°,;," R QuEChERS J57%#0 Agilent 7000
0 Seocr RIZEMHATIREANUME LN
o O KRt 200 SHREGHE

R AR

B
& HE
Zeying He. Lu Wang. YiPeng. FHNRAERNET—MATOMERNAT 213 RGNEESBEERE, ZHEE
Ming Luo #1 Xiaowei Liu B %4 QuEChERS MAIE S RERSHEIE-ZEMRHRIER S (GC-MS/MS) 14
RUEDIFE RPN, &, MRAEREREGEREFTRRERTHIBNERRE, FREPZAEEET
REXE, 300191 AMHELR 2-400 pg/kg KIRESEEAN, KR, E2IR (L0Q) % 2-10 pg/kg KISEE

K, BSBRANEERH 2 pg/kg, ZERTFEMLFHSRAKERE. MizlidREA
2. 5. 10. 20. 50. 100 #1200 pg/kg RET. KEPHREAKIEILZETE 80%-120% HISE
Bl (n=6), WEHRAERE (RSD) /INF 20%. FHEN AR EIERIMA TR KRR
BT T, ZAEERTHERMAFFHRAEZBRITERADIN,

Wenwen Wang
ZEERE (FE) R,
FEILR, 100102

Agilent Technologies



mi

il

EHE, EENMAFREENTR. PEETREREAN KT
e, 2012 IR 409 Z5E, SEKEFENZ=NZT;
EFFEHALKER, 2010 £FEi% 127308 M, KFHRE
EREAIIMEAZHRRRPHFRE, REFEZHEFHEM
HEEZNE 1]

EFNAFRRAIMPNOANRFRER., ENYEFRENS
WUEY, ZELEHMUSWARSIEFETH, ERERE (MS)
BB AR, ARRX—E/, B REERAROR
REERTE AgNO, HIEIHEZEE (SPE) SRS EEIES (2] %
—EHRIRE S ERRERBERTRAL SN TR, AW, X
YRR EEER AR ARESR.

BFRHGESHBAMHRE, BE. £5F. 8% BENRE
(QUEChERS) 753 2003 £/ Anastassiades %A [3] BEXHEH
. EREMFREEAMNZIAT., SHEATATRRERF
HRESHENN. LER, BRARIXAERILAHTT IR
IN o

IEET, SBEASIRE TET QuEChERS BIEHARS GC-MS/MS
HESRTRNKRMEE (BFEXNKT) ZHBEREIN
W& [1,45]. A, ZEREPHAMEIE 200 ZFKAIHT
S, FEBERNMEBTRFLRN—TIHR, ZHRANA
QuEChERS 5 GC-MS/MS #H&& A MEZMATTHM 213 #k
HWKE (6], ER2—MET QuEChERS HRFTRIES GC-MS/MS
KRNEEENES KB AL, BTHEZMAFHRE 200
SHRAGHITR.

MEERE

HPLC RZIEFZERZEE; EIFEMERFH QUEChERS FEETE:
& (445 5982-5650CH) , QUEChERS SR EHZERRFE
(AT AFHHIXAEEGS A 5982-5056, FFIEZMAFZEHY
57 5982-5256) .

REGFFHERME Chemservice (West Chester, PA, USA) #1 Dr.
Ehrenstorfer (Ausberg, Germany), 5 pg/mlL ffEEIRERR
(FHARAHREGREY) MNRER FELE B, 1pg/mL)
MZBZ BB, EERET -20 °C THE.

WE 4G
SHeERs
SHEERS Agilent 7890A 5 Agilent 7693
Shpige3E]
Bk Agilent VF-1701ms, 30 m x 0.25 mm, 0.25 pm
(&B#5 cP9151)
HBMAIEE 40 °C R#% 1 min,
1L 40 °C/min FHEZE 120 °C,
L5 °C/min FHEZE 240 °C,
L 12 °C/min FHEZE 300 °C, F47#% 6 min
55 a8
wiE 1.0 mL/min
HEORE 280 °C
HEE 1.0 pL
HHER A9, 1.5 min BFEKRE
it
g RS Agilent 7000B ZEMHEHSRBEA RS
BTE El
BTURE 70 eV
BFREE 280 °C
TARAT R Q1150 °C, 02 150 °C
BOEE 280 °C
AFIIER 3.0 min

AR RANHEE MRM BF R EMSET FHRE,
* IR ARICHE TEAEMR AL 7000C GC-MS/MS #17010 GC-MS/MS.




