AEMEERHE

PCM 1: 3.8 psi 18/

MMI: 05 pL Ao, 320°C, 0.8 min FFEWA,
ReHifE 50 mL/min; 2 min RS TEFE,
P& 30 mL/min

R 50 °C (% 0.4 min) , KL 25 °C/min FEEFEE
195 °C (f&#%F 1.5 min) , 1L 8 °C/min MIEETHEZE
265 °C, Bl 20 °C/min KIEEFHEE 315 °C (fRi%
1.25 min)

BIEITR® 315°C, R¥ 7 min , REH 70 psi, RITiZiEH
HHEAEN 2 psi

MSD: fEAILIRE 340 °C, BTIRIRE 340 °C, MARFE
150 °C

Pk iz bars

BRI EHEEYERBERN (34S 5183-2072)
S EEE0z (343 51820717)
BERRNEE 100 pL 3538/ BEMZH (RF4S 5181-8872)
HFES 5L (E45 5181-1273)

R BREERE (4S5 5183-4759)

HEOHE. ELEWER Helix #1E (545 G5188-5398)

FiE. 0.4 mm MR 85/15 Vespel/
AETHE (F4S 5181-3323)

PCT #. HIZE (#5445 G2855-20530)

PCT ZHE: SilTite ZE{®, M7 0.25 mm (EF{4FS 5188-5361)

20 fERIKEE: 20 fEIASEIR (EHS 430-1020)




Agilent J&W DB-5ms @5 1§ & it L 16 # PAH IR BER
x5
3
130000
120000 2
110000 5
100000
90000 4 .
80000 —
70000 -
60000 —
50000 - 78
40000 — 10
- 9 12
30000 112 4 1y 16
20000 - 15
10000 |
0 Ln.:.kh %J-M'L_ ~ TP Ol % A M

T et e hs e T e s : :

4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00

1. % 7. %A s g3t

2. Bk 8. B 14.863[1,2,3-c,d]EE

3. Z§iE 9. F¥H[a]& 15. Z%[ah]&

4 % 10.]8 16. % 3f[g.h.i]

5. 3 1. FF[b]RE

6. B 12. K F KRR

B 2. # Agilent J&W DB-5ms BE[EI# GC ERER (BIHE 122-5522U1) LAHEE 500 ng/mL PAH FrERHIHGEFAZEIR GC/MS EiZE, BitLitsIFRBEENF 1 #

85



ES:
6000 3
5500
5000 )
45004
4000 - ¢ 5
3500 |
6
3000
2500 78
2000 10
14 16
1500 — 9 1112 13 15
1000 Iy M Ml 25 ppb MR & XERAHES
— N ——
500 .
0 . BRERNTARS
S ———————————————————————————————.———.—.—.—.—,—.—.—.—_—_—_———_———_—;a .
4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00
i 8]
1. & 7. HE 13. F¥H[a]EE
2. B 8. it 14, BiFF[1,2.3-c.d]fE
3. 8§k 9. F¥H[a]& 15. Z%[a,h]&
4 % 10. & 16. Z3[g.h,i]
5 3 1. FFH[bJRE
6. B 12. FHKFE

[ 3. 7 Agilent J&W DB-5ms BE 15K GC ENETF A EZRYZEHGH 25 ng/mL & XZWMYHSFEZIET GC/MS SIM EBiEE, BRI FRAHENE &

3R R R E B A9

Agilent Bond Elut QuEChERS ZEi#hl, {5 5982-6555

ERT2HE# 54 15 mL Agilent Bond Elut QUEChERS AOAC 48 SPE &, #f{4S 5982-5158
Agilent Bond Elut QuEChERS FJ&¥B¥, ERT 50 mL &, ##4S 5982-9313

Agilent J&W DB-5ms @& 1§ &k, 20 m x 0.18 mm, 0.18 pm, EHHE 122-552201

EEEANBRENTERA, 151515 www.agilent.com/chem/cn
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FRHRBEREMHLEN GC/MS/MS TR RTPRAKENIN

(i S 5990-7706CHCN)

515
AR AHERS THER QUEChERS BRHI&HERAT S IR
wRE. EETEMKRIRY. B, 8. E8. 3K
¥, EET 3B HAFRRENRAVZECESEEHE
BT, BRERERMAZIE QUEChERS AOAC Aik%E
Ak RNBEZERTARRT. FENKSEREE 76938
B EIEFESEH Agilent 7890A GC 5 7000 3= Z HEXIUARAT
MSD Z%. R TERERMIIXHHBEENZECBSE
MRS .

