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GCMSMS JENEF 55 30 MENRRE

RER

GCMSMS-284

HE:, AXERDR=EMRTSREEBMN GCMS-TQ8050 NX 23 T4 30 MBS RAKR B EMEN 5%,
7£0.01-0.2 ug/mL REBEA, 30 fRAIRERLLERXRIIIKRT 0.998, BURE SN 0.01 ug/mL txERKRE
i 6 5, BIRYIIEETR RSD% /N F 6.0%. EIAREIEES S, MIARAKRE 0.01 mg/kg, 30 MRZIIAREIUK
KDL 66.8%~122% Z 8., LWERIER: ZH5EH, REES, AFNF 0 HENIRAZEENER
HOFENEE,

XHiE: SEMRITSAERERAN RAKE 40 BNLS

FAYR:
o XAGENEIERME, 30 MEINSRAREBEFNI/BRRE,
S FINFRXARBREZEEREL . GC-MS/MS E, BXIMEIERTIL, £RT%E,

ENMSRAGENBAEEN TR PHOEEE
lz—, BERSNBARBENHIETENE
&, FinsMBIRAR R ROEMEKE,
SHENKRGEKRRESEHNARPESE, B
FREiEHEIITHE.

ENMSRGRADWTIMME, 2FESTHAR
RERER, SREEBSERIRR. BETHES. &
RINBERIRUAR STEIE. TEKMES AN
BIIBZREEXES RS, XUESSHE/LE
NINEEZRIREL T E X P E R FINBERI R E T
Fit, ENADBAEAHPHNBENKSREGZENXS TF
MAXRBETRXESRYEXETE . KERABKER

W XKEES
1.1 128

GCMS-TQ8050 NX =E MUtk ITFS B & FRikEx Y

1.2 i 5b
e E &
H R B F
HEDRE @ 280°C

HERHAX . ELRE
B R"R 2 1.2 mL/min
#E A X i =
#HoE 8 1 uL

SV E GB 2763-2021 { BRZ2ERINE BRPK
HRARZEBRE) METFNFENIRAREE,
It 30 M ENTKREGREEDHTE 0.002-0.05 mg/kg
208,

AXB% GB 23200.86-2016 ( EREZ L ERIR
EARAFRPSHENERAZEZEHNNE S48
B - R/ RiEE) , XBBE GCMS-TQ8050
NX, BT 30 MENSRANUEE, NEFT
TENSRAZEE. AHERBES. ERER,
LW E GB 23200.86-2016 FINESR, TR
¢ 30 BN RAZZNVRMIZHSE,

SH-1-35Sil MS (30 mx0.25 mmx=0.25 pum)
55°C (1 min)_40°C /min_140°C (5 min)_5°C /min_210°C _10°C /min_280°C (10 min)

B F B X E

B F R R E : 230C
BiERIEEORE © 280°C

W g B K FEREE+0.7KY

X £ # X : MRM, BFEALE
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W #RaltE

| TR AR 109, BF 50 mL BOED, 1A 20 mL 25

JRHE 1 min ‘

‘ IO 4 g TKIREREE . 1 g BEERTA

EIZYESZ 10 min
4200 r/min B 8 min

[ It E BT 100 mL RGOS, AR 20 L ZEEERN 1R, AHEIH

ACHEETET, M2mL 2 - PEES

O - BRESER (3:11) 10mLEHERZERIERE, BRERLY 2mL, MEEESASIKREE
EAEMEERBUMEL (500mg, 6mL) , BZRE - BRBEAER (3:1) 20 mL %, URERFK

QCHEFEET |
{ ESHEEAEAE 20mL, 12022 um EHAE, 4t GC-MS/MS 57 |

1 HmEratEiREE

ERS5WIE
3.1 iR EIEE
30 MENKRATESTRSIEELE 2, FAEEAR 1,

(x1, 000, 000)
5.0

" 15 18 5o 23
1.0

s A6 | 2 2

o 0, 13717 Al [T 2y,

2. 54

20

15—

L(F:

0.5 LJ Ldm/l —
0. 04 .

T — T T T T L L L B B B B
20.0 a0 220 230 240 25.0 2.0 27.0 28.0 29.0 30.0 3L.0 32.0 33.0

B2 30 MENKRARESTREIER (2pg/mL)

x1 30 FMRAGERE

RERE TEBFN MEBRE ZSEBETN WHESE
(min) (m/z) (V) (m/z) (V)

1 Py SBHER Tecnazene 117-18-0 16.445  260.9>202.9 14 202.9>142.9 22
2 NEE Hexachlorobenzene 118-74-1 18.504  283.8>213.8 28 285.8>250.8 22

HXATR CAS S
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a- 737378 alpha-BHC 319-84-6
hSEER Quintozene 82-68-8
VAVAVAVAN gamma-BHC 58-89-9
B- 757578 beta-BHC 319-85-7
t= Heptachlor 76-44-8
R Pentachloroaniline 527-20-8
RVAVAVAN delta-BHC 319-86-8
X EEF Aldrin 309-00-2
i Eﬁiﬁg Pentachlorothioanisole  1825-19-0
aisET oxy-Chlordane 27304-13-8
WSS eﬂﬁitiﬂf.;e 28044-83-9
RAFFHF trans-Chlordane 5103-74-2
o,p- TP o,0'-DDE 333-41-5
RS+ cis-Chlordane 5103-71-9
a- i alpha-Endosulfan 959-98-8
p,p- EiEF p,p-DDE 72-55-9
IKEEFH Dieldrin 60-57-1
o,p- EEE o,p-DDD 53-19-0
SINESF Endrin 72-20-8
o,p- EEIF o,p'-DDT 789-02-6
p,p'- p,p-DDD 72-54-8
B- 3 beta-Endosulfan 33213-65-9
p,p- T F p,p-DDT 50-29-3

SINECFIEE Endrin aldehyde 7421-93-4

Ty R A Endosulfan sulfate 1031-07-8

B S Methoxychlor 72-43-5

SIXECFIER Endrin ketone 53494-70-5
RAIUR Mirex 2385-85-5

19.156
20.466
20.958
22.249
22.492
22.721
23.319
23.674

24.106

25.207

25.783

26.225
26.347
26.516
26.608
27.157
27.376
27.664
28.157
28.331
28.564
28.798
29.192
29.364
29.852
31.014
31.578
31.930

180.9>144.9
264.8>236.8
180.9>144.9
180.9>144.9
271.8>236.9
262.9>191.9
180.9>144.9
262.9>191.0

295.8>262.9

185.0>121.0

253.0>217.9

374.8>265.9
246.0>176.0
374.8>265.9
194.9>160.0
317.9>248.0
276.9>241.0
235.0>165.0
262.9>228.0
235.0>165.0
235.0>165.0
194.9>125.0
235.0>165.0
345.0>281.0
271.8>236.9
227.1>169.1
316.9>101.0
271.8>236.8

16
10
16
16
20
22
16
34

14

12

24

26
30
26

24

24
22
24
24
24
24

18
24
16
18

218.9>182.9
294.8>264.8
218.9>182.9
218.9>182.9
273.8>238.9
264.9>193.9
218.9>182.9
292.9>219.9

295.8>245.8

185.0>85.0

253.0>183.0

372.8>263.9
248.0>211.0
372.8>263.9
194.9>125.0
317.9>283.0
262.9>193.0
235.0>199.0
244.9>173.0
235.0>199.0
235.0>199.0
338.9>160.0
235.0>199.0
279.0>243.0
386.8>252.9
227.1>212.1
316.9>244.9
273.8>238.8