HmAhE

FRER 10 g IRERIHESR, BT 50 mL EREOES,
TN 10 mL ZEER—HESRF, AEMA QUuEChERS 2B,
SEEHERBOEFRFRANRE 1 54,
13 4000 rpm HIEREE L 5 S5,

3

#% 6 mL EiEWBZE 15 mL QUEChERS SEELEH,
BERRSRHFIRIERS 1 94,
SXIEIL 4000 rpm RIFEIEE L 5 44,

3

#3mL EEREBE 10 mL BEEOESR, FMA 75 ul RIRER.
E A0 CKBRPRESBELERRERT.

3

BRBWERT 15mL ZBRZEH,
FFF PTEE JEHE (0.22 pm) EHERLE GC-MS/MS 4.

FHiERIE

B ERERRRVES EEBETEEE. £2. 5. 10. 20,
50. 100 1 200 pg/kg £ NMRERRIAET, #HTRMERZE
S, MR, BIMAEREENATERTHE 30 28, Al
SERIRE, FRERCERLEFETEITYEKE, TET
SMEF AT MRS ERYMEHTTIEN. SHRANEER
HEFEBERLER, HABHEXAZREH Z R EMBR
BREZKNRRBIEMRKE,

HR5HR

- g (]
ERHMN (VE) ZBFARHNERAN S ROATNESIHIR

e, FERE, £ GC-MS/MS HHTHEERMAES SRR,

EMEE N TR RATEREN AN T @ EERHEROPEFE
RiENS (R, £RETE). MHSEEHNAETRER

BERARERK, EERANMERZELAFEE. BRAME
SHrmEEHEENERLEREXRET, Fit, #RE
ZIRERMN, BERYMETTHARXITE.

ME (%) = T2z ~Mam _ 1| x 100
Mgy

H ME DRI, mgg 0 m g H I HERRRAFIREM
B ANHE,

B[R (0-20% RUMHISILE) T2, KM, MRRGF
BIhE (20%-50% RUHDHIILIR) SH58 (>50% RUHDHIaiLig)
HRGNAm, WhmF BT % mRE 2 m,

ERFRPEZNAGNERY L Z GAFERITFER. FHK
HRUHEFRIEBHN. K4 37% MRARIH HEFMM,
30% RAHPEERNME, HF 32% WRMHBERWL., ER
AR A ERCEREREX T GC-MS/MS STEHRNEE
AR5,

ST ER

ATERYENEE, ERERCEGEHTEENN. REE
Bl7E 2-400 ug/kg ZEMERALERHERN S (RANGR
&, WIRREA 50 pg/L) , KR, ERMHERT, ERHA
MIEMAEX RS (RY) ATFET 099, MLAHAIIARNES
S, EERENENIEREN TR, B 2138 KREE 2.
5. 10. 20, 50. 100 #1200 pg/kg BIRIAET, ENMFEMAE
WANETHRIE, KENTERETEWRERMENITERE
ERHTNE, HENHZREGHREKENESREREEK
MREEIENRRE, E4ESES5HE SANC0/12495/2013 B9
#1171, 213 HRHGMEERNT 2-10 pg/kg 218, FEEFLER
d1, 213 FKZHAg 196 EE 2 pg/kg NEER, EAFERF,
213 KA 176 AT 2 pg/kg HEER,



B EFRE R

BEFMEKELTEEFZNAFR 213 RAZAMLLT
QuEChERS Fi&#tfTiffh, ZERKEHRRF, BRGNS

MRGHEFRRERBE S ERERE, £2. 5. 10, 20, 50,

100 #0200 pg/kg £RIKFH#ITERIBESRLS, SMRIMATE
WA ETHERUR, EEREXRS, 213 HRAPHSEK
AEWER 80%-120%, HIFRERENT 20%. B 1 BRTIE
KMAFFHRIKERA 10 pg/kg 100 pg/kg HAAE RGN EE
#R,