QuEChERS 1&{ER2FF

JERGFRER 15 g (+ 0.05 g) HRERHA 50 mL Bl &

RN 100 uL PRRETRFHRIERS 1 min

N 15 mL 1% ZERMZBEA T, FAIRE 1 min

A Bond Elut QUEChERS AOAC #61, EZHEHHHRE 1 min

7£ 4000 rpm T 5 min

#E 1 mL ZBEiE%Z Bond Elut AOAC 2 mL 48 SPE &,
S #EX 8 mL X Bond Elut AOAC 15 mL 48 SPE &

RHERS 1 min, ARHTEOLE

KERREBE Bt il f BRI T4

BRI BT GC/MS/MS 44T

B 1. BRTAYBRBLEF R QUEChERS AOAC HRHIERERF

2R R
oC &#
HiFRELE.

GC:
Slukizes g

B
.
BRI,

Sy OO «

BEREOED:

REMEGE:
MR ERR

[EiE1T:

AR BEHIEA .

#B) EPC S,

Bleed line:

BESEN:
#0.

PR -

#0.
MSD:

HEER:

B

B
ERZEE.
BFREE:
TUARAFREE :
BRIREIR :
HHESRIE:

RESHE.

Agilent J&W HP-5ms #8515 &Lk,
15m x 0.25 mm, 0.25 pm (EFES 19091-431U1)

Agilent 7890A %%l

Agilent 7693 BEhHHEREMEE R, b pL HEEST
(%P5 5181-5246) , 1 uL HEE, HEER
FA (RE) BRRH: 3 #RHMEUKE. 3#
BERTI B (Z8) BRxd: 3

a5, EEER

MMI O, BRSNS : 280 °C

36 psi #4E 1 min

50 mL/min, % 1 min 2%

147818 18.35 psi (REARTEISNE) , RAREAIE
1.0 psi

FESFIE, 8.298 min

100 C 7% 2 min, #AEIL 50 °C/min MEEF
BZ 150 °C, WL 6 °C/min HIEEFHEZE 200 °C,
B 16 °C/min  MIEEFABE 280 °C FR#HE
6 min (BESIE(T) ; 100 °C 84F 1 min, KFN
100 °C/min KIEEFHEZE 280 °C, ¥ 5.2 min
(MHFERZTHIET)

2 min, 280 °C

W Ultimate %3k (81445 G3182-61580) -
AT RGRAE EEEmEED

SN Ultimate 3%

0.0625 in 5MZ x 0.010 in 12 x 100 cm,
316 AEMEL, HEMLA

BITITE 4 psi, RWGEFE 75 psi
FEHEOSW Ulimate 3%

(EPfE2 G3182-61580) Zid]

EHIARIAEE, 065 m x 0.15mm
(EB445 160-7625-5)

FERA Ultimate #3k5 MSD Z 8]
FLEREREREE Agilent 7000 = EMiR
# MSD

BHRERRR

% R R RS,

Atune.u

280 °C

300 °C

Q1 7102, 150 °C

2.3 min

[EERSHIE 2.35 mL/min, N, BHESFE
1.5 mL/min

MS1 1 MS2, 1.2u




1 2 23 34 45 56 67 78 89 g1010Mm 112 1213 1314

29

24

3 4 12 13 14 15 16 17 18 19 20 21
1. FRREE 8. P4 15. BB ST 22. BEEA| 29. TEBRRRRE
2. HMEHE 9. HH 16. MER 23. BIEFA 30. {RFBE
3. ERH 10. ZIER 17. XK 24. ZHikk 31. SHERMIE
4, BRH 1. B5EE 18. BHIHS 25. AR ER 32. B
5. o-FHFE 12. BESEE 19. Z§ %R 26.DDT 33, REHEERMME
6. FHER 13. ZiEE#F 20. REMBIERE 27. IR FIE
7. R 14. &M 21. WERHFER 28. R _H

14
3
i 3 15
26 0 g
24 18 19 i
i 4 I 2 2 25 2
12 28
14 1 7
8 19 L 20 33
O VIO A O s i VN WY
] I 11PN 2 . ’
T T T T T T T T T T T T T T T T T T
5 6 7 8 9 0 1n

B 2. (E 5 SR EAE I 10 ppb 49 QuECHhERS HEGH1THITEFZEIHG GC/MS/MS EiZE (MRM)

3R R R E B A A9

Agilent Bond Elut QuEChERS £ AOAC ERAFIE, #H4S 5982-5755

ERATFKEFMFEREN Agilent Bond Elut QuEChERS AOAC 2 mL 48§ SPE &, H4S 5982-5022
Agilent J&W HP-5ms 8151 GC &iikE, 15 m x 0.25 mm, 0.25 pm, S 19091-431U1

