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GPC-GC-MS/MS iE&MIE KR E iRz 5%

BaE

GCMSMS-025

BE: 27 E%RKRE TR =ENRTFSEE B GPC-GC-MS/MS JIE AT hH R A% EBSENOITH
o fE 1~50 pg/L RESCEIN, BRBMIEXREIIE 0.998 W b, Xt 10 pg/L BUSRAARRES: 5 $HFE, IEEFRAY
RSD% FJ/\F 5.0%, 7 0.05 mg/kg IARRET, KEBODRAHIIIFREISCEEAE 70.0~120.0% Z i8], =&HER TR

SR Z PR AFEMTEIER
X847 : GPC-GC-MS/MS KT 3H K 255%E8

REHEHER LFERESMNHE, EaBFENT
R IIEHIETIZ ML R, E—MEFRMERSHIN
REMAMH. HTAREEMESEFEETIARS, BE
RERHBIMAZHPFERALE,

REmZEERITE (GB2763-2012 R AT RAK
REHERE) . EfrRMERZRZITE (CAC) FH

BEFRHEFENIN K G HPRARAILZERE
HTTHE. BRIFE (GB2763-2012 R AP RAR
REHERE) PAEERDHEIRERPHILE. Wi
PR AIKEREA 0.1 mgkg, BARR. RHHERS

W SRS
L1 {%=%
B R A LR T R K = EETARAT SURBR AR (Y
( GPC-GC-MS/MS )

1.2 frsfF
GPC %14 :

BBILEFE : Shodex CLNpak EV-200 (2.1 mm x 150 mm )

MENE - AR /T ke (3/7, VIV)

SR 1 0.1 mL/min

8 : 40°C

BEAEE 10 uL

GC-MS/MS %14

B BEMREE  Smx0.53 mm

FIAE : Rtx=5 MS, 5mx0.25 mmx 0.25 um
HHE : Rtx=5 MS, 25 m x 0.25 mm x 0.25 pm

RARTLERE N 0.05 mg/kg, BRIEFRRTIEHRER
EAREEFFRN A HFRANRE—RMEZE 0.01
mg/kgo

AEHTERBABIHEEER S, BN, &
EEXNHENIIRE, ASCRAELRREIE K2 HE
mit e, BRUtEAERITAESRE, ANES
GC-MS/MS F AR MRM XEAR, BDERTFIXS
RBMNE, EFHERTARER, AKZHPRATE
BN T —FhiE g, ok, TN X,

FEEFER : 82°C (5 min)_8°C /min_300°C (7.75 min)
PTV #HE B EFERF : 120°C (5 min)_
100°C /min_250°C (33.7 min)
HREOERAFER : 120 kPa(0 min)_100 kPa/min_
180 kPa(4.4 min)_(-49.8 kPa/min)_120 kPa (33.8 min)
PRIk 3372 RF « 5.0 mL/min_(—10 mL/min)_
0 mL/min(6 min)_10 mL/min_5 mL/min(5 min)
Aot ERT (8] : 7 min
FEFILIEIR[E] : 9.7 min
MR :300°C; BFRERE : 200C
REAR  MRM, REXHERFE 1

1.3 Ham &
HERBIANEE 1 FriR.

SSL-CA09-715
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FREX 1.0g #ES

15mL ZB5 ( IEC/5EH )

smL IEEN ( ZBEHF0 )