2001 o 43 (10 ng/kg)
180 m 3£ (100 pg/kg)
160 K7 (10 pg/kg)
= A7 (100 pg/kg)

140
120
& 100
& 80
60
40

20

40-60 60-80

80-100
Bl (%)

B 1. IEFHATER 10 ug/kg B 100 pg/kg KEGHEKE R

100-120 >120

BRI

AERAERRFEHERYE. RELRFESHTTHEH =K
TR\ ERXMATHER. ARERPREHEKY, M\ E
EHGPRET 17#KE, R 1JETHE. BENEEERRE
BRIFE (EPA) URERER (EU) MIERIR H R RAKBREN
REFXHSPHRERE, FERHNRGARHFMEER
7, HieE. BEMNM=WBNRLREEES. EREERTP,
BN, BEN. BERN-MBMORESH TEEEE, Kl
HIRENFEIX 3.33. 2.66. 1.74 #14.27 mg/kg. SHiiE (#
m5) . BEN (BH1 4 NEEHE (BH23) %R
REBHTHEMENSAKERE. NHFENE, FLIMH
mPRHTATERRY . SEEE. PHSMERR (P
HRi514) .



£ 1. WMEHMHFHEF LR PRI KL KE (mg/kg)

MRL (mg/kg) JEFHS (mg/kg)
RE E B& EPA B 1 2 3 4 5 6 7 8
il - 05 0.05 0.05 ND ND ND 0.00815  ND ND ND ND
Hoe 0.1 02 0.1 05 <L0a 00158 00139 00120  3.33° 00237 00192  <LOQ
SESE 0.05 5 6 05 ND 0.353 0.272 ND 0.0275 ND ND ND
AN - 4 4 0.05 0.0426 0.00222  0.00635 ND ND ND ND ND
BRI - 6 6 05 00185  0.00251  0.00399 ND ND ND Loa ND
A 0.02 0.002 - 0.01 ND ND ND 0.0131 ND ND ND ND
SR P B B B 0.00204 <LOQ ND ND ND <L0Q ND ND
FER - 02 10 0.2 <LoQ ND ND 0.00576  ND ND ND ND
EEM - 1 - 0.02 ND ND ND ND 0.110 ND <Loa ND
R 03 - B 0.00317  0.0153 0.00267  ND ND ND ND ND
A - - - - 0.120 0.0158 0.0151 ND ND ND ND ND
S 02 5 - 0.01 0.456° 0.0358  0.0615  2.66° 0.0460  0.00623 ND ND
IR - 0.05 - B ND 0.136 0.254 0.00299 ND ND ND ND
BB - 3 3 1 1.742 0.7372 1.09° 0.0130 ND ND ND ND
= IS - 0.1 - 0.1 ND ND ND ND 0.0201 ND ND ND
=EE - 02 - 0.1 <L0a <LoQ ND ND 0.0644  ND <Loa ND
= - - - B 4.272 0.154 0.447° 0.00562  <LOQ <L0Q ND ND
 BEMXLHRHTHE, BRIKELTLIEEEA
ND = Kt
B =MK%
P = ZIFAF KRB F
ERRAESRMARFENILR “it

KEXGEPRAKENA M EATIEN —LRRPERE,
AXHRARFESRAATERLEETIRS.

e R T ERFATH 200 HHRE, MEMELRE
HRRPRABNRENDES

EERRETD, ERBEYRTUREERSEMER N
BRI TR BREI AT ER T A RIE
HRENRENERNEED, ERREERE
AEHRAHRE TIREAEER (2 ng/kg)

ARRFEREBRIN AT EMA TERMLFR 213 MREGHNE
KBS, ANRETHESHEKE. BREMARE, RAZ
HEERTERNAFHRAKBENEASNT, SHAMBXH
R, RAEFERGRNYE. EER. HRENRENAE
BEAERFFSUHE.
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Pt %
Frit REH (R BB R F 3 S8