EEEAN BRENTERA, 155 www.agilent.com/chem/cn
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£ H Agilent 7000 = E R SAEEIE/ UL R

544 (B ERS 5990-7714CHCN)

515

AN AHERS TER QUEChERS BRHI& A ENESER
RELAPWEEFNERY . SRFRMEIEFRREY. o
W RE B S AR AN SENHED (MMI) #1 Agilent
7693A BEhiliki#HHESERT Agilent 7890 GC 5 Agilent 7000 =
ERBEMRHF GC/MS R4, FEAMASR, ¥ QUEChERS ZEEX
5ETFAENMER SPE B iEEES, BEIERT GC/a0a
SMHREZERY, REWABRSTY.

89

B8R4
GC %
Bt (1)

BB (2):

R (1)
HROFERR:

BEREOES IR
S ORI
HROHE:
R (2):

H#ROFERR:

HHEOHZEN:
i A mE
R HERY R
HAEH:
HRRE

SR ARERE:
HRARE.

5.

MR RRR

RTL (L &H-:
EAEH=E:
RWRE.

iR

MS {EREIRE .

MS BFIREE:

MS MHRAT 1. 2 B
RE S
MS1/MS2 3.
MRM & :

BTHE:

o mmst.

El B S
W REF-

4:

=)L

WE @+ NRBNLF

Agilent J&W DB-5ms &5t @ik,
15 m x 0.25 mm A%, 0.25 ym
(Ep#E2 122-551201)

Agilent J&W DB-5ms B 51t @ik,
0.65 m x 0.15 mm A&, 0.15 pm
(BB &2 165-6626 KI= M)

1 uL AERAS TSR, R CO, HTAEN
ZHEHRED (MMI) #0110 plL RS

50 °C, f*#¥ 0.05 min, L 600 °C/min FHEE
325°C

13.0 psig, 0.75 min
50 mL/min, 7 1.0 min 265788
2mm K42, SR (S 5190-2296)

10 L BFIHER, 5 Co, AHIMSEXHHO
(MMI) #0125 pL i#RESt

40 °C, &% 0.31 min, L 600 °C/min FHEE
325°C

5.0 psig

100 mL/min

0.31 min

0 psig

100 pL/min

50 mL/min, 7 1.0 min &bFF &

2mm WE, SEEE (3BHS 5190-2296)
a5, ERERX, 1.2 mL/min

50 °C (#%#% 1 min), 20-200 °C/min (fR¥F
0 min), 10°C/min, 300 °C ({&#% 1.5 min)

PCB 118, ${ETF 12.370 min &
G3186B, 7t 2.0 psig 1EEER TIET
#EOED

325°C

300 °C

150 °C. 150 °C

KR 15 mL/min, 85 2.25 mL/min
B/

SN AHERNR 3

-70 eV

B FAlE (EI)

HHR—

5




QuEChERS Z&{E2F

FRER 2 g S9RAMR BN QuECHERS ZEEVEH

BE 10 mL EMRERRBNE SR turbvap BEHRHFELE 0.5 mL

PINERIZEY ISTD (AREREI&)

BRERRIERS 30 s, @EAMA 13 mL £BFAHNAMEEIRT

BHRRIERS 1 min, M 15 mL ZBGAR (1% ZERMZEER) .
RHEEA 1 min

A 20 mL Z§ B4 (DCM), EXZE 05 mL, BN 10 mL DCM,
EEZE05mL

AN 10 mL 2HEHFELZE 05 mL

7 180 °C T REWRERS. ¥ 1 g BRI 15 mL 9% SPE B

PN\ QUEChERS AOAC £:B&4 (5982-5755), IRIEZEENE 1 min,
IARERE 1 min

7 3900 rpm TEL 5 min, REHXEBNAFHEHE -20°C T
A% 30 min

KABBREBERSE. THROAHE 1 g TARBRHEOES

BFRS 1 min, ARBERNAEER, & -20 °C TRFER

1% SPE &l 1 g BEARS 10 mL DCM #1 20 mL Szt T 1

B RGO ZEER AN ERE SPE &,
{#/ 13 mL 40:60 DCM: 2R & ik Tk

BERYELZE 05mL, EENTSE 135114

KERERE 05 mL, FHEHESE 2 mL BEHERERMAT

B 1. EFREFTRYE QUEChERS ZRFIE LR

x10 | 4

1. & 1. B+= %

2. B 12. FH b+ E
3. 88 13. FH[KRE

4. % 14. F¥[e]EE

5. ZIRFEEN 15. F3f[a]tE

6. I 16. ZEH#HE

7. H 17. B03[1,2,3-cd]EE
8. WH 18. Z#[a,h]&

9. it 19. &3 [g.h.i]

