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Agilent J&W HP - 5ms = 1&Ht GC &l
PRRKPHRETZE

KEAMRERAT—ME, &E. 5% MAHERS (QUEChERS) KIHERAMER %,
MBZERSDEZERZERLIE (QUEChERS) Fifxt KK 57 Mk Zh5% B T TR
B, &R cC #ITTHH. FEEBRETUTHE: HK/CBERARRGTHTIFE
B, RENEHTERN/SR, SRERSHEBEZER (98 SPE) WEMHTEL, £
ERSBENKKPREVEEIMBEFRREG R Agilent J&W HP - 5ms & 1E1E GC AT
BItHHITAE, HFASHEIL/RE (GC/MS) HAEEEEFEN (SIM) EXTHHE
79, RA Agilent RTL KB EEAREMREZEN GC/MS HITERIIT THRER
EMEEETE. BEERENERMEZAEHT TRIE, ERELIRIREMNKES
#4150, 100 %1200 ng/g. REEMERIIEIEIURETE 80% #1 110% 2 i8], HFEHRSD A
5.53%.
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BE L KH, CAS £, ATAHELET

A =1 -

FIFRE 4474 QUECHERS Fik7E 2003 £ H i USDA HIRIS: ;_nfo* e (1:;\18;?22 ?1?:;0 Ef:f z
%ﬁﬁq [l]o Biﬁ)ﬁliﬁ:ﬁl)\T%W?%EXHFHW‘I—“;"E%Z‘Z%J& TR = KBS~ 115-86-6 C18H1504P 326
fTIREX [2]. EN J5i 15662:2007 & QUEChERS FFitHIm—HMF Mk 10265-9-26  C2H8NO2PS 9
X [34]. ZHERAZERN, BRAHESE (MgSO,), NaclFl — BAR 62-73-7 C4H7CI204P 109
AN ERARER- RS E, BRANKHETRH f‘;’f ete cnbors
R . a- N % -22- C7H14NO5P 127
Hzﬁitﬁ:‘#stlﬂéi aE jPE %Fﬁ%ﬁniﬁt, EEFEWHMEW KAk o Sl 210806 CoHECIE o1
B (PSA) —EFEBRETANTHEME, ALK Mgso, FEE  .ax 118-741 C6Cl6 28
BRIERYHRIRHL, 2ERAMEOLER, BEEERAX z2 60-51-5 CSHI2NO3PS2 87
S, AAN B B 319-85-7 C6H6CI6 219
R 58-89-9 C6H6CI6 181
GC/MS B—MRAKNINPBNESIHIE, GC 1 GC/MS  ngmsx 82-68-8 C6CI5NO2 237
ERNRERBEHE RTL) 2—HEEMRA, ERZ—HAT -8R 333-41-5 CI2H2IN203PS 179
MERM-AZRECSAEEN LREERNELRBEE (5], 777 0 FE 310-86-8  COHOCIG 181
Agilent F&H GC 1 GC/MS RTL WIMUEES (#42 22 i ZZZZEE Ez:fﬁ'ﬁgfps izi

kY — LY L el

GL672AA) , BETABATIMRY, RERBIHTRENN  pparw 5508.13.0  CTHICINOZPS 286
ﬁ’iﬂ‘*ﬂ:% [6]0 iﬁﬁ)ﬁ‘ﬁﬁ}gI—iﬁf%ﬁiﬁ"]ﬁﬁ?&@%iﬂ%“ﬁ% HEE 50471-44-8 C12H9CI2NO3 212
BmRERPHIRAKE. 8 76-44-8 C10H5CI7 272
FER 57837-19-1 C15H21NO4 206
RIERRHS 122-14-5 C9H12NOSPS 277
GC %% IR 29232937  CI11H20N303PS 290
Btk Agilent J&W HP-5ms Ultra Inert, 30 m x 0.25 mm, PR 309-00-2 C12H8Cl6 263
0.25 um (#BS 19091S-433U1) R 573 121-75-5 C10H1906PS2 173
HEORE 250 °C B 55-38-9 C10H1503PS2 278
#e S5 [EEES v 2921-88-2 COH1ICI3NO3PS 197
REFAHE RESTBHET 16596 min X 56-38-2 CLOHIANOSPS 291
st RHRBREL, & 075 min FERE, KB DPT 43121433 CI4HIGCING02 57
50 mL/min L RRELY 1024-57-3 C10H5CI70 353
e 1 ZRKER 40487-42-1 C13H19N304 252
HERE 70°C (45 2 min) . Bl 25 °C/min WEFE PR 25311-71-1 CI5H24NO4PS 213
Z 150 °C (0 min), BEL 3 °C/min WEEHE  EWE} 13593-03-8  C12H15N203PS 146
Z200°C, #EM 8°C/min MEEFRZE 280°C (R  =m 55219-65-3  C14H18CIN302 112
# 10 min) . JRIE{T: 320 °C (5 min) F4paE 950-37-8 C6HLIN204PS3 145
MS & TER 23184-66-9  CITH26CINO2 176
AFIER 4 min il 60-57-1 C12H8CI60 79
MS B 230°C (BFiR) ;150 °C (PU4RHF) ER 50512-35-1  C12H1804S2 118
ftgg 280 °C p,p'-DDE 72-55-9 C14H8Cl4 246
MS Agilent RTL R (GL672AA) FINISTOS i~ <112 72:208 C12H8CI60 263
MS I, SIM/Scan A e 88671-89-0  CISH17CIN4 179
. RS (50550 amu) p,p'-DDD 72-54-8 C14H10Cl4 235
0,p"-DDT 789-02-6 C14H9CI5 235
HESH, A% 1 ZEH 563-12-2 COH2204P2S4 231
p,p'-DDT 50-29-3 C14H9CI5 235



