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X 4, BREZ, FL4E, #5%, 20E, B OB L OF, R P
UM AR ET, T 510410)

W E: BM ST — Fh[E A A HU% 1R (solid phase extraction, SPE)- S A 4 3% - & BX 5T 3 7% (gas
chromatography-tandem mass spectrometry, GC-MS/MS)IE£L 25 v 113 Fik 25 ZHe Bt vk, 3E kR
FH 1%V V)BERR Z B K W (2:1, V:V), JIA 6 g MgSOy, 1.5 g ZIRANHATIZE . HEAIRZGILE YA 2
SYERI, AR SCRH 2 MR ik, 5 U R A Cleanert TPT AN 95 Fivfe 25 b1 714k, iLILR A PSA
5 50 mg f1 405K % (graphitized carbon black, GCB)X| 18 Rl 1Al 2 I &5 44 (1A 25 #4144k, SR)I5 H
GC-MS/MS HHA 4047, JERRVERRRIER R NbRIE E R, R Z5SRW, 113 FRZHHE 5~200 ng/mL 3 [l P £k
KRB, HRXRRBIIKTF 0993, JrikmammENRE N 50%~134.2%, HHXT 5 i 2 (relative  standard
deviations, RSD)H 0.1%~13.7%, & FR(limits of the quantitation, LOQ)N 10~50 pg/kg. 5 %7k REUE .
T 5 RIS 25 B S RE G AL 2145 vh R 25 2 % BRI A T 253K
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Determination of 113 pesticide residues in red tea by gas
chromatography-tandem mass spectrometry combined with
solid phase extraction
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ABSTRACT: Objective To establish a method for the determination of 113 kinds of pesticide residues in tea by
solid phase extraction purification (SPE)-gas chromatography-tandem mass spectrometry (GC-MS/MS). Methods
The samples were extracted with 1% (V:V) acetic acid-acetonitrile water solution (2:1, V:7) and 6 g MgSO,and 1.5 g
sodium acetate. As the influences of the compound structures, the extracts were purified by two methods. In purified
method I, 95 pesticide residues were used by the SPE of Cleanert TPT, while the other 18 planar structure compounds
or the compounds with some planar groups were used by the SPE of PSA and 50 mg GCB. After filtration, the target
compounds were detected by GC-MS/MS and quantified with internal standard method by the matrix match standard
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solutions. Results The results showed that 113 pesticides had good linear relationships in the range of 5-200 ng/mL,

with the correlation coefficients were all better than 0.993. The average recoveries of the 113 pesticide residues

ranged from 50%-134.2%, with the relative standard deviations of 0.1%-13.7%. The limits of the quantitation were

10-50 pg/kg. Conclusion The sensitivity, accuracy and precision of the method can meet the analysis requirements

of pesticide residues in black tea.

KEY WORDS: solid phase extraction; gas chromatography-tandem mass spectrometry; red tea; pesticide residues
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Ve T B 45 A 0k ] AN W R A 2 v e 2 5% BR i I 1o H

PR A 2B A BRAEAR e . R 2016 4F 12 H 31
H, BREAXZEIHAT T 2T, R R0t rh e ik
PREEZIR T 235 493 T, X AR P B2 0 A Bk WU 0 BRI A v
(0.01 mg/kg)EATHEN, FE GB 2763-2016 (£ ith 4z
55 BA BR Ao ) IR S A AG 0 H ot fin &= 48 100, ek
B BR PR AE A0 R AR AR, Bl PR (E A H R ™ A%, 2
SEASE AR . PR A 24 5k R R I A R

TR, 1 X 5 i rp g 24 5% B8 Ay ik 22
S A FE 1 (gas chromatography, GC) . ¥ AH 2,152 (liquid
chromatography, LC) ., S A0 {415 -5 1% % (gas chromatography
mass spectrometry, GC-MS) . “<HH {61 - 58 BX 5t 3% 1= (gas
chromatography-tandem mass spectrometry, GC-MS/MS)F
VA €0 1% - R B T 1% 1 (liquid  chromatography-tandem mass
spectrometry, LC-MS/MS)[4_11]O R R 2510 G %2 R
F GC 8 GC-MS #ATHIN . GC HE R IR St 22, R
EERZZHRE A, GC-MS Bk A B ik R
JERRE R, B A THELLSE & AL & W i S5 AR5 B,
TEE PERHERR BE DT TR AT 2R, 25 50 AR PR ZE A . <A
3% - H T 375 (GC-MS/MS) 2R FH = 5 DUARATAF g J5i
Bras, XSS —Z B 2 A T PR G A SS T RRIA, b
Hac T, SRR, AMURRE IR 24 5% B 1Y) il A
W, T H R B 1A W R E i A HERR A

LIRFEE TR, SAREMER . WMEE . Y.
ZMWAEYIT, PRI, FEGIAEEL . AR R S R AL 3
BRMEERE, AMUSsnm R @A e MR TR R,
P AL Al A A, 1T FLE SCEERR T A RT4R )
R, BRI X i SEIBUR Ak 7 TR AR LT A4 24 5k B A
R EE,

AR SCET R AR S A TR S, S Tl A A
REGZIRE I 2 Bk Jrikt, X 113 ey rpi 95
FARZGHEATINE, JERTA S GG T oAl 18 P A0S 1
SRR AL S W RI b, BN T OTYRIL TN JT R DE
BT A g NS o ARSI HE— AL T RO, JR4h
G GC-MS/MS F3HriAR, TEGRUERE LSRR R R