10. & H[a]&

10

13
141516 18
Il

12 13 14 15 16 17 18 19

WL 55 R 4EReHE] (min) O34 L

B 2. PAH Z474# TIC MRM &2

90




130.0

(A)

120.0

110.0

EE %

100.0

90.0

80.0

70.0

1300
(B)
1200

110.0

100.0

EE %

90.0

80.0

70.0

130.0

(C)
1200

110.0

EE %

100.0

90.0

80.0

PCB28 PCB52 PCB101 PCB118 PCB153 PCB138

PCB180

B 3. Il RALAHHY (a) OCP. (b) PAH 7 (c) PCB EIZFHHIA BT E# 1 U F T

LR AR~

Agilent Bond Elut QuEChERS 24 AOAC EEUAFIE, #f4S 5982-5755
Agilent J&W DB-5ms BE 1§ &EH, 15m x 0.25 mm, 0.25 pm, S 122-551201
Agilent J&W DB-5ms 51 &L, 0.65m x 0.15 mm, 0.15 ym, HEHHSH 165-6626 FI~H
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RARRM RS TR N E RS HIEN

SEMERKFEGEERIHFT

LC/MS/MS 4 (kRS 5990-9107CHCN)

515

AR AHERS TH A QUEChERS J7i%70 Agilent Bond
Elut Mycotoxin SPE #{THm#l&, #FM LC/MS/MS i
BNRRAEFSENEXRBEEN. 45 Agilent 6460 =
EHBEKMEFF LC/MS 5 MassHunter Optimizer 3534
H#HTHH. BT RRMHRIFIEIRER 72% ZE 105%.
QuEChERS 7i£ 51 Mycotoxin H#fE4 SPE 4L /%1
AHRERFMEINE, #R SPE &L EIZMERELS, WA
RS E(RRIMMIPR; M{EA QUEChERS Hl&H M E INRE

1L B85

ERREEERY

=i ze Agilent ZORBAX Rapid Resolution HT
Eclipse Plus C18 f&if#E, 2.1 x 100 mm, 1.8 ym
(EB4S 959764-902)

%8 Agilent 6460 == B EXPIRAT LC/MS,
Agilent 1290 Infinity LC

TE: 0.25 mL/min

R 30°C

HHE: 0L

EA: A: 7K +02% ZE, 5mM ZEs%
B: HEE+02% ZE, 5mM ZE%

MS/MS £

EERRCTIRN ESI S8, E/SuRitiRiER,

TRIEE: 200 °C

FIRSTRE. 8 L/min

BEREN: 45 psi

BWREE: 400°C

BRI 12 L/min

ERERE: +3000 V

TS B I « +500V

Delta EMV: 500V

SR, B, B

92

QuEChERS E{EEF

W4l 5 g BEER, TN 50 mL ZELEH

fIN 10 mL MeOH: Z & (85:15 viv), ZEMEHFREE

AN Bond Elut JFZHEEIE (R4S 5982-5550) ,
ERME. AL

BE 1 mL EERZ 2 mL 48 SPE & (#F#2 5982-5022)

EEME. RIERGHED

ER 0.2 pm JEREHTIEIR

7EN, SR TELZHEAT 1 mLH,0:ACN (80:20 vv)

B 1. EFFAYHI QuEChERS ADAC HBHIERERFE

Bond Elut Mycotoxin 5i&

e 25 g BHIHER

FAN 100 mL MeOH: Z & (85:15 viv), Z=EMZEFRIE 1 /\at

#% 8 mL & EEZMA Bond Elut Mycotoxin & (342 12102167)
LRt

N, SETHEZIHFERT 1 mLH,0:ACN (80:20 vv)

fER 0.2 pm FBIRHTITIE

B 2 ERFEYHEEFZR Bond Elut Mycotoxin SPE #EiR#& 7572



F 1. RABRSENEXFBHEE MS TR

15-ZBHERIESERNESEE 356 321 95 5 E
15-ZBEREERRIERKE 356 137 95 8 E
15-ZBERESERIERFE 339 137 105 12 i
SZEBEMEZHERIEEE 397 337 95 4 f
-ZHEMETHRIARE 397 59 95 20 %
ZZBEEFERIER (DAS) 384 307 105 4 E
ZZBEEFERTIEE (DAS) 384 247 105 6 E
RESEHIEE (DON) 355 265 95 4 1
Ak IEE (DON) 355 59 95 20 i
FIEEER-X 413 263 95 8 #
ETIEBE-X 413 59 95 28 f
HT-2 % 442 263 105 4 E
HT-2 5% 442 215 105 4 E
AR E G 400 215 95 16 E
bt Y 400 185 95 16 E
EEEERRE 3N 31 108 4 %
4 W] 371 281 108 8 f
Eit L3 3N 59 108 24 #
T2 8% 484 215 120 16 E
T2&5% 484 185 120 14 E
ERFEHEN 317 175 190 16 %
ERFBIHEN 317 131 190 24 #
EXFRER 319 275 185 16 bl
EXFRER 319 205 185 16 f