RSHIZER Smin

B 1.5mL ZREEEEGR

50mg PSA

50mg C18

¥R5% 5Smin

EEREN
LR IE R R
F LRAADREBIE R MRM 547

No.  {REBHY(A) RAPHELE CAS FEBEFCE)  EMEFCE)
1 11.075 F#E#R (Dichlorvos) 62-73-7 185>93 (14)  185>109 (14)
2 17.750 %K R(Trifluralin) 1582-09-8  306>264 (8)  306>206 (14)
3 18.167 FRFER% (Phorate) 298-02-2  260>75 (8) 260>231 (4)
4 18.250 0-666 (Alpha-HCH) 319-84-6  219>183 (8)  219>145 (18)
5 19.000 B-666(Beta-HCH) 319-85-7  219>183 (8)  219>147 (20)
6 19.200 ¥-666(Gamma-HCH) 58-89-9  219>183 (8)  219>147 (20)
7 19.617 B &5 (Chlorothalonil) 1897-45-6  266>231 (14)  266>168 (22)
8 20.008 8-666(Delta-HCH) 319-86-8 219183 (10)  219>145 (22)
9 20.217 4T B (Pirimicarb) 23103-98-2  238>166 (12)  238>96 (28)
10 20.775  FAELEJEIE(Chlorpyrifos-methyl)  5598-13-0  286>93 (22)  286>271 (14)
11 20.842 BRELER (Metribuzin) 21087-64-9  198>153 (8) 198>110 (10)
12 20967  FAEXIRREE (Methyl parathion) 208-00-0  263>109 (14)  263>136 (8)
13 21.142 & (Heptachlor) 76-44-8  272>237 (20)  272>117 (32)
14 21.633 ZREEFRRE (Fenitrothion) 122-14-5  277>260 (6)  277>109 (14)
15 21.900 SRS (Malathion) 121-75-5  173>127 (6) 173>99 (14)
16 22033 F5 5L (Chlorpyrifos) 2921-88-2  314>258 (14)  314>286 (8)
17 22.083 3B (Aldrin) 309-00-2  277>206 (15)  277>241 (15)
18 22.258 IRk (Parathion) 56-38-2 291>109 (14) 291>137 (6)
19 22342 = MR (Triadimefon) 43121-43-3  208>181 (10)  208>127 (14)
20 22.892 Z FA% 5 R (Pendimethalin) 40487-42-1 252>162 (10)  252>191 (8)
21 23.117 &L (Heptachlor-exoepoxide)  1024-57-3  353>263 (14)  353>282 (12)
22 23700 253 Mk (Methidathion) 950-37-8  145>85 (8) 145>58 (14)
23 23.725 -5} (Trans-Chlordane) 5103-74-2  373>337 (10)  373>143 (26)
24 24.058 JIf-57F%F (Cis-Chlordane) 5103-71-9  373>266 (22)  373>337 (6)
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25 24642 p.p-DDE 72-55-9  246>176 (28)  246>211 (22)
26 24.758 J) ECF(Dieldrin) 60-57-1  277>206 (15)  277>241 (15)
27 25292 FAXECF(Endrin) 72-20-8  263>191 (30)  263>193 (28)
28 25717 p,p'-DDD 72-54-8 235165 (24)  235>199 (14)
29 25757 B-#FF(Beta-Endosulfan) 33213-65-9  339>160 (18)  339>267 (4)
30 25950 4 ECF (Endrin aldehydel) 7421-93-4  281>209 (30)  281>246 (20)
31 26542 WFHERERER(Endosulfan sulfate)  1031-07-8  387>289 (10)  387>253 (16)
32 26.650 p.p-DDT 50-29-3  235>165 (22)  235>199 (14)
33 27.725 54k FCBR (Endrin ketone) 53494-70-5 317>101 (20)  317>147 (15)
34 28.042 FR &35 (Methoxychlor) 72-43-5  227>169 (24)  227>212 (14)
35 28.083 FR& %5 (Fenpropathrin) 39515-41-8  265>210 (12)  265>172 (14)
36 28.900 FEF - 1(Cyhalothrin-1) 68085-85-8  197>161 (8)  197>141 (12)
37 29.142 A B H0E-2(Cyhalothrin-2)  68085-85-8  197>161 (8)  197>141 (12)
38 30.442 Mk R(Pyridaben) 96489-71-3  147>117 (22)  147>132 (14)
39 31367 & & %lE-1(Cypermethrin-1) 52315-07-8  181>152 (22)  181>127 (22)
40 31.508 SE %9lE-2(Cypermethrin-2) 52315-07-8 181>152 (22)  181>127 (22)
41 31.575 S H B3 (Cypermethrin-3) 52315-07-8  181>152 (22)  181>127 (22)
42 31.633 SE %9lE-4(Cypermethrin-4) 52315-07-8 181>152 (22)  181>127 (22)
43 32.550 AR A (Flumioxazin) 103361-09-7 354>326 (8)  354>176 (20)
44 32575 BN % G- 1(Fenvalerate-1) 51630-58-1  419>225 (6)  419>167 (12)
45 32.850 BN % lE-2(Fenvalerate-2) 51630-58-1  419>225 (6)  419>167 (12)
46 33.225  ZRBFFAIRME-1(Difenoconazole-1)  119446-68-3 323265 (14) 323202 (28)
47 33.325  IREFAIAME-2(Difenoconazole-2)  119446-68-3 323>265 (14)  323>202 (28)
48 33375 SHE%9HS- |(Deltamethrin-1) 52918-63-5  253>93 (18)  253>172 (4)
49 33.683 JRE % BE-2(Deltamethrin-2) 52918-63-5  253>93 (20) 253>172 (8)
mZR
2.1 FRERERIEE]
FRERE M MRM EIGNE 2 AR,
()(I,OO0,000\
2.00«?
1.75;
150
1.25;
100
0.75%
0.50%
™
0.00% “ ll HM
125 15‘0 L ‘17‘.5 200 22.5 25.0 27‘5 ‘ ‘30‘.0 ‘32‘.5‘