A, AR TR R E, ST T LA 2 R
FRAPOT, LU BRI A A 2550 B M 7K

2 MRS

21 UESEF

TSQ 8000 Evo “AH - = PUMAT 5 B B ik (Bc
T8 75, 3£[E Thermo Scientific 23 7]); SPE1000 42 F
Him A E AR . M64 &l B P AR (GEE
LabTech 2> 7]); Allegra X-30R Centrifuge =% &5 .0 41 (32 [H
BECKMAN 7~#]); KS501 i 784 5 B 4 7 4% (f8 1 IKA 2
#]); ME2002E H1 ¥ K3-(Fi+ METTLER TOLEDO 2 l);
AR ALK (3E E Millipore 23 7]); MS3 i iE iR 17 #i (£ [ TKA
NGNS

53R LI . 26 A ALEAGR AEEE . 10 FhoR I
T K A H 7] 19 AR T AL 14 FOERFEI (100 mg/L, 3
E 0,Si A w]); = &£ A& N FR(99.36%, fEE Dr
Ehrenstorfer 22 F]); %M IR S8 g | K I BB (1) T 45 A
(R R 22T Be A )

NG, IEC ke, R, W@ g, 3¢ Fisher
Chemical /A 7]); Cleanert TPT [EAHZLBUFE (2 g/12 mL, Kt
T SIA/RBHEL); PSA BIAHZAEHUAE(2 g/6 mL, fE[E CNW
BHEA D), TTKBRRREE(MgSO,) . ZFRMN . £ B Lk R
#l(graphitized carbon black, GCB, ZE[# Agilent A H)).

S AR TR-PESTICIDE 1130 mx0.25 mm, 0.25 pm,
ZE[® Thermo Fisher Scientific 23 ]).

AT THE, BEEvtEE, &4
22 EWTIE
221 AREEREA

HEFIR I | mL FRAET 10 mL 5T, HiE
CUkt: NER(L:L, VSR, BEEEN 10 mg/L IR HR
WERH TR, AR T —18 °C& .

HEFIFREL 25 mg(FE A 2 0.1 mg) I 8- Ehn e
b, FHIECREMBES, SRR 1000 mg/L (HFRHESE
W FHIE CLefi BbRERs 2, BChila 20 mg/L AR
rhE, i F-18 °C& M.

222 HSETAE
PRI MERRRIATL 2R 2.5 g(HEIE 0.01 g), BT
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50 mL BZMEE DB F, TIA 1%V LR ZHEKQ2:1, V:P)

R 20 mL 4R HEE 30 min; A 20 mg/L R4 L5
INARYAW 0.1 mL, ¥R¥% 15 min, IMA 6 g MgSOy, 1.5 g 21
f, URPEY R, BIZIPRIE 1 min J5, T 6000 r/min &
> 3 min,

et AR AR AR 2 Ol ik

AL WERGAY I S mL BRI, DL H2EG:,
VY RIRGER, i Cleanert TPT RAIZEMUH: Ak, Witk
VRV WRUEIRT 45 ~CKIBTP AR E/NF 2 mL J&, MAIE
Skt (L1, V)OS T e, fie)a B OE & ke
W1, VERZE 5 mL, RAJE 0.22 um HFLIEMR,
RO HERE 23 BT

AL DT WERRZMI 5 mL BIEWR, DL ik
W, F PSA WAZEBR 1L, UEMVER,; Wkl T
45 CARBHERZE/NT 2 mL 5, IMATECK: WNE(L:L,
VIR ERITER B, BEALESkE: NI, Vg
AKE 5mL, fiInA 50 mg GCB iRA1)F 14 0.22 pm L FLIERE,
RN HERE A>T

223 EAJRIEEAFAE F 564 Bk

FREXLT 528 FARE S, BRASINNBRSN, HAdeIR 2.2.2 #F
A AL B R UEA AR B, A55 2 Fid ik ik R B A IR T
W, W —E R 10 mg/L MRS ARUER A 20 mg/L 1Y
IR I SA A PR B, FEREARE] 5. 10, 20, 50, 100,
200 ng/mL(PIARIRELS A 100 ng/mL)RYFE BRI IFRER S,
224 GC-MS/MS 4

(1) GC 41

a4k : TR-PESTICIDE II; #ERECREE: 270 °C; Jik
WORAF IR, PR R 1 uL, R 25.(99.999%), 1H
AW E 1.2 mL/min; BFFHE: 40 °C, f£FF 1.5 min, X
25 °C/min F+ £ 90 °C, {4} 1.5 min, LA 25 °C/min F+ &
180 °C, FELL 5 °C/min F}Z 280 °C, FLA 10 °C/min T} &
300 °C, 4 5 min; fEHIZRIRIE: 300 °C.

(2) MS &4

El BFIEIRE: 300 °C; RSTHIN: 25 pA; RifES:
S (99.999%); 2K ik W W I (selected reaction
monitoring, SRMR, H LG WA A, 2~3 X518
HIEEE AT . REERES B 1.