& 2. Bty QuEChERS F4E iR SPE J5iE0 1T 50 pa/kg (n=9) MER/INEH S B EEHHELL B

B{i##9 QuEChERS Bt QuEChERS BE Mycotoxin SPE BE Mycotoxin SPE

SHTREEE (min)

B (%) RSD (%) EKE (%) RSD (%)
EERIEGE 5.6 73 7 93 1
RESERIEE 6.4 85 8 84 11
TRIVEHER-X 6.8 81 9 89 9
B Et: Wi 6.8 94 9 77 9
15-ZHERESERNERE 72 88 9 72 10
SZEMEMATHENEGE 72 100 9 92 11
ZZBEEFERIIRE 77 105 2 104 3
HT-2 8.0 83 8 99 4
T2&% 8.2 83 8 100 4
ERFERHT 8.4 87 8 79 9

93



&&
N &
AN &
4 o G S
& M é# @0 @’ &
2 & N B K
X102 & S s & of W o &
| & i & B X 2 &
A ' FAN A Y A S
i & § FE VS F oFF
/] 4y & #4509 o 78 R &
09 |
08 |
07 |
06 |
= g5 ]
5 4
2 04
03 |
02 |
01 J
.
46 48 5 52 54 56 58 6 62 64 66 68 7 72 74 76 78 8 82 84 86 88 9
FERE (min)
B 3.50 ppb NEB G kAR —2R transitions KIIT—HL EZE. FEEESETEEN ARG 15-Z B8 DON 71 3-ZBtE DON #{TEERE, ABITRAT RN FEERES

ENI#HTES

3R R AR B A9

Agilent Bond Elut QUEChERS JEEHZERE, #f4S 5982-5550

Agilent Bond Elut QuEChERS %&{ SPE iXFI&, #H#4S 5982-5022

Agilent Bond Elut Mycotoxin SPE #, 500 mg, 3 mL, #B{$5 12102167

Agilent ZORBAX Eclipse Plus C18 RESEREEEEH, 2.1 x 100 mm, 1.8 pm, FHS 959764-902

— ~rret s
RS S

- 4

o

W L - »
' ¢ - v - - -
. w‘ ﬁ_/( e ' & —
' & - - = ol - = g
& — oy
'_/- - b e
——————
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B LR FH Agilent 7000 RY = ENRTSREA RS
MERMFNZARARE (HRS 5990-9865CHCN)

515

FNFAERS THERMKLE QUEChERS H@RHlEHIEEN
RENAMPRRAEE, FIRTIG kR A0 AT R i & ik
. SHRABHEEBINRBERANEERNNENEERE
&K, £ MRM #EX T&id GC/MS/MS 3ZM ZEEWI# T2
¥, 94X F Agilent 7890 GC #1 Agilent 70008 = E MR#F
GC/MS #%. X#2HAAEER QUEChERS EBLS RiA%E
EUABES, RGBSR

QuEChERS &R

7 50 mL BRIEOERMA 2 g FRMA 10 mL 7k, 17 30 #,
HME 30 min EEFGATK

PN 10 mL ZB8: #EH 1 min, MO 4 g MgSO, + 1 g NaCl;
$EHE 1 min, IO\ TPP (FAR4) , % 10000 rpm &l 5 min

BE 1 mL ZEEZE 15 mL BHELER,
PN 1 mL EESKEH 5 mL 20% & NaCl K&, #H 1 min

7£ 10000 rpm &L 1 min

BEMSESR EERE 2 mL B ERAT

B 1. BFFZNH QuEChERS ZERFEL 77|

B8R4
GC %
it (1):

BIEH (2):

PR FIRE

Sl
HHE.

VS piwvize2e ool 8
HEOAEER.
A ORI
RTL &40

#HK:

BEOEH:

PCM [E77:
HREHRER.