GCMSMS-284

12

16
18

26

30

26

36

28
26
28
24
14
34
16
32
16
16
18
16
10
16
14
20
18

32 iEH AR REEIEE
= B FPREGR AR, Bohl 30 MBENKRAIRERR, SRGREHES 5179 0.01.0.02,0.05. 0.1,
0.2 pg/mL, BX1 pL it , URBENELYR, IEEIR AN LIRATIRER L 30 MRARERL (BT RIER,
XIVH—EB ) WNE 3 PR, SERAGEEBEXRELEK 2, BORGNRECIEEWE 4 Fix.
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GCMSMS-284
Area Area Area
| SRR - gamma- 757575 - 3ECFH
-y = 864350.3x - 1685.051 -y = 2754203x - 5774.696 -y = 594280.3x - 823.7257
1.5€5-Re= 09987 R =09993 JR2=09983 R =0.999 1.0e5-{R?=09994 R =0.9997
] curve Fit: Linear 4.0e5 - Curve Fit: Linear : Curve Fit: Linear
1.0e5 | Weighting: Non : Weighting: Non _| Weighting: Non
. - Zero: Not Forced _| Zero: Not Forced | Zero: Not Forged
i 2.0e5] >0e4
5.0e4 7 _
0002 000 00e0-E————————
0.0 0.1 0.2 0.0 0.1 0.2 0.0 0.1 0.2
Conc. (ppm) Conc. (ppm) Conc. (ppm)
Area Area Area
7 o,p'-DDE -| BIKERHI SRR
1.0e6 2y = 5509874x - 11710.90 4.0ed 7 y = 206316.7x - 548.7955 8.0e5 |y = 4064811x - 9340.946
JR2=10.9990 R =0.999 JR2=0.9986 R =0.9993 b RZ=0.9988 R =0.999
7.5e5 I Curve Fit: Linear 3'OE4j Curve Fit: Linear 6.0e5 | Curve Fit: Linear
7| Weighting: Non -| Weighting: Non 7| Weighting: Non
505 _f Zero: Not Forged 2.064{ Zero: Not Forced 4.065—;
2.5e5§ 1.0e4 ] 2.0e5
0.0eo - T 1 1 T 1 1 T Tr T 1 | 0.0eo . LN N R I B R R R 0.0eo - L L L L)
0.0 0.1 0.2 0.0 0.1 0.2 0.0 0.1 0.2
Conc. (ppm) Conc. (ppm) Conc. (ppm)
E3 B9 RANERZ
Q 260.90>202.90 (+) 2.61e3 Q 180.90>144.90 (+) 8.45e3 Q 262.90>191.00 (+) 2.04e3
100.00 Y 100.00 Y 100.00-
% % %
0.00 - ——F—FF——F" 000 44— 0.00 —
16.0 16.5 20.5 21.0 24.0
RT (min) RT (min) RT (min)
MEEER VA AVAVAN X
Q 246.00>176.00 (+) 2.11e4 Q262.90>228.00 (+) 7.62e2 Q 271.80>236.80 (+) 1.15e4
100.00 - 100.00 — 1 O0.00 -
% % %
000 - =—F—7—F+—FF"7— 0.00 ——— — T 0.00
26.0 26.5 28.0 28.5 32 O
RT (min) RT (min) RT (min)
- R SIEF KINR

E4 SHRBEEEEEE (0.01 pg/mL)
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*2 30 MENSERGFERLRETE. AMBEXRER. QEIR