R 1 13 MRAZRBRREREMRIESHK
Table 1 Retention time and MS/MS parameters of 113 pesticides

BB T/ B T (R R /e V)

e VST £ B 15 18] /min
1 L EfR 13.36
2 B 13.58
3 LI 14.74
4 F5 2 11.88
5 KRR 19.56
6 0-666 115
7 B-666 11.96
8 5-666 12.7
9 7-666 12.15
10 I A i 21.72
11 BROR = I i 24.82
12 TSI 21.71
13 IGE IR 7] 17.73
14 T E% 16.68
15 fim 2k 11.27
16 iS85 16.46

&It 16.85

17 VN PN 18.54
18 AT AR 26.3
19 AR NR-1 23.22
AR A2 23.57

20 A AR 26.83

146>117.7(8)*
188.1>130(32)*
262.7>191(30)*
215.1>58.1(12)*
148.1>77(30)*
218.8>146.6(20)*
218.7>146.6(18)*
218.8>146.5(20)*
218.7>183(8)*
181>165.9(10)*
170>115.1(34)*
340.8>185(14)*
175>132.1(12)*
188.1>160.1(10)*
213>89.1(12)*
376.6>268(20)*
376.6>268(20)*
139>74.926)*
163>65.1(26)*
208.1>180.9(8)*
208.1>180.9(8)*
180.9>152.1(20)*

131.8>117(14)
160.1>131.7(10)
262.7>192.9(32)
200>122.1(8)
91>65(12)
182.8>146.7(12)
180.9>145(14)
182.8>146.7(14)
180.9>109(26)
165.1>163.6(24)
170>141.1(20)
184.9>75.5(30)
105.1>50.9(32)
160>131.7(12)
159>96.9(16)
372.8>265.8(20)
372.8>265.8(20)
111>75.1(14)
163>91.1(12)
180.9>151.9(22)
180.9>151.9(22)
163>91.1(12)

146>131.1(12)
188.1>160.1(8)