MS &R :

i
REER:
HTHE:

EM SB[ F -
MS1 4.
MS2 .
i
HfEREE
R A

BE S TE
MS BEXI

Agilent J&W HP-5ms #BE M &iLH,
15m x 0.25 mm, 0.25 pm
(8PS 19091S-431U1)

Agilent J&W DB-5ms B 1514 @i,
050 m x 0.15 mm, 0.15 pm
(BB RS 165-6626 HI=F)

B BERIRAEEFIER (PCM) MEHEH =B
(PCT)

Agilent 7693A BEhkitERE

2 pL ARG THE, E/ CO, SAMSEX D
(MMI)

1 min

2 mm HEHMELEHE (3HS 5190-2296)
50 °C, {*# 0.1 min, 1L 600 °C/min FiBZ 300 °C
50 mL/min, 7E 1.0 min &t5F

BAERR, PEE 6.219 min &

Ea

17.460 psi fEEER (E1THIE)

2.0 psi [EE#ER (E1THAIE)

50 °C (fR#F 1.0 min) , I 50 °C/min BIEEFE
Z 150 °C, I 6 °C/min RIEEFEZE 200 °C, WL
16 °C/min FEETFHEE 280 °C (4R#% 4.07 min)

2.0 min
280 °C
HEEOESR 1.0 psig, PCM [E71 60.0 psig
280 °C

BTHE
-70 eV
El BEhiEE

®
SNNRHENSE LR (2]
SINRHENSE R (2]

2-28 ms, RIBGMHEEOMNEHRE, W54
&3 /%

K 15 mL/min, &% 2.35 mL/min
EFE 280°C, Q1150°C, Q2 150°C

~




x108 TR E

y B
__F—MA A (2) A -
0 - - = T T T

T T
7 8 9 10 1 12 13 14 15 16 17 18 19 20 20
FREBRYE (min)

A

BIRATIRIER K

B 2. £ZIEEBEA) QUEChERS ZERRHIZ A REE BT T AR ENEMAZRYFE (1 BEAZ), SZHAEHXLHNEETRRERE, REZRRPMHEHNEY
HERYHFERETH (EEHLE)

1607 (2)

m <50%
 50-70%
W 70-120%

m<20%
W 20-30%
m>30%

0.01 mg/kg‘ 0.1 mg/kg| 1mg/kg |0.01 mg/kg| 0.1 mg/kg| 1 mg/kg

B 3. Wik ERFIH 001, 0.1 F11 mg/kg BIRFEFUFHRALLGHER (1) SAEEER (2) RSD #HH

IR N AREE A A

Agilent Bond Elut QuEChERs JFEHERE, #{S 5982-5550

Agilent J&W HP-5ms BE1EM&iH, 15m x 0.25 mm, 0.25 pm, HHES 19091S-431U1

Agilent J&W DB-5ms #B&{§t &4, 050 m x 0.15 mm, 0.15 pm, #EIHES 4 165-6626 K= H

EEEANAHENTERA, 151515 www.agilent.com/chem/cn % 5990-9865CHCN
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‘ﬁﬁmmmms%é H#H9 QUEChERS =X 5B R A AY 36 fiE 24
HIFE (HERS 5991-0013CHCN)

518 ey

RN RAEHRNE T —H# it QUEChERS #i%, IR mH BN R R
MMREZ. BEE. AMNBEEE. EEREMGM S HTH =i re Agilent ZORBAX Solvent Saver HD Eclipse Plus
&, XAGHEERIMAEAYTREFENERE, F C18 &3%HE, 30100 mm, 1.8 um
FRE iR BRI ME Agilent 1260 Infinity LC SRER | B 08 mt/min
RS RAERT RN Agient 460 ZERBRIH | *H N
LC/MS UBRGHITH . BAXKEFR, ZFHETAK :tﬂjz: Au .0 0.1% BB
V1L H : .1 /0
BATEE. STMEEREHAF. B. ZMH
B FHiE (min) %A %B
. 0.0 90 10
QuEChERS EB{EIEFF 05 90 10
10 80 20
FREL 2 g (+/- 0.05 ) ¥ (LERHFHTHRML) BN 50 mL FHLEF 40 75 25
8.0 40 60
9.0 5 95
1][1)\ 4 mL HZO’ %%*ﬁﬁ#iﬁmﬁ% 1 min 12.0 5 95
121 90 10
A 10 mL 1% ZBHMZIEER, SXMEHRERS 1 mi 10 v 0
m o b B, mARMET 7z 1 min
" 7 Ritas
Rl 3
AN QuECHERS ZEEREEEL (E}{4-S 5982-0032) SghEg. 300 °C
SRR 7 L/min
= ZHREIRIZURE 1 min, E4°C 'Flol.l 5000 rpm YFEEES O 5 min, EUREN: 50 psi
& 30 min ERERE. 3000 V
HEEE: 350 °C
#E 6 mL £E ACN #8Z 15 mL £ ST ;
SPE & (S 5982-4950) 1, HEHEILRITES 1 min BARE: 10 L/min
g DMRM