EER 36734-19-7 C13H13CI2N303 187
0 R 732-11-6 CI11HI2NO4PS2 160
BA 8 82657-04-3 C23H22CIF302 181
&% 64257-84-7 C22H23N03 97
9 SREHD 116-29-0 C12H6CI402S 159
RARWE 2310-17-0 C12H15CINO4PS2 182
SEAHE (V) 68085-85-8 C23H19CIF3NO3 181
S5 | 52645-53-1 C21H20CI203 183
S 1| 999046-03-6  C21H20CI203 183
SEHE 52315-07-8 C22H19CI2NO3 181
SEBPE 65731-84-2 C22H19CI2NO3 181
FULHEE 51630-58-1 C25H22CINO3 167
REHE 52918-63-5 C22H19Br2NO3 181
AR

S EREE T 5975C 1B MSD AR Agilent 7683 B Bl kit
2 (ALS) HJ Agilent 7890 SHHBIENHIT, MM/ AAmEHED
BREKEGRE (WHS 5183-4761) MANHEREHE (BHS
5181-3316) . fEF Agilent J&W HP - 5ms #B& &M GC # (30 m x
025 mm, 0.25 um) #ITHEWFB. R Agilent Bond Elut
QUEChERS REUXFIE (E#4S 5982-5650) #1 Bond Elut
QUEChERS A8 EIHHZEEURFIE (ED#4S 5982-5156) H#4TEEELAN
L, HEER 5 L AR (IS 5181-1273) . TEIIHT
WEE SN

tEHRIEER

FrERHHRERIME Sigma — Aldrich A7 (St. Louis, MO, USA).
FrAE R FIFAFISA HPLC BB SR,

Hmil&

BUME, TRERAGELMET, RRBNTRHERER
BT 20 °C TREHE®R. KB, BHEEERAFEARMEME,
ATRERIE, TEMEEMERPEEMATRAK: HHRURNE,
MRERHINER. REERPEIZEE R LA KB,

%59 (+0.1g) HAERMA 50 mL BOES, 100 pL BY
K] QC IMRARMAHEREIE QC HM. THIMIFEEREM
100 pL MARAR. REMZE. &% 1 min Ao EEREMIEH

Mk 5mL, E#E 30 min, AEME, R 1 min, ASEREE
MAERM 10 mL 28, XEmE, FHKRE 1 min, BEML
ERERMARTE 49 TARMEE. 19 WM, 19TEHR=M,
05 g B+ Rk BB K Agilent Bond Elut QUEChERS 12
Wiha, ZEAANZHERRCETNRIEY. REMBITHEK
BEREERRENLE., HERE, BFRIZURE 1 min, )
BRBANSEIMEREBRNMER, RABRERERIITH. #
it &R 4000 rpm Bl 5 min,

BB Z AR 6 mL %%2] 15 mL Bond Elut QUEChERS EN 4
HEEENESR (84S 5982-5156) . HEXE, RAE 1 min,
5L 4000 rpm Bl 5 min, BX 500 pL $RENREE 2 B Ehit RS
&, B GC/MS 1,

% 2 ®ERT QUEChERS EN HIHE R HI&ZiT7E,

%2 Agilent Bond Elut QUEChERS EN #2BRiZ

1) FREUS g MEEAKMA 50 mL BOE, hisk 5mL,

2) IS AR, MEXPERIEMAN GC HHTIMFRAR, RIE 1 min,

3) WA 10mLZE. B 1 min,

4)  fnX\ Bond Elut EN QUEChERS $2EUE: A,

5) =, RIZUE 1 min.