200>132(8)
148.1>79(22)
218.8>183(8)
218.7>183(8)
218.8>182.9(8)
180.9>145(14)
181>179(12)
170>169.1(16)
184.9>156.9(12)
105.1>77(18)
176.1>146.9(12)
159>130.9(8)
374.7>265.8(20)
374.7>265.8(20)
139>111(12)
163>127.1(6)
197>141.1(10)
197>141.1(10)
163>127.1(6)
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e ¥ Py {4 84 B ) /min BEBS /7 B F (R R /e V)
21 p.p -DDD 18.81 236.8>165(20)* 235>165.1(20) 235>199(14)
22 p.p -DDE 17.51 317.8>246(20)* 246>176.1(28) 317.8>248(18)
23 p.p -DDT 20.03 236.8>165(22)* 235>165.1(22) 235>199.5(10)
24 o,p -DDT 18.89 236.8>165(22)* 235>165.1(22) 235>199.5(10)
25 TR 12.28 179.1>121.5(26)* 137.1>54.1(20) 137.1>84.1(12)
26 i el 13.25 279>223(14)* 222.9>205(14) 251>223(8)
27 feies 8 186.9>93(12)* 109>79(6) 185>93(12)
28 N 15.01 250>139(10)* 111>75(10) 139>111(10)
29 [ERGL 11.02 192.7>127(8)* 127>94.9(16) 127>109(10)
30 T 17.66 262.9>190.9(30)* 262.9>192.9(30) 262.9>228(15)
31 SRR 11.68 125>79(8)* 87>42.1(10) 93>63(8)
32 V=2 12.26 185.9>96.9(16)* 88>45(18) 88>59.8(6)
33 KR 16.45 148>102(22)* 130>102(14) 148>130(10)
34 o-Bift 16.85 240.6>205.9(14)* 158.9>123(12) 194.7>125(22)
BT St 18.61 240.6>205.9(14)* 158.9>123(12) 194.7>125(22)
35 SRR A 18.29 280.8>245.3(8)* 245>173(22) 262.8>192.9(30)
36 HPE 14.39 222>91(14)* 91>65(16) 162.1>91(8)
37 Z B 19.14 234>206(8)* 115.9>89(12) 206>148(12)
38 KL 10.81 200>158(6)* 157.9>96.9(16) 157.9>113.9(6)
39 PR 19.49 217.9>79(24)* 125>79(8) 217.9>109(14)
40 R 16.99 303.1>195.2(8)* 154>139(10) 216.9>202(12)
41 B2 R 14.37 124.9>47(12)* 124.9>79(6)
42 AR 14.16 277>109(16)* 125>79(8) 277>260(6)
43 R RS iR 22.02 181>126.8(28)* 181>151.9(22)
44 fEB 14.69 278>109(18)* 245.3>125(12) 278>169(14)
45 XA E-1 28.31 167>89(32)* 125>89(18) 167>125(10)
UK A E-2 28.71 167>89(32)* 125>89(18) 167>125(10)
46 AU 15.62 368.8>214.9(30)* 366.9>212.9(28) 366.9>244.9(20)
47 FFUR S ER-1 27 199.1>107.1(22)* 199.1>157.1(8)
R IR-2 27.38 199.1>107.1(22)* 199.1>157.1(8)
48 AT N 17.69 233>151.9(14)* 206>151.3(14) 233>164.9(16)
49 ENDRITS 17.11 281>173(10)* 173>95(28) 173>145(14)
50 U H A R 29.2 250>55.1(16)* 180.8>152.1(22) 250>199.9(18)
51 Hb B 12.3 246>109(14)* 137>109(6) 246>137(6)
52 L& 13.82 271.8>236.9(12)* 99.8>39(26) 99.8>65(12)
53 L e it 17.19 231>175(10)* 213.9>123.5(28) 213.9>159(18)
54 T 855 ) 16.43 227>149.1(8)* 184>59(20) 184>149(6)
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55 ST IR 21.39 315.7>247(10)* 314>245(10) 315.7>273(8)
56 7K B 15.34 136>69(30)* 121.1>65(14) 136>108(12)
57 SR et 15.74 213>121(14)* 185>121(10) 213>185(6)
58 R L S A 15.33 241.1>121.1(20)* 199>65(34) 199>121(10)
59 XA TR0 14.37 173.1>99(12)* 92.8>63(8) 125>79(8)
60 KW 19.26 269.1>119.1(14)* 119>65(22) 119>91(12)
61 AR 13.66 160.1>130(18)* 131.9>117(12) 160.1>144.8(10)
62 ARFME 7.91 141>64(18)* 141>79(20) 141>94.8(8)
63 ST R 14.55 238.1>132.8(26)* 162.1>132.9(14) 238.1>162.2(10)
64 KT 9.19 192>127(10)* 127>95(14) 127>109(10)
65 KALR 23.46 273.8>238.8(14)* 236.8>142.9(26) 272>236.8(14)
66 AU 11.15 127>95(16)* 96.9>82(10) 127>109(10)
67 TR 11.04 145>109(12)* 109>79(6) 145>112.9(16)
68 O HENT A 13.51 149>91.1(10)* 109>81(10) 149>102(16)
69 Xof i 14.78 291>109(12)* 109>81(10) 124.9>97(6)
70 FR X i 9 13.54 263>109(12)* 124.9>47(12) 124.9>79(6)
71 I P T 15.67 248>157(22)* 158.9>89(28) 248>192(12)
72 ZHR 15.51 252.1>161(14)* 252.1>162(8) 252.1>191.3(8)
73 R 25 183.1>153(12)* 163>91.1(12) 183>165.1(10)
74 LiEe21 11.35 260>75(8)* 75>47(8) 121>65(8)
75 RN 15.74 195.8>139.9(10)* 139.9>60(15) 168>140(10)
76 WERE-1 12.62 264.1>127.0(12)* 127>94.9(16) 127>109(12)
W -2 13.16 264.1>127.0(12)* 127>94.9(16) 127>109(12)
77 Bk 20.81 176.1>103.1(22)* 176.1>117(18) 176.1>131.1(12)
78 . HE I E 15.17 318.1>166.1(12)* 304>168.1(12) 318.1>182.1(10)
79 FH B 14.09 305.1>180.1(8)* 290.1>125(20) 290.1>233(8)
80 S 17.3 238.1>146.1(10)* 202.1>145.5(14) 202.1>174.2(8)
81 JE R 16.07 283>96.1(8)* 95.9>53(16) 95.9>67.1(8)
82 PR IR 17.36 336.9>266.9(12)* 296.7>268.9(10) 336.9>308.9(8)
83 faget 13.3 217>161(8)* 160.9>99(24) 160.9>125.7(16)
84 JHe P 12.11 193.9>165.9(10)* 138>64(15) 138>110(10)
85 ik 72 25.03 147.1>117.1(20)* 147.1>119.1(8) 147.1>132.1(12)
86 M T 15.96 157.1>102(22)* 146>118.1(10) 157.1>129(14)
87 [UiESheS 11.8 186>91(8)* 172.7>138(6) 172.7>172.2(8)
88 g0 11.11 322>202(10)* 202>145.9(10) 265.9>145.9(15)
89 T miwk 12.19 230.9>128.9(22)* 230.9>174.9(12) 230.9>203(8)
90 AR 16.18 330.8>109(18)* 109>79(6) 328.9>109(18)
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RERS /785 1 (R Ak /e V)

e RG24 K {4 84 B ) /min
91 JHe B MR- 1 21.78 164>77.124)*
35 R-2 22.26 164>77.1(24)*
92 FH R U 15.75 238>137(10)*
93 I ] 14.87 208>111(20)*
94 =BT 19.28 161>105.7(12)*
95 IR A] 13.48 212>172(14)*
96 1 A 0 23.98 160>77(16)*
97 15K JHF IR 21.85 258>196.1(12)*
98 IR 16.38 302.7>284.8(14)*
99 TR 15.19 330.8>315.8(14)*
100 AL 14.59 313.9>257.9(12)*
101 F L s At 13.41 285.9>93(20)*
102 BN 11.73 205.9>147.9(20)*
103 2 ik Y B 29.15 323>265(16)*
104 N SRR 5 e 20.64 394>266.1(12)*
105 RO 21.64 169>77(22)*
106 INER 11.62 283.8>213.8(28)*
107 RSB 22.77 182>74.8(30)*
108 DR itk Jiie 25.09 308>70.2(15)*
109 MR 23.84 231.9>204.1(10)*
110 W A 12.43 198.1>117.9(30)*
111 M PN Tk 23.15 226.1>186.1(12)*
112 FAEm IR 12.08 294.8>236.9(14)*
113 B 15.07 297>269(12)*
AR I -FR A L 15.79 354.7>264.9(12)*