7£ 5000 rpm T 5 min

BE 4 mL EERET S ES

# 40 °C TF N, SFEHF

i mLH & : o Il rpm el 10 min
E&TF 1 mL# 28 ACN:H,0 &, A7 10000 rpm FEL 10 mi

B LERZE Bt RRT
B 1. EFFYiEERF LR QuEChERS AOAC HB#IEREF

97



=104
424

3.8

3.4+
324

2.8
244
224

1.6+
1.4
1.24

0.8
0.6
0.4+
0.2

12 14 16 18

2

; 21 :
2 7 EL] Il]54 35
30
16 32
13
18 |
811 9 6
17
28
! 3 24
{ l "‘
. F’; | 5 27
i 15 ) | | y
114 0 i : _ \ 36
i k L [ 4 . LU L s b
22 24 26 2R 3 32 34 36 38 42 44 46 48 5 52 54 5b 6 B2 &4 BE BB ¥V V2 T4 TE 7B B 82
7
s 1z 1s
ie
i 9
13
23 a
|
15 || I\
. 22 |I \
S ! '\.
4 7 4 414a2azaasa 4T 48 a4 1 4

B 2. 24 MRM 1R B Fi GiE
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F1LERSRNTRAERAELER. EAEH Na,S0, WERZERESYITREESNENKE

ik 1 2 3 4

E3:VE MgS0,+NaCl Na,S0,+NaCl Na,S0,+NaCl Na,S0,+NaCl
S8 SPE REY C18EC+MgS0, C18EC+Na,S0, C18EC+Na,S0, C18EC+Na,S0,
ERAT 1% BERZE 1% BBZE 1% BERZE 1% BBZE
7k 8 mL 8 mL 4 mL 4 mL
RIEABREAYH T EKE 22.95% 43.66% 45.12% 70.46%
BEREHYN T ERE 10.86% 25.96% 33.25% 54.35%
EEER RIS A I B R 86.79% 47.69% 62.69% 64.44%
St B A FHE B R 55.12% 38.02% 49.89% 65.37%
EXRFREHEN 8.4 87 8 79

R 2. 8L SPE SHMILER. EFREE PSA 1Y dSPE BEAYTIHREERIERAMN.

Bk 1 p) 3 4 5
k-3 Na,S0,+NaCl Na,S0,+NaCl Na,S0,+NaCl Na,S0,+NaCl Na,S0,+NaCl
28 SPE B&Y 50 mg PSA+ 100 mg PSA+ 50 mg SAX+ 100 mg NH2+ 300 mg C18EC+

150 mg C18EC+ 150 mg C18EC+ 150 mg C18EC+ 150 mg C18EC+ 900 mg Na,S0,
900 mg Na,S0, 900 mg Na,S0, 900 mg Na,S0, 900 mg Na,S0,

ERAT 1% ZB 1% Z 8 1% Z8 1% Z 8 1% 2B
i s ZH Zi Zi

7k 4 mL 4 mL 4 mL 4 mL 4 mL

KIRNEER LRI E R 54.57% 42.23% 59.87% 33.70% 66.10%

EEEHYN T ERE 64.37 % 63.27 % 77.35% 51.71% 71.80%

EEEALY T R E 73.88% 88.34 % 76.82% 97.03% 84.66%

S Z R E R 85.12% 100.11% 71.57% 70.27% 91.17%

IR N AREE A AR @

Agilent Bond Elut £, {5 5982-0032

ERTF 4% BEY Agilent Bond Elut QuEChERS 48{ SPE iXFI&, P42 5982-4950

Agilent ZORBAX Solvent Saver HD Eclipse Plus C18 &4, 3.0 x 100 mm, 1.8 pm, &S 959757-302

EEEANAHENTERA, i&1515 www.agilent.com/chem/cn % 5990-0013CHCN
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 FIRRER LC T 60 NS REERE
ZW I Z Y 00, M 4 &

*

LC F1 LC/MS 13 &8

HHMH TR E I EE ST

NEIFIRIER AR S EREEZENRE, B2 TOF-MS
R, EEATEENTHEZEAN, R LC/MS
RPERBIIABTUENIT. EEREE.