2 FEREREY MRM El(50ug/L)
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{ERAR /FRSkx (3/7, VIV) BHIR

ZEIE LA
A=

TERT, REDHIA LS.

GCMSMS-025

10, 20, 50 pg/L, BRANTRAEHR

LARRAREUIE 0.998 UL (FR2) o HEIEAIR, BRAITERZIINE 3 Arr. IEEARMNEIIMEI 10 ug/L BIR
FERERESEENE S X, TEHARMRAEMRZ (RSD ) o U1 pg/L #RME20E A, I3 RERIETESRGAD RMEACHIR,

ZERNFE 2,
Area(x10,000) Area(x100,000)
7.55 |
1.04
5.0
0.5
2. -
O' ) ) ) ) ) ) ) ) I 0' ] ) ) ) ) ) ) ) ) I
00 250  Conc. 00 280  Conc.
FRR FRERE
Area(x100,000) Area(x100,000)
1.0 ]
] 3.0
2.0
0.54 ]
1.0]
0.04——— — 0.0
0.0 250  Conc 00 250  Conc.
= TR

3.6 MR ZGHITRAE I L%

Area(x100,000)

5.0+

25]

0' ) ) ) ) ) ) ) ) I
00 250  Conc.
4-666
Area(x10,000)
7.5
5.0
25
(S " —
0.0 250  Conc.
ERERR

3= 2. BYRAREZAARZRE. IEEFR RSD% (n=5) R &kie KR

No. BB EFS RSD%  1&HFR(ug/kg)
1 R 0.9990 4.74 1.07
2 BRR 0.9991 3.98 0.35
3 FRRE 0.9999 1.67 0.36
4 a-666 0.9999 2.77 0.04
5 B-666 0.9998 2.11 0.15
6 ¥-666 0.9998 3.69 0.07
7 BEA 0.9997 2.90 0.69
8 3-666 0.9999 2.38 0.15
9 BT, 0.9997 3.77 0.19
10 FESE 0.9999 2.69 0.22
11 IR E R 0.9999 3.50 1.10
12 FRE IR 0.9991 2.42 0.94
13 = 0.9999 2.49 0.04
14 RIERR B 0.9993 2.56 0.92
15 REE VR T 0.9995 1.74 0.12
16 E5ris 0.9999 224 0.25
17 R 0.9998 2.64 0.31
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18
19
20
21
22
23
24
25
26
27
28
29
30
31
32
33
34
35
36
37
38
39
40
41
42

XY
= TR
—HXER
RELR
RN
RS}
IS F%
p.p-DDE
IXERFH
FARERFH
p.p-DDD
B FT
FAKEREE

JILﬂ-

A

p.p-DDT
FAK KR
&R REIH
A& %
SAF
bR e
PR EERZ
BUL R
B FR AL
RE R

0.998
0.9997
0.9993
0.9999
0.9998
0.9998
0.9999
0.9999
0.9999
0.9999
0.9999
0.9999
0.9999
0.9999
0.9998
0.9999
0.9998
0.9996
0.9992
0.9997
0.9992