150.1>135.1(8)
150.1>135.1(8)
137>65.1(28)
208>126.7(12)
161>134.1(8)
186.8>124(18)
132>51(26)
198.9>184.1(12)
96.9>65(16)
125>79(6)
196.7>107(36)
125>47(12)
175.9>148(10)
265>139(36)
266>238.1(12)
157>77(22)
248.8>213.9(14)
121.1>65(10)
180.1>138.1(12)
221>148.7(14)
198.1>157.6(18)
136.1>78(20)
213.8>141.9(28)
268.9>222.9(20)
262.9>192.9(30)

164>107.1(12)
164>107.1(12)
137>91.1(18)

208>180.8(8)

198>145(14)
132>77(12)
258>199.1(12)
96.9>78.9(12)
328.9>313.8(14)
196.7>168.9(12)
125>79(6)
205.9>176(10)
265>202(18)
266>246.1(10)
169>141(8)
283.8>248.8(18)
182>111(14)
180.2>69.2(15)
221>193.1(8)
198.1>182.9(14)
136.1>96(10)
213.8>178.9(14)
270.8>224.9(22)

352.8>262.9(22)

GRS A DO

3 HEREHR

3.1 REUATIMMA

MR E A, A RENAR., UK. 25
KAbEY, HZEMZ R THRIFES, SKRRNT 10%", H
AR 2SI PER S S, AR A AR R Ik 251k
EYAEBIRIER, MAEFEZ., I EAERER, F
BISREIEE R, R, ARSI 21 AR BRI

RIS A — 8 SRR, BT LORE S I Y 4 i R
FEATEEK, BOIMAA ML R EATIR & $E IR, T LIS G- s
AN RE, A TR SR 5 IR BUIOR . A SCRE
B e RN 2 Rl 2h: BERZEE MK B R, LIZK

PSR IR, SR R AR R b i, B G
ZIEKQ:1, V)X ECIR A R A K MR R SR BRI
Ak HEAT 25 R i 108 356 T A VR 8 T INR TE AC S 36 O o e
BN 0.4 mg/kg, n=3), &iRIFK 2. GiREM, £ 2 FR
[RIAH T, 7K BB s FIDR 2R 26 i O 45 S A 2 0K, B
FKRACHEKQ:1, VVSRET, BORSEEEM 25 R IE R T 1045,
KRR T S A4 . 7 GB 2763-20161H1, 7Kk
TRBEAESS M R A R EAEAUN 0.05 me/kg, Rk, RAARHE
BTSRRI, 5 e ) 0 BE R o ) R O MR . B
25 IR BTSN BT SE 6 AT 6, SR IR B E 2 A I
T BRI RS A RS 3 R A SR, A ST PR S A
Wb 22 AR, R, 76 % 2R S AR BUBCR IV, 1k
BRCBAPE s i ot A T I R 1 O A R
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2 KBREREARBAR RS 2 MATREMTHER. EEEM
X R E R ZE (n=3)
Table 2 The results, recoveries and relative standard deviations
(RSD%) of isocarbophos and bifenthrin with two extraction
solvents (N=3)

VT . ke

G I Iﬁ: I "‘?‘ﬂ H o

BRME EBER /(mg/kg) ArfE2E/(mg/kg)  /(RSD)/%
Mg 0.0318 0.165+0.027 81.2(8.1

Knews &1
ZIEK  0.148 78.5(8.9)

meIEggne M 0.0911 1.212+0.338 1.95(9.1)
2K 136 76(0.8)

FERRIOA R oA — € B Z ik R, 7T LLRIIE
ZRAZINREYE, B pH BUBCR 2GR IR . TR,
FREFRZNBHBREMAY, Fib, 7EHEFZERE, o
RN pH E, ERZERA G YIRS T
&, M s A MUE A3 IGHICR . AR SCHA R 3L
S IR 113 FeR 250 Il s 58, A 25K
IS 1% BERR 25K IE W (2:1, V:V)RIHRBUEICR, 45500
Bl 1. S5RFW, £S5 1%MEEER I KR Q2:1, V)2
BUF, BRI PR LSRG T 50%LAA6, BRstiiss 7 Fek
ZH 0 EIBCRITE 50%~120%2 18], W RALT 2K, Eik
RN . I, BB 1% M EERR NG K (2:1,
VOVE R R, FEERBGE AR tpoin A — 5w BE IR A, TE K
pH fHAE 4.8~5.0 7 FE Y 9 28 ph ik R EA T3

2 ZJEK o I%BEERZFBK

160
e\\e 120
ﬁ 80
® ﬂﬂﬂ”ﬂﬂ
5 IR N IR N 1D
& %,%%g* & %@ﬁb@‘ 6@@@ ﬁ“ %@@ &
& KRGEY

B 1 8 A 257 2 R T 4RIBUE oAk (n=3)
Fig.1 Comparison of the extraction efficiency of § pesticides in two
types of solution (n=3)
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FEEUZS FIRILLZERESS, TH 1%BERR 2 /KB (2:1, V2Y)
JRIGAEF, F Cleanert TPT H:xHEBAROHATEML, FM
N7 4 5 o D P s v VA VR A A o, IR st A 5 A o i s
I ZERILIK 2, 455K, Cleanert TPT SR ZEL-EWI)
FESERET, 113 FifeZ, Bl 2 50%~120%4
95 Fh, HATE 18 Rl ZHAGUSINENICRARMR, ARG ER
AR X AT RE AP P s P T 4544 5 Cleanert TPT
TR Z A1 SRR R IEDRH GCB) Y IR BV E A G