Agilent 6230 TOF LC/MS

Agilent 1290 Infinity LC

GC/MS {3 28

BRBENMEEERATTIIME THERER )3

B T
TSR B EE R B SMEE T &R, =
ERRNRANS RN R B LR ANBESEEEAEI A =

GC/MS/MS R FigitHIZR S

70008 =EMRH GC/MS
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SRR SRR R AR S
[ EXEZ

REREMNHREEAE THRAENEE, SWHEMH
BRBFEER, TEMSTHEMERTERFZW, ERH
FRORE, RECHEFHENRIEEMERRRTERES
FREMA, ANXBRUEEERNSGHBERENESR
RRNAZXEEMMIELE,

BRI EENERTERD

« FIF HPLC #1 UHPLC &9 Agilent ZORBAX #1 Poroshell 120
BikH

« GPC/SEC faittffntrfEfm — €45 PLgel . PL aquagel-OH
H. ERHEMN EasiVial tREmR

- Agilent J&W GC &ifHF — GFE@EEME. S8, 5%
#4EF0 PoraBOND PLOT il

- FF GC. LC #1 MS HIMA A e IIEARAEY

- ERATMISRAR GC #0 LC Bk

REB R ITHE FRIE S RERE

- FIA GC MERFERBHEREEAH — BEBEMHENIRT
. UltiMetal Plus REERZHEE, FEIMRREA
hEZR. EHUEYNENBERR

« AT GC. LC. MS MREFHAFREHNSH=REAS

« R CrossLab EATAFEEREDHLEERI GC #01 LC i#
Rarmas

- & MS MikMERMER, BEMEHEOHENEERLY
it

- ZREMH pH R EABETEEESITE
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Lt

B . 26, 57
I 53, 73, 76, 97
B 32
===~ 92
REG. 15, 18, 21, 24, 28, 30, 34, 36, 39, 41, 44, 47, 50, 61, 63, 65, 67, 70, 78, 81, 87, 95
BARFAR (PAH) 55, 84, 89
BB (PCB) 59, 89
BB (PNA) 84, 89
B R R 92
B 97
ER IR R . 92
ER itz
o 15, 18, 21, 36, 39, 61, 63
13— 50
B 87
(2] 53
- 28
- 97
=<~ 55, 59, 84
1] 67
3 97
= 5 61, 87
BRI 73,76
L 97
B 26
=3 81
10 78
- 67
B 67, 87
721 67
1 97
O 57
v 65
LS 1 89
U, B 32
B 24, 1, 44, 47, 67
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B 30
N 28
i 70
IV 92
2 87
QUECHERS B . . oo 5
QUECKERS MBI . . 7-9
QUECKERS BT T . . . 6
QUECKERS B T . 13
QUECHERS AOAC 33K . . o o 36-72
QUECHERS EN 53E ..o 18-35
QUECKERS B EA i . . 15
QUECHERS H . . 73-99
QUECRERS BRI . . o 14
QUECHERS B B B . . . 10-12
BT QUECKERS FE Bl e . . o 13
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Agilent Bond Elut SPE
TEFmALE miw
SRS K

AFM+5 R QUEChERS KA E N R R & EHHZER

(SPE) /=& Bond Elut R5IA9—&84>. QuECHERS /= mEERE™

IZIR 1S0-9001 #f. RAEE=HFEBMH Agilent ZORBAX

HPLC &iEATIE R M RMARM T ZHE M AL, Agilent Bond Elut

SPE @mBEEVAMREIEN. BEENE&GHEE. HEE

B—% HBRENFEDHE,

- BEY). ERMEMEREAERZHE, NSRS 96 1L
R, EEZ

- BRXAZEHBAIT. LERAHARTEFNREY .
KRB EREANFRA M

- FIRENRERHIERR-BNERNE, NTKER
R B A A

« TRHO—RFIEZ M 40T R B R P ) SPE Bk

ZWE QUEChERS R ERERBET, FiHl

agilent.com/chem/quechersdemo

FEHEKERTLRENNELS), RELRFR—XZ

IS, EBNSZHUERENRABEN X % 574

FHHE, SLERASHE.

cEKE. RNEEERLEMSRALEY. BlMR
% SHEE. TRR ERE n4ER XEEB. B
FERNRESRE

B BEBMEAABTZUEYN/ SEY. BLLEY
BMRRESHFERS

- FERPITNRBREIVENEN

BT EREERGATE. WIARGEXEN. L3RR
EINRAS L SR

c RARERSNUFLEZTEFHE, BEMFRITLEE
RARENEN THERRTRIRF

METMES. agilent.com/chem/food

THRINTEBESHRARESITKFELER

Agilent Bond Elut SPE = & -
agilent.com/chem/SamplePreparation

ZHERRMTERNBRTTR.
agilent.com/chem/foodsafety
iz P
agilent.com/chem/store
EREMEMXNZERE A
FLROENEHES -
agilent.com/chem/contactus
ZHEREFRE P

%3%%4%: 800-820-3278
400-820-3278 (FHLAF)

AEMPHESNEEE, BARITEA.
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