RE tp(min) MRM1 CE1(eV) MRM2 CE2(eV)
A4

BER 8.52 109-79 5 184.9-93 10
ZHBETR 9.09 153->96.9 10 21397 20
F s 10.12 14195 5 95-79 10
ZEFERE (26-(BER) 10.71 171100 25 1711361 15
EREE 12.46 127109 10 12795 15
HHR 12.8 207.9->180.1 5 207.9-93 10
BEER 13.33 126.2-55.1 10 1262831 5
REH 14.89 154.1->83.1 5 83-55.1 5
RAR 14.94 121771 20 136=121.1 10
= R 15.32 14296 5 13694 10
~AEE 15.51 283.8->213.9 30 283.8->2488 15
R 15.88 157.9~>114 5 157.9->97 15
ZTHAER 16.21 275.9->202.1 15 315.9>2759 10
RHBK 16.42 151.9~117.1 10 1959181 5
TRRE 16.97 110-63 25 11064 15
TRUEHRE 16.97 237.8->145.9 10 201.8-145.9 10
a-BHC 17.55 217181 5 2189183 5
RZEHFEE 18.4 17294 15 187172 5
TR 18.46 230.9>175 10 2309129 20
HER 18.69 268->184.1 20 142.9->83 15
FHEAR 18.72 317.9>199 15 3179548 10

6



RE tp(min) MRM1 CE1(eV) MRM2 CE2(eV)
TEEIER 19.06 233.9-110.1 15 260.8—137.2 15
BURBE 19.19 152.9->96.9 10 271->96.9 30
iz 19.4 214.2>172.2 10 229.1-581 10
SRR 19.59 206.1->176 10 160.1-1241 10
[EESE 19.7 138110 10 13864 15
RIEES 20.21 203.9->91 5 121.9->121 15
353 20.35 278.9>222.9 15 22292049 15
AL 20.39 238->166.2 10 166->55.1 20
RR 20.82 86.9->46 15 142.9-111 10
A%k 20.87 127.1-109 10 127195 15
ZER 21.21 174-146.1 10 22291472 5
g 21.59 188.1->160.2 10 1601321 10
R IIERS 21.82 290125 20 2329151 &
REX B 21.88 229.9->136.1 5 229.9-106.1 15
ZHE%R 22.04 187124 20 197.9>145 15
T E R 2223 198->82 15 198->55 30
AER 223 234->146.1 20 2201921 &
KEF 2257 10072 5 124.9->89 15
RHAER 22.95 238->162.2 10 162.2-1332 15
R 22.97 170-93 5 197.9-92.9 10
R 23.38 330.8->315.8 15 32883138 15
i 235 278169 15 278109 15
XTEBE 23.56 148.9-119 5 108.9-81 10
=R 24.11 208->181.1 5 208111 20
X 24.25 290.9-109 10 1389109 5
RE S 24.34 199->121 10 24111991 10
S 24.68 212.9>121.1 10 21291851 &
R 24.89 146118 10 146->91 30
KEM 25.15 248-192.1 15 2481571 25
FREERE 25.46 15397 10 1249969 5
TR 25.58 195103 5 195->60 20
p.p'-DDE 2573 246.1-176.2 30 3158-246 15
AEE 25.86 160.1>72.1 10 72->56 10
T B 26.12 198.9-143 10 152.9-96.9 10
DEF (Ftnt#%) 26.17 202147 5 169->57.1 5
VBB 26.18 223.2-222.2 10 22222072 15
BEE 26.31 205->188 15 207190 15
=g 26.39 16870 10 128->65 25
RESEH 26.45 266.9>159.1 15 268.9-161.1 15
HER 26.57 262202 5 162.1>132.2 20
o,p'-DDD 26.78 235->165.2 20 2371652 20
KE 26.88 130-102.1 10 1481301 10