60

50t

<20 20~50 50~80
ISR /%

[ 2 Cleanert TPT #3511y [t R
Fig.2 Recoveries of the purify with Cleanert TPT
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PSA #:5 GCB %54 #4115k, PSA J2&55 B0 & Fac b
S, AT g Z e R B O b A AR R S R AR ), R
SRICR A RS S Xk 22 W R A 2 B R ) e
TR FLLA R A BE 5 o B2 2%, SR FH o — SRR A i1 FH 4K i
K, W bBE A BR, ARSI Cleanert TPT 4111
AL, O, WE 3. AR EIUS 24 GCB #inE
9 50 mg B, HAEAECRIEFLRCR YRR, XFR 2540569
WS VE R/ R, ASSCTE A PSA ML), iE—2
f#F 50 mg ) GCB SERHR A R . 153 TR m1bal
B, WLE 4, RIS AL B, LR ZGTE 3 N ATRK
TRE I ENSCR KRR &, YTE 50~120%, BB 2R
BR, X I8 PR 24 2 Flg Ak 7 I T R Il B L AR UL S

80~120 >120

Pl 3 Cleanert TPT £E(1)F1 PSA(Q)UEMLHBE (4 LL RS
Fig.3 Comparison of the eluent colors purified by TPT (1) and PSA (2)

&l 4 Cleanert TPT(3)F1 PSA+GCB(4)4+b i b Xt

Fig4  Comparison of the purified solution colors of Cleanert
Cleanert TPT (3) and PSA+GCB (4)
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Fig.5 Comparison the recoveries of 18 pesticides purified by two methods in red tea (n=3)
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I [ ASON TG FE P A — Rl U AR AR 2 43 X R
Iy e B e o A B O U0 #E GC A GC-MS
LR B TR A 24 e AGHEARE 1 i A A i
HREPERERNSS, AR, TR T
PEEE O TG PR, TSI T R4 #7265 A EAE 1 1)
EAE B AL, B A L R SR AN 0 i AN Y
AFFE— T T AR 7= A AR BH P BB B P A [0 8, 55— 5 oD
AR 25 A Y E R ERYE., aXERE 2y, —1
) [ A 2K BURE v AR AR MR 6 o 58 42 22 B3, T3 e ik 25 3R
AL INAL PR AR, T FLA 2 R 25 L A R 2k .
R, ASZIG SR LA 125 AR A PR IO, T o 22 3T DT e
FrRUE AT
34 ZMEE. T2MR. EWERMEEE

FHLTAERE b, A BIHE I 2.2, FROALERASE] 2 Fh L

D7 T LRI T UK, I ST BOR AL R 5. 10,
20, 50, 100. 200 ng/mL A 6 B E S, IIA—E &
HINFRIA, Ml 29 100 ng/mL, 7E 2.2.4 XA &1
T, PAARZA0A Y5 R 0 0 1R LG AR A R, A
2945 5 AR R B LA B AR AR, A5 3 BE 5T D IR AR
THE T A 28R o B4 5 A1 0T ViR B 1 35k ST A v VS VR, AR
PEALERAY 10 A5 150 Ll 55 A Fh A 25 1 8 T PR (limit of
quantitation, LOQ). 2 56 SR F 41 2% 4 34 I3 VT e b E VA TR,
2L 200, 400. 800 pg/kg MIZAKT-HEATER n B 52 56, B4~
KPEE 3R, WinkE®, B2 MK a0 NTY
IR T RSD%, A WIEILetEAl e R 5. mIleR s 3
Fim o B5REW, 113 FRIIEGUNERIERXRR R, %
PEAHE BB KT 0.993, LOQ H7E 10~50 pg/kg Z 1A . 74
Tk, SALEWTINEIBCRAE 50%~134.2%2Z (7], #H
YARUEMI 224 0.1%~13.7%I[8], 1 L 550 Ho A 25 5% B 1 o3
Bregsk.

F£3 g% 13 FHRGWABEELERC. FHEYE. RSD%F LOQ(n=3)
Table 3 Correlation coefficients (%), recoveries, RSD% and LOQ (n=3)

SEHIR (RSD/%)/ %

T R LESS 35 — o)
ng/kg 400 pg/kg 800 pg/kg
1 L 0.9966 85.9(12.5) 84.7(11.8) 75.4(1.8) 50
2 FH 0.9942 61.9(2.2) 66.6(4.8) 63.2(0.2) 10
3 peaaegil 0.9997 84.9(2.8) 81.2(10.4) 81.3(2.2) 10
4 5 Lt 0.9993 75.6(5) 79.8(6.5) 81.1(0.4) 10
5 KRR 0.9997 88(4.3) 88.3(6.7) 88.8(1.3) 20
6 0-666 0.9988 74.5(5) 74.9(7.4) 75.6(2.6) 10
7 B-666 0.999 78(2.4) 78(7.1) 78.7(0.5) 10
8 5-666 0.9992 100.1(8) 92.4(8.4) 90.5(7.1) 10
9 7-666 0.9989 73.9(5.6) 76.7(8.2) 77.4(1.1) 10
10 AR5 I 0.9994 95.8(4.7) 88.5(5.4) 97.5(1.5) 10
11 TR = s e 0.9995 82.2(5.6) 75(9.7) 78.7(2.7) 10