6) 4000 rpm B 5 min,

7) BEEBMZEER® 6 mL E 15 mL Bond Elut EN 98 SPE &,
8)  iAHE 1 min, #AEIL 4000 rpm Bl 5 min,

9  BE05mLREVREI BRI,

10)  F GC-MS 2R,



gE et GC/MS ZGFXARESHWNABREHNE RTL). BHULE

YIRIREB R B 5T 3. RZfER Agilent 30 m x 0.25 mm x 0.25 pm
1 Fn@iREA 200 ng/mL B 57 MREMEBFREEE  HP-5ms BIEHIE G1672AA GC #1 GC/MS RTL KR Fi#t
(TIC). RERHEEFNK, FYMNMBERKD. B2 TR,  WEIREHTHIR, BERERTH HP - sms BEERERE 6C
fEF Agilent J&W HP - 5ms BEEHEAE GC BIEH, I #5 Hp-5ms Rt EGHERNEEE (WE23) .
BiRRAHTURGREFNDE,

E . 4
380000
340000
300000 )
260000 N *
52
220000 336+
M 4y 48
180000 31,32 57 i 51
140000 33 |38 * e 5
27 30 39 50 54
100000 45
55
60000 - 56 g5
20000 W
i 500 10.00 15.00 20.00 25.00 30.00 35.00
1 RS 16 RESIE 31 BT 46 T BETRRS
2HEBR 17 FEm 32 =gz 47 %8s
JENFR 18t& 33 R 48 FE%Es
4 A 19 BER 34 TER 49 M SRR
5 AN o B 20 RIEFTRE 35 ZKERH 50 R
6 AEX 21 REBIER 36 FER 51 SEAHE
7RR 22 BURMER 37 p,p*-DDE 52 SR |
8 AR B BRI 23 DR 38 fEEM 53EHEE
9 ¥t 24 fEEBS 39 ZfEH 54 SIEHE |
10 ESHER 25 B 40 p,p'-DDD 55 &K SR
11 - D10* 26 XHEE 41 0,p'-DDT 56 SEHE ||
12 K 27 ZIHER 42 Z Tk 57 REHE
13 AR D Bk 28 LERENY 43 p,p*-DDT kR
14 ## 29 ZHERER 44 TR = ER
15 FEFT 30 B 45 $iEE

B 1. 200 ng/mL KZHIEEFirEiE (TIC)



KR EFERGM RS

Tt R ALt 1550 B N2 K R B AR 7 A LE R R E
KM ZRIERRE 1 uL RESHA 50, 100. 200, 300. 400
ng/mL KARERRERESS . 8MREKENIRERRTHEE
200 ng/mL KIMARY (ISTDs), BT BFRKZEERE H BRIZIEER,
KIEHEXEH RY) AT 0991, 57 MKZRIFEY R2 45 0.9990.

HERRIEXKERFMANREREKFEKBIRREETMG
Bond Elut QUEChERS 1REUXFIE MR . AKIERMFNK
KERMFREIE GC/MS 47 TIC B 2 Frim, MiRHEmIR
BN ETEEANS RHITRE. AR REE K E &S
F& 3. MERESETFEMREKEXRERMFERNER
EERBRER. REKENFA 005, 0.1. 0.2 pg/mL, Ki
SUEMRETREFMEKE, HEEKEEEE 80%~110%,

xR ERE (RSD) A 5.35%,

A £3:4
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Agilent Bond Elut QUEChERS EN #RERFI/ & SPE FIE A KK
FERRMMNEL, FEARARBNAUMREEERET—
Mas, REMARNAE. J&W HP-5MS BEtEMEEEN
K GC/MS AXLERHGZBH D IIRE T — M RIFH S BN
Fik. {EM Agilent DRS H{4#0 RTL KZEE, IR, ARt
AFSMETEMKRY ., AKPHRRMERYLZETHEB
RUEMHEENT. BTMERGRRT I ZMMETEY,
F MR RBERPHEMKLEEE, Agilent Bond Elut
QUEChERS I FIE 1 2 —FL R AL,