7



RE tp(min) MRM1 CE1(eV) MRM2 CE2(eV)
BAEE: 26.89 11689 15 116->63 30
EEHR 26.94 1749112 15 174.9->76 35
0,p'-DDT 27.36 235->165.2 20 2371652 20
R 27.62 188.1->88 35 118.1->89 25
Hh Btk 27.69 196-139.9 15 1681399 5
VA 27.85 272.9>193.1 5 2729108 15
ZEmER 28.08 252196 20 252146 30
g 28.21 324.8->268.9 10 296.8>268.9 5
i 28.21 173->145.1 15 2809173 10
p.p'-DDD 28.41 234.9->165.1 20 236.9>1652 20
v 28.45 153->96.9 10 199->143 10
BER 28.76 237-208.1 30 271.9-237.1 10
RER 28.85 212.1->182.2 10 26411942 15
F5HEBR 28.88 11689 15 116->63 30
ERIR 29.18 176.1->103.1 25 176.1=131.1 15
BER 2953 172.9~109 5 201109 10
R 29.6 140-125 10 2918156 15
= 29.71 161.2>134.2 5 161.2=>106.1 10
A% 29.76 181.2->165.2 25 181.2>166.2 10
g 30.28 275.9->171.1 10 3329171 15
RIHER 30.46 183155 15 185->157 15
IR 305 192->138.1 10 192111 25
e 30.63 164-107.1 10 164-77.1 25
KR 30.64 250125 20 125->89 15
] 30.95 136.1->96 15 136.1=>78.1 20
TRE R 30.99 320122 10 140->98.1 10
EPN 31.07 169->141.1 5 169->77.1 25
IR 31.08 171711 10 171->85.1 10
BRI B 31.17 238-237.2 10 2681802 20
o SR, 31.47 226.9->199 15 158.9-131 10
U 31.54 225.9->184 5 2259157 10
itk B 32.09 221->193.1 10 232-2041 10
SRR 322 251-139.1 10 2191071 10
k] 32.2 183.1->168.1 10 183.1=153 10
AR R 3253 147.2-117.1 20 14721322 10
SEHE 33.88 163127 5 163->91 10
WE B B e 34.6 140112 10 14076 25
FULHEE 35.17 167->125.1 5 2249119 15
REHEE 36.75 252,993 15 1811521 25
B4

WEH 6.82 100~72 5 16172 15
BE 9.88 154.1->153.1 15 153.1-152.1 15



RE tp(min) MRM1 CE1(eV) MRM2 CE2(eV)
1THER 11.26 211.1->183 10 183140 15
R 13.19 206—>191.1 10 2081931 10
MSFHER (TCNB) 1452 260.9->203 10 2149179 10
120547 15.53 143-79 10 175->79 10
b3 16.08 169->168.2 15 168—167.2 15
T H 16.26 121-77 20 121=1031 15
ZTAR 16.65 292264 5 292->206 10
Ziamk 16.81 144.9->109 15 108.9>79 5
RS 16.98 26075 5 23091289 25
SEER 17.26 153-125.1 10 153->90 25
ASWHEX 17.69 236.9>118.9 25 236.9-142.9 30
SRR 182 155.9->110 5 109.9->79 15
PR 18.44 211->169.1 5 169->154.1 5
ZER 18.5 137.1>84 10 137.1-54 20
REEM 18.65 204.1->107.1 20 125->89 15
izt 18.72 127109 15 12795 15
BB 19 198->183 15 198118 35
y-BHC 19.19 217-181.1 5 181145 15
REAE 19.38 164.2->149.1 10 14911211 5
ZVEmREE 19.39 181->153.1 5 1681531 5
Sz e 19.52 214.9~>58.1 10 21492002 5
2= 19.62 201.1-173.1 5 20111862 5
TR 19.78 228.9>173.1 5 1729-172 5
FaE 20 21461 10 155->127 10
SR 20.27 161->119.1 5 161146 5
ASEE 20.38 262.8->192 20 2649194 20
LS 20.44 173145 15 175147 15
RESTE 20.82 285.9>92.9 20 287.9-92.9 20
KRF 21.17 262.9->192.9 35 2549220 20
R (RS 21.32 285->269.9 15 2869272 15
BES 21.39 213->58.1 10 213-1712 &
FE T 21.44 265250 15 26593 25
IEE 21.88 226->184.2 10 1991841 5
B-BHC 22.1 217-181.1 5 181->145 15
o 22.36 198.9~171 15 196.9-169 15
HFR 22.37 227-170.1 10 227->58.1 10
£BH 22.37 241.1-170.2 15 1851701 &
HER 22.71 296.8->268.9 10 298.8-2709 10
RRE 22.79 2565.1->222.1 10 256.1->180.1 20
A-BHC 22.99 217-181.1 5 181145 15
ZEBERS 23.1 318.1>166.1 10 3181182 10
A% 23.13 12795 15 127109 10