GCMSMS-284

Fs REGZIR HXERE (R) 1RHE (ug/L) FS RAGEZR HXERE (R) HBHER (ug/L)
1 UERRISESS:S 0.9993 0.092 16 =t 0.9996 0.069
2 NEE 0.9995 0.072 17 o- A 0.9992 0.275
3 a- AN 0.9992 0.018 18 p,p- R 0.9994 0.043
4 ASHEER 0.9990 0.421 19 IKEEF 0.9997 0.410
5 VaVAVAVAN 0.9992 0.026 20 o,p- A 0.9993 0.334
6 B- 737578 0.9993 0.074 21 SN 0.9993 0.365
7 ts 0.9992 0.037 22 o,p- TEEH 0.9987 0.027
8 ASER 0.9996 0.070 23 p,p- EEE 0.9992 0.007
9 [ RVAVAVA 0.9993 0.087 24 B- B 0.9997 0.965
10 KR 0.9997 0.764 25 p,p- R 0.9986 0.010
11 PEAISEERB 0.9993 0.074 26 SIKECFIEE 0.9994 0.537
12 ST 0.9995 0.597 27 A RERES 0.9996 0.198
13 ARELR 0.9995 1.093 28 BEEE®D 0.9992 0.063
14 RS 0.9998 0.058 29 SIXECF B 0.9999 0.906
15 o,p- EWEF 0.9995 0.041 30 RIYR 0.9994 0.026
33MHRERES M

EX 30 fP B REGIRERT

Fs
1

O 00 N o0 U1 B W N

—_
o

12
13
14
15

REGATR
IWESRIZE-E3

BEASRERB
aE
AREtH
RAKFT
o,p- TEEFE

IEER 1

7869
21331
30213

5843
25602
25358
18904
14315
23734

5420
10876

7825

1904

8506
50876

7788
20728
29611

5786
25409
25298
19244
13907
23107

5504
10648

7591

1954

8307
50804

(0.01 pg/mL) , ELLHEE 61X,
ZIVERREIBTTEMNSBOER (3EBE1R, BEEIE) , 30 PENSKRATEFNERPEERIL EX 2,

x3 FPNERY 0 HENIRBEMREEN (n=6)

IEmER 2 IR 3

7736
20838
29419

5874
25021
25371
19122
13791
23415

5320
10562

8404

1747

8481
49781

TRIFEEREE N, WELRAFK 3, RI\E

IEmER 4
7849
20962
29838
5913
25657
25259
19599
13853
23898
5439
10810
7489
2043
8478
51409

IZmER 5

7982
21375
30622

5927
25402
25719
19782
14435
24556

5664
10931

7622

1994

8564
51977

8219
21527
30895

6228
26492
26084
20239
14286
24841

5683
11155

8071

1890

8668
51741

IZEIR 6 RSD (%)

2.20
1.55
1.93
2.62
1.92
1.27
2.51
1.97
2.77
2.60
1.95
4.44
5.35
1.40
1.55
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16 [ pas 7424 7220 7138 6986 7181 7535 2.76
17 a- Bt 3991 3847 4092 3896 4353 4057 4.45
18 p,p- EEF 17205 16190 15894 16089 16457 16679 2.89
19 IKESH 2763 2457 2529 2497 2583 2702 4.65
20 o,p'- 67232 66465 65145 66083 63113 64420 2.29
21 BIKESH 1598 1584 1617 1728 1759 1702 4.46
22 o,p'- TEHIH 46280 48577 48844 48415 50021 50534 3.05
23 p,p'- 75740 74887 74172 76799 75778 76319 1.26
24 B- B st 2194 2066 2145 2005 2181 2179 3.58
25 p,p'- TEEH 46968 49274 49727 50134 52377 52815 4.28
26 SIKECFIEE 1209 1206 1096 1194 1293 1289 5.97
27 R RER e 13674 13829 13706 13824 14468 14306 2.39
28 BEH®S 32518 34080 33695 33409 33710 34939 2.36
29 FIKECFIER 1561 1689 1603 1682 1629 1646 297
30 KR 37448 37828 37744 37818 38362 38215 0.88

3.4 fitREI K ZE LR

INAREIRERSER S, JERERE B4R 30 BN RGRERR, MNRRE 0.01 mg/kg, MiREmRIZETEREE
IR TR 33, BN . SREGMMRELER DT 66.8%~122% 28, NIIREREFMLERIRE 4,
B hntRtEmiB BN E 5,

(x100, 000)