0

B 8
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A 2. {EA Agilent GC/MS Z£:7 Agilent J &W HP - 5Sms #5 &1# 30 m x 0.25 mm x 0.25 uym EEHEMTAKERY (A) FEFIER (100 ng/mL) 25 (B)

BITIC B



#3.  LEHRF 5T HABHIEILE

0.05 pg/mL 0.10 pg/mL 0.20 pg/mL
{REBATiE (n=5) (n=%) (n=%)
e (min) Efg=E%  RSD% Bl % RSD% ElfE% RSD%
RS 5.70 708 76 76.3 53 789 7.9
BER 5.83 1123 5.1 103.3 7.9 109.8 5.2
SRR 10.04 78.4 35 97.6 45 97.1 6.6
A 11.75 816 59 96.8 45 105.5 39
AR A RHE 12.08 103.4 6.5 94.7 9.3 112.0 33
NEE 1237 1005 2.1 99.3 34 923 2.0
RR 12.68 83.4 6.1 92.7 5.0 101.9 3.2
AR B RAE 1321 95.0 6.0 100.9 7.2 875 6.2
i 13.45 102.4 7.3 1108 7.1 935 7.0
IEWER 13.68 86.5 31 93.1 2.9 101.9 24
-5 3 14.48 924 33 96.0 34 104.9 23
AR O RHE 14.55 89.6 4.0 105.5 43 99.4 38
B 16.12 102.9 45 1038 49 103.6 53
FAE RS 16.59 875 7.7 102.8 74 1032 32
FRESEE 16.60 105.3 3.0 103.9 33 104.8 24
SREE 16.63 116.4 48 1155 42 115.1 44
t& 16.79 102.8 16 96.6 39 96.9 32
FER 17.35 105.8 3.6 104.5 5.4 108.7 5.0
RS 18.08 819 27 927 6.7 106.9 42
FAELIETE B 1831 108.9 2.7 107.3 32 107.8 34
BIREH 1851 106.0 23 105.0 35 99.9 14
IR avg 573 18.81 976 5.0 95.1 7.4 1118 33
EmE 19.12 105.2 25 102.8 41 104.4 22
e 19.24 1053 25 104.7 31 102.4 40
pofinH 19.27 728 4.6 776 73 1129 33
= 19.40 99.9 6.2 93.3 7.0 1025 4.0
LRI E LY 20.71 106.6 4.7 97.7 4.0 100.3 2.1
ZHRKER 20.99 1178 4.6 92.0 46 1025 26
S 21.60 109.2 58 102.2 8.2 106.9 39
3 21.64 111.0 6.0 1103 78 105.7 41
=g 2171 96.6 6.2 107.3 6.4 92.0 94
KM 22.29 94.9 8.9 95.3 95 1119 4.2
TERE 23.23 117.6 58 1102 85 102.9 36
IREEH 23.85 1123 5.0 112.4 6.7 1055 4.7
BER 23.88 1237 3.9 1005 6.6 1085 24
p,p'-DDE 24.02 100.7 44 100.8 53 104.5 28
A T 24.44 1005 5.1 89.8 7.9 106.2 37
RiEM 24.74 108.6 5.2 97.2 5.9 107.4 56
p,p’-DDD 25.67 98.2 5.9 99.6 6.6 102.1 59



o,p'-DDT

Z i
p,p’-DDT
i
i85
i
&%

T SR A
KRB
SRAHE
SR |
S5 1|
SEHE |
g
SEHE
REHEE

25.76
25.99
26.98
28.39
28.49
28.84
28.98
29.36
29.66
30.37
31.37
31.55
32.70
34.30
3471
35.88

90.9
89.9
87.0
99.6
91.7
104.8
106.2
114.3
97.2
84.0
98.2
100.1
89.3
75.0
86.4
67.3

52
54
58
55
6.0
5.0
6.0
51
6.7
6.5
8.1
5.7
7.7
9.1
8.5
8.4

90.6
86.9
88.6
108.6
96.0
104.2
109.0
1075
91.4
91.0
97.6
96.7
102.9
93.3
97.2
87.6

6.3
8.3
74
53
8.8
7.9
8.1
71
8.7
8.1
7.6
8.1
9.3
9.0
8.6
8.6

108.9
111.6
106.0
98.9

99.6

108.5
104.7
109.2
105.2
105.9
103.3
101.0
104.4
107.5
100.1
95.4

3.0
55
34
6.2
55
71
4.6
6.7
4.0
53
43
5.2
5.2
53
7.7
4.9
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