RE tp(min) MRM1 CE1(eV) MRM2 CE2(eV)
DR 233 172.9-99 15 1578125 5
RIEFRHS 235 277260 5 277.1-109 15
HER 236 153=>111.1 5 111.1->55 15
sk 23.76 206.9>161.1 5 1611051 10
WE I 23.78 225.2->224.3 10 224.2-208.2 20
kil 24.1 229-200.9 10 229121 25
ZRKER 24.15 251.8->162.2 10 251.8-161.1 15
o.p'-DDE 24.43 246->176.2 30 2481762 30
ZERmB 24.66 358.7->302.8 15 30282847 15
8 (DCPA) 24.7 16199 30 161->90 25
KBRS 24.85 135.9->108 15 135.9->69 30
FhE 24.88 266.9>159.1 15 322.8-266.8 10
EX&EH 24.97 372.8->265.8 15 27172369 15
B 25.39 336—>217.9 20 1709136 10
TERE 2553 236.9->160.2 5 176.1-147.1 10
A 25.78 266.9>239 5 266.9-221 20
RER 26.1 328.9>109 22 3309-109 22
IR 26.17 277241 5 262.9->193 35
AT HER 26.27 221-193.1 5 1761911 10
R 26.4 144.9-85 5 1449-581 15
BB 26.50 96->67.1 10 96->53.1 15
HIREE 26.57 207.9->63 30 338.8-268.7 15
HER 26.77 128-72.1 5 128-1001 10
T 26.89 285.9->202 15 20092 10
CIE 26.96 231175 10 256->82.1 10
SRIHER 27.22 175111 10 11175 15
B 27.35 236—>125.1 10 125.1->89 20
MEARER 27.44 281.9->238 20 281.9->91 20
BER 2752 162.1->85 20 1621134 5
TiEIN 27.69 196—>140 10 168140 5
F 27.83 256->212.1 15 256->170.1 25
REE 27.97 251.1-139.1 15 1391111 10
MRER 28.17 202->139.1 20 2829253 10
ZHEBER, 28.33 213153 5 213-96.9 15
Z ik 28.45 230.9->129 20 2309175 10
HEE 28.68 190~126.1 10 190-75 20
SEWER 28.87 267.9->232.1 10 269.9-232.1 10
kel 28.97 366.8>212.8 25 368.8-2148 25
A 28.98 179-125.1 10 179->90 30
MR 29.01 139111 15 13975 30
p.p'-DDT 29.02 235->165.2 20 2371652 20
XRR 29.05 14877 35 148-105.1 20
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RE tp(min) MRM1 CE1(eV) MRM2 CE2(eV)
o.p'-REEHH 29.11 227.1->121.1 10 2271911 35
RER 29.51 339.9-252.9 10 2531621 15
I 2953 172.9~74 45 258.8~>69 10
B 30.07 309.9->105 10 135.9->92 10
B 30.28 248-154.1 20 2481821 10
EER 30.35 163->132.1 5 163=117.1 25
Z 3045 141-63.1 30 141113 15
SR 30.57 218-109 15 217-92.9 10
&% 30.69 264.9>210 10 2079181 5
AR 30.96 171-77.1 15 1549-771 15
AR RS 31.03 340199 5 2042031 5
T Bk 31.33 160-77.1 20 1601331 10
TRER 31.49 340.9->309.9 10 189.1-126 20
AR 31.88 207.8~>181.1 10 181127 30
\EREASE 31.88 208181 5 181.1-152 25
RRHE 31.89 182~111 15 1821021 15
FERE R 32.05 192-136.1 15 192-109.1 30
AR 32.56 132-77.1 15 160-77.1 20
A 32.98 340298 15 108->57 15
RS 33.75 361.9->109 15 210182 10
AP 33.88 162.9~>127 5 19891701 25
AL 34.31 156.9>107.1 15 1989157 10
R 34.78 197.9~129 5 128.9-1021 15
T- RS 35.83 25055 40 250200 40
RERFIRR 36.42 322.8->264.8 15 264.9-202 20
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