0.998
0.9993
0.9999

0.998

2.58
1.89
3.04
2.25
2.50
1.69
1.26
2.07
2.03
2.62
1.34
2.23
0.73
1.09
1.82
2.38
2.41
3.29
4.85
2.41
2.10
3.12
2.48
1.97
1.84

0.67
0.86
0.37
0.14
0.07
0.19
0.07
0.02
0.45
0.71
0.02
0.85
222
0.40
0.03
0.24
0.07
0.90
1.26
0.46
2.74
2.01
0.28
0.53
0.62

$0.05 mg/kg, TR 3 4y, B LERESBHT
, HTEORRIMENTRERE, ERITE:

TETAEE, WERREA

=3 MIFREIRER

EER (%) SE4 RSD

No. e —— . — o
1 R 103.10 104.29 107.99  105.13 2.43
2 BRR 82.69 90.50 94.16  89.12 6.57
3 FRRBE 9431 96.24 98.72  96.43 2.29
4 0-666 92.45 94.46 96.01  94.31 1.89
5 B-666 95.27 98.83 101.00  98.36 2.94
6 ¥-666 93.10 97.98 98.58  96.55 3.11
7 BEA 72.34 72.47 7592  73.58 2.76
8 5-666 95.23 98.02 99.56  97.60 2.25
9 T, 102.85 106.03 107.46  105.45 2.24
10 FAESE 9508 98.24 98.57  97.29 1.98
11 R 5 105.37 105.10 108.77 106.41 1.92
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12
13
14
15
16
17
18
19
20
21
22
23
24
25
26
27
28
29
30
31
32
33
34
35
36
37
38
39
40
41
42

PR IRt
t&
FRISHHBE
RE% Rk
=4
SRR
xR
= I
—RRERR
HEts
M
R-SFF
IS+
p.-p-DDE
T
FEAIKERFH
p.p-DDD
- ft
FEANPCEE
R ER ER
p.p-DDT
FAK KR
FREERIH
A& %
SRE HE
ke
IR EERE
LK
BRI
RE TR

103.43
74.44
103.33
111.56
92.81
73.21
100.41
97.98
88.80
87.46
103.90
72.64
78.14
70.80
80.69
80.17
91.51
93.57
72.94
98.76
73.94
99.21
96.67
89.39
90.39
84.45
92.59
100.74
93.78
124.74
83.83

109.24
70.24
109.17
117.63
95.83
70.84
104.81
103.25
92.89
89.22
107.73
75.66
79.66
74.96
83.41
83.08
93.67
95.15
75.25
101.88
75.70
100.20
98.46
94.27
96.69
88.83
98.88
101.69
98.64
126.30
89.92

111.79
71.98
110.89
121.97
94.33
79.85
107.84
106.95
93.96
90.86
101.28
75.97
80.87
70.68
80.82
83.22
94.80
96.44
71.36
104.31
77.03
102.68
100.79
94.01
105.32
89.60
101.16
109.91
104.81
104.80
97.01

108.16
72.22
107.80
117.06
94.33
74.63
104.35
102.72
91.88
89.18
104.30
74.76
79.56
72.15
81.64
82.16
93.33
95.05
73.19
101.65
75.56
100.69
98.64
92.56
97.47
87.63
97.55
104.11
99.08
118.61
90.25

3.96
2.92
3.68
4.46
1.60
6.26
3.58
4.39
2.97
1.90
3.11
2.46
1.72
3.37
1.88
2.09
1.79
1.51
2.67
2.73
2.05
1.77
2.10
2.96
7.69
3.17
4.55
4.84
5.58
10.11
7.31

H Sig
FAREELRKREERK=ZFMRTRIKAMN (GPC-GC-MS/MS ) KXl P RAFZEHITEME

ENH. 27 AR BERER SR, EEMYT,
Zi8, TERHEEBENRAZRBRENMILIE, S
EIRERERTIE, 12

70.0% ~ 120.0% 2
RS AR E A R AT R AR,

(] BN ARARFRZFFHL

REES, 7 0.05 mgkeg INRRET,
TS REE, &S

BSOTHIEE MR U o

REBS> A 25 B9 E UL R FE

FELRE R AN SR B SO A9 7T

LBTHEEREEST0S L TEH

ZiEEIE: 021-22013542

http://www.shimadzu.com.cn