3008 R i g Rl R 5510 &
. . SR (RSD/%)/ % L0Q
TS RETEFR MK FREL - Nug/ke)

ng/kg 400 pg/kg 800 ng/kg
12 TR T 0.9999 97.4(4.8) 94.1(6.3) 101.7(1.6) 10
13 VB 1% ] 0.9995 88(2) 89.3(8) 92.9(2.1) 20
14 TR 0.9997 94.6(2.9) 96.6(7.2) 93.4(2.3) 20
15 TRk W 0.9995 77.6(5.4) 76.2(7.8) 77.3(2.4) 10
16 At 0.9988 95.5(6.2) 103.7(8.1) 101(2.2) 10
17 TR A e 0.9998 94.5(3.3) 92.1(7.1) 93(2.4) 10
18 TR S TR 0.999 83.5(7.5) 69.5(7.1) 79.1(1.2) 20
19 SR S e 0.9991 81.6(7.9) 74.7(6.5) 85.3(2.9) 20
20 Rk 0.9995 84(6.8) 71.2(6.9) 82(2.3) 20
21 p.p -DDD 0.9997 85(3.3) 86.4(6.3) 86.1(4.3) 10
22 p.p -DDE 0.9996 91.2(3.7) 91.3(6.3) 95.7(2) 10
23 p.p -DDT 0.9992 73.3(8.1) 78.9(3.8) 69(4.1) 10
24 o,p -DDT 0.9997 73.1(6) 77.6(3.9) 71.3(0.3) 10
25 T 0.9998 77.7(4.9) 78.6(5.7) 78.5(1.3) 50
26 B e 0.9986 70.3(4.2) 72.7(5.1) 74.2(0.1) 10
27 AL 0.9991 71.2(6.2) 65.8(5.4) 70.1(0.6) 10
28 AR 0.9999 84.3(2.5) 86.2(6.2) 88(1.3) 10
29 JERGRY 0.9996 70.7(6.5) 70.1(6.4) 66.2(4.8) 10
30 TG 0.9992 91.1(8.2) 95.7(9.4) 93.6(1.8) 10
31 SRR 0.9995 73.8(3.4) 76.9(4.5) 72.5(3.5) 10
32 P 0.9995 68.2(3.3) 67.9(9.2) 67.42.2) 10
33 KA 0.9990 73.3(4.9) 76.5(7.9) 71.8(2) 10
34 LRy 0.9996 91.3(4.7) 93.5(7.7) 92(1.8) 10
35 SEAKERH 0.9999 93.1(5.9) 92.5(9.7) 90.6(3.6) 10
36 E P 0.9994 83.6(4.4) 82.5(7.5) 84.7(1.3) 10
37 2 B 0.9997 97(2.6) 97.1(7.6) 98.1(1.3) 10
38 K LR 0.9982 75.9(4.4) 74.7(6.3) 74.2(1.5) 10
39 K T 0.9993 80.5(5.5) 89.6(5.2) 78.8(0.3) 10
40 AL 0.9993 84.1(3.5) 79.9(2.5) 88(3) 10
41 i W 0.9997 84.7(4.3) 86.2(8.2) 83(2.6) 10
42 PN iR 0.9994 74.3(6.8) 77.2(6.2) 73.12.7) 10
43 A e 0.9958 83.5(6) 82.8(5.2) 83.4(1.8) 50
44 f B 0.9991 86.8(5.1) 91.8(6.1) 88.4(5.1) 10
45 FUR S e 0.9990 86.5(8.1) 73.6(7.4) 84.6(3.4) 10
46 AU 0.9996 91.3(5.5) 93.6(8.2) 94.8(2.1) 10
47 TR A 0.9993 86.8(7.3) 74.1(8.8) 83.6(3.3) 10
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&R3
o e e SEHIR (RSD/%)/ % L0Q
T R HeRsr 200 pg/k 400 pg/k 800 pg/k /nglke)
ng/kg ng/kg ng/kg
48 R 0.9993 90(3.5) 90.2(7.8) 90.7(2.9) 10
49 FRE 0.9994 88.8(3.8) 86.3(8.2) 90.9(1.7) 10
50 G T 4 g 0.9962 97.9(7.8) 74.2(7.4) 91.5(3.5) 50
51 Hb B B 0.9998 75.2(4.6) 75.9(5.3) 78(1.6) 10
52 +& 0.9993 73.7(6.7) 74.4(6.3) 72.9(0.4) 10
53 L IR 0.9991 93.1(2.4) 92.4(9.5) 89.2(3.4) 20
54 VEE 6 T 0.998 85.2(5.5) 84.8(2.9) 85.9(3.9) 50
55 BRI IR 0.9948 108.9(11.3) 79.5(10.9) 110.8(4.8) 50
56 IR IR 0.9998 83.8(6.8) 75.5(5.7) 81.5(7) 10
57 S T 0.9998 91.8(3.6) 93.3(6.6) 93.7(1.9) 10
58 FH 2L S M 0.9999 89.6(3.9) 91.9(6.7) 93.4(8.2) 10
59 EETE VR R 0.9998 86(4.7) 85.6(8) 82.2(0.1) 10
60 KA e 0.9999 86.5(3.5) 86.2(8.7) 87.3(1) 10
61 R 0.9961 74.4(3.9) 75.7(3.6) 71.6(0.7) 50
62 EN 0.9990 82.2(5.3) 84.6(5) 77.6(1) 10
63 SN H B 0.9994 88.2(3.8) 89.5(5.8) 90.9(1.3) 10
64 K T 0.9991 73.6(4.7) 73.5(6.8) 70.7(1.3) 10
65 R R 0.9998 73.5(4.1) 73.9(7.2) 74.7(1.5) 10
66 AR 0.9996 70.7(6.5) 70.1(6.4) 66.2(4.8) 10
67 TR 0.9984 77.6(10.1) 74(6.7) 76.4(0) 10
68 LT A 0.9970 64.5(5.9) 68.8(10.4) 63(2.8) 10
69 R 0.9983 76.3(1.2) 79.9(10.5) 80.5(0.7) 10
70 R IR i 0.9930 64.2(3.2) 70.1(4.8) 63.6(2.2) 10
71 TR P 0.9999 88.2(2.6) 90(4.9) 90.1(3.2) 10
72 TR 0.9968 70.6(13.2) 69.6(13.7) 68.8(12.3) 10
73 F 4T 0.9999 65.7(6.1) 61(10) 65.3(3.2) 10
74 FR 0.9996 73.8(4.4) 73.6(4.2) 79.2(4.6) 10
75 BRI 0.9991 83(6.4) 79.4(9) 83.3(4.7) 10
76 W 0.9982 76.9(6.7) 71.9(5.4) 65.1(2.3) 50
77 1Rk 0.9999 95.5(11.5) 134.2(11.6) 116.2(0.9) 10
78 LI 0.9996 96.7(4.4) 98.8(5.8) 98.1(3.3) 10
79 FH 5L s g Tl 0.9997 87(3.1) 88(4.9) 85.6(1.4) 10
80 RN 0.9992 85.8(6) 86.7(8) 90.5(1.9) 10
81 JEER 0.9992 99.2(6.2) 102.9(6.2) 105.3(0.2) 10
82 PR 0.9981 81.1(6.6) 78(5.9) 83.4(0.8) 10
83 A 0.9984 68.7(3.3) 70(5.2) 70(1.4) 10