0.50- :‘ | ‘

! - || || J‘ ‘ h M |

0.25 | I “ i “ | | I

% . N I UL l ‘ m MW ‘ L |

z
16.0 17.0 18.0 19.0 20.0 21.0 22 0 23.0 24.0 25.0 26 0 27 0 28 0 29 0 '30 0 31.0 '32 0 33.0

B 5 4tFEmints 30 MANSKREGIEER (IRRE 0.01 mg/kg)

x4 30 HENERGMFERELER (n=3)
HIFRIRE 0.01 mg/kg

REGZTR
B 1(%) EUREE 2(%) ERZE 3(%)  FHEURE (%)  RSD%(n=3)
1 M RBEER 116.68 114.64 115.78 115.7 0.95
2 AT S 94.14 98.98 98.30 97.14 2.76
3 [ SVAVAVAN 118.84 116.78 117.08 117.57 0.97
4 HREER 119.88 116.12 115.78 117.26 1.91
5 VaPAYAYAN 119.26 117.9 117.24 118.13 0.90
6 B- 7X787% 122.00 118.94 117.9 119.61 1.63
7 ts 98.02 100.48 101.26 99.92 1.77
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8 BEER 108.70 110.52 108.64 109.29 1.00
9 RVAVAVAY 121.06 119.32 117.92 119.43 1.60
10 R 90.44 97.72 99.42 95.86 533
11 BT SRERE 97.30 100.38 100.2 99.29 177
12 sa 110.74 114.28 110.62 111.88 0.73
13 RRELS 118.16 118.52 118.16 118.28 0.19
14 RREH 107.28 110.06 110.1 109.15 1.61
15 op- HTEE 103.30 107.5 106.54 105.78 217
16 IR S 106.52 109.06 110.56 108.71 1.93
17 a- Tt 113.60 114.28 121.02 11630 1.44
18 p,p- TR 98.66 103.82 103 101.83 2.74
19 IKEERI 117.90 120 115.66 117.85 1.64
20 op- TEHE 112.76 115.68 11832 115.59 2.53
21 SIKEF 108.20 110.98 11432 11117 2.87
22 o0 T 89.00 96.66 973 94.32 534
23 p,p- T 115.44 1169 116.88 116.41 0.76
24 B- Hifd 117.84 117.38 119.98 118.4 1.19
25 pp- T 81.46 91.74 91.8 88.33 7.56
26 SIKECHBE 67.01 65.48 67.89 66.79 036
27 R ER Be 123.71 121.97 12032 122 1.45
28 BEHES 97.08 101.76 103.2 100.68 4.00
29 SIKECFI R 120.02 119.48 119 119.50 1.61
30 KINR 76.64 84.78 84.9 82.11 6.06

3.5 LirtFmO TR
ERMEEREFDEMMER, ZERFRGEREETHERGE, AXABLABEZMENE, FaPRE
i 30 MBEMNERE

W 4t
AXfEABE=ENRATSEEIERILEERAN GCMS-TQ8050 NX (& 743t 30 HENSRAKEBEMNI
M7%E, 30 MENTRAFRAEMLE 0.01-0.2 ug/mLIRESTER, &HEXARKIYKRTF 0.998, BURE R 0.01
ug/mL FRERIBROELLEIE 6 #, BARYIE®EIR RSD% /0N F 6.0%. 0.01 mg/kg NIFRIRET, 30 FMENEKRENM
WREINER D FTE 66.8%~122% 218 NTEFIBFRHFTNE, 30 MRAGYRIQH , LWLERIER: 1ZHE
NMERTHMEEHE, REES, ERER, TAFNT 30 HENSRAZEUERESE,

BENALS

52eVERE (PE) FRAE -2H 0

Shimadzu (China) Co., LTD. - Analytical Applications Center

Email: dr_jin@shimadzu.com.cn Tel: 86(21)34193983 http://www.shimadzu.com.cn