3010 b A T A A %10 45
HR3
R K M RH 2 PR RSD ) LOQ
200 pg/kg 400 pg/kg 800 ng/kg /(ng/kg)
84 Jie TN R 0.9989 86.1(7.2) 77.4(5.4) 76.2(0.1) 50
85 Mg s 0.9997 76.4(3.7) 71.8(8.4) 75.6(2.5) 10
86 M B 0.9999 66.9(3.6) 65.9(8.7) 66.7(1.4) 10
87 [iEZhe 0.9993 64.7(8.5) 62.5(5.3) 62.6(3) 50
88 EELT 0.9996 77.9(5.5) 77(9) 78.1(2) 10
89 T 0.9996 72.9(4.5) 72.9(8.4) 75.3(3.1) 10
90 iR 0.9990 91.2(5.1) 95(3.6) 87.7(5.3) 10
91 J¥e 5 ik 0.9997 84.2(5) 80.3(10.7) 86.1(0.3) 10
92 PR R U e 0.9998 88.6(4.6) 87.5(3.9) 87.6(0.9) 10
93 i 0.9998 96.5(5.2) 94.5(6.8) 93.1(3.7) 10
94 =R 0.9998 81.8(2) 77.2(10.7) 79.1(6.5) 10
95 LIETRAZA 0.9997 78.7(1.9) 79.8(2.9) 78.8(4.7) 10
96 1 A 0 0.9989 56.9(8.1) 53.1(4.4) 61.2(3.6) 10
97 IR kR 0.9996 59.6(4.7) 62.5Q2) 69.2(3.7) 10
98 IR 0.9998 83.3(5.2) 78.1(4) 90.3(2.8) 50
99 TR 0.9997 77.8(8.3) 79.4(7) 89.9(6.8) 10
100 BEALI 0.9991 82.8(3.8) 88.7(1.9) 90.8(2.5) 10
101 GIEE- Y7 0.9974 78(0.6) 79.4(0.2) 87.8(0.5) 10
102 SR e 0.9996 68.6(6.9) 64.2(2.6) 71.4(4.7) 10
103 2 ik A B 0.9995 56.8(5.1) 64.2(5.4) 61.6(6.1) 50
104 M S fre 0.9998 82(2.3) 55.6(1.3) 88.2(1.9) 10
105 IR 0.9986 56.7(1) 61.6(4.7) 61.4(3.6) 10
106 AR 0.9958 59.1(10.9) 57.9(9.3) 53(8.4) 50
107 RAT 0.9999 50(0.4) 50.8(10.5) 57.1(2.1) 10
108 DR ff Jiie 0.9975 56.4(2.7) 53.7(3.6) 51.7(3.1) 50
109 ML 0.9990 53.4(1.8) 51.9(3.4) 58.4(2.6) 10
110 W R 0.9995 73.3(2.9) 67.5(4.3) 74.2(3.6) 10
111 M P ik 0.9999 72.9(8.6) 71.6(1.2) 79(4.2) 10
112 B RIEE SIS 0.9992 73(10.6) 72.2(7.5) 81.3(8.9) 10
113 AR 0.9995 83.1(4.2) 83.9(0.6) 92.8(2.2) 10

H: A 1~95 RAEALTTIRL 96~114 SR L ik
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4 & 1

X1 2 T TR 2 2 00 2 G R
IBREG SR, A A TR R AR IR,
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