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Validation of Simultaneous Determination Method of Pesticide Residues in Tea
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3. HEF

KRR oy OAEES T E £ 7 1 L SRS
(R, MAMFETEED)RO b D% vz,

JEEIEYESL A2 7 & b R LT 200 pg/mL
E LT bOZERERIR L L.

TRy, M FEERE R (RR) O 5
R - PCB 27 =M U, A&
—/b, BEMAOKIZEE R L (K)o LC/MS H
K¥AKZ, 1mollL FEfET v E&=U LAWKILE
L7 4V AR RR) RO E Ik 7 v~ R
77 7 ME R

UUBAKFE TV DN, Ve KENIY
A, KEE{ET R U AITE LT 4 L ARDEHIEE
R DKk 2, kT R U MTE LT 4 LA
FEATSE (R R O 7R 88 B IR & FH VT2,

0.5 mol/L U > F&#EETE (pH 7.0) 13V “HRK
TV TLBRT MDY VEEKFETY T A
30.2g &V Y, /KK 500 mL (Z¥Ef#E L, 1 mol/L
KRBT N U O LEWE A VT pH % 7.0 (ZFR%E
L7-t#%, K&z T1lL & L.

7Ki% Merck Milipore #1:8% Milli-Q Integral 3 (Z &
VD ORSR L 7oK A2 .

T BTN I MM ) DTN =TT A

(1,000 mg) (% Agilent Technologies %4 Mega
BondElutC18 (1g/6mL) %, 7777 A NJ1—
RATF L TVTIV-N-TrELT Y by
U7V R = 2 (500 mg/500 mg) 1EY
—x LA = 28O InertSep GC/PSA (500
mg/500 mg) % AV 7z,

AT HPEIEAT(R) . ADVANTEC No.5C 70
mm % 7z,

AT T 7 4 V& —E Merck Millipore 184
Millex LG 0.20 um % v 7=,

4. EELLVHEEH
pH A — % Wi T ¢ — & — & — ()5 MM60R
RE VT A P — (BR) B AR ET = 7 &
VA — FEREVF A P —
e o v~ MEFRER)E SA3L
B BERE - (BR) B X — k5 THY LX-130
HPLC : (¥) &R/ EFTHRL ProminenceUFLC
MS : AB SCIEX ! API3200QTRAP
BT b =Y A o 2418 Inertsil ODS-
4 (N£E21mm, £ X 150mm, ki1
££ 3 um)
H—=KHT L P—x WA = A4
Inertsil ODS-4 (PN£E 1.5 mm,
£ X 10mm, R 3 um)
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717 BNREE : 40 °C

FEE 1 0.2 mL/min

TEAE 5l

BEIFH © Smmol/L BEfET & =7 LR (A
W) , 5mmol/L FEfET > &= A -
AE ) —NEEHR (B R)

®1 BIEODISOIY LEH
e (47) A& (%) B (%)
0 85 15
1 60 40
35 60 40
6 50 50
8 45 55
17.5 5 95
30 5 95

A A EE— K : ESI (+)

TroA A i) F25W

HEE— K : MRM (Multiple Reaction
Monitoring)

Collision Energy (CE) : % 2 &M

Curtain Gas : 20 psi

Collision Gas : 3

lon Spray Voltage : 5,500 V

lon Source Temperature : 400 °C

lon Source Gasl : 50 psi

lon Source Gas2 : 80 psi

5. RRBERORABE

JEAE G EE @I O TLC/MS (T X 5 E3R%ED —
FRBRIE T (RFED) ] CTIEEKOREEBIRN 1
mL CTb ¥, IERE T 2 IR RS
BT D720, Mtz 2 RSB UEREZITV,
RBOEMA 7 2EHREGDED 2 LIk -
THIERRZ 2mL & 2B A7z, (K1)

6. ZITEFM
HA RT A AZHE, FEhiFE 147/ 1 H 1A
(2 0f17) 5 HMFEHT D E 5y iU SEBR G0 |2 5
D&, EEEOTMNEE CHRMEINGEBR 21T -
7z,

PRI LARE Sg iz AmL s L 7= &
TICHEEE L 2D L0, BIEEFREIRE L
TIRAE LAt L7,

AUBHZ AR ES R 2 L mL I L, 30 47
FREEHLE U722 IS E A AT o 7.



x2 BENRRIEEYMEREAS A
EEAAY ERAA>

|- AENRIEESY FUh—t—AFy  FOEGMAL  GE(V) e I AR =1

1 TEHIFY R TEHIFY R 223.0 126.0 30 223.0 99.0 55
2 FYEUA Y FYEVA Rr Y 404.0 372.0 19 404.0 344.1 31
3 S43IFraFY R A3 saFY R 256.0 175.0 25 256.0 209.0 25
4 TFFu—L TFFu—L 397.0 351.0 30 397.0 255.0 50
5 R R T hEH Y — 360.0 141.0 45 360.0 113.0 85
6 JLYRTHATFI IR BATFIL 314.0 206.0 10 331.0 206.0 15
7 VAR E WA VAR E WA 395.2 175.1 23 395.2 91.2 79
8 7Ly kA JaLE Y kA 352.0 200.0 25 352.0 324.0 15
9 JEATAT Rm JUNTAT RE 540.0 383.0 30 540.0 158.0 30
10 ST RI=Y Fu—L TR =) T r— 475.0 286.0 25 475.0 444.0 25
11 I T = INT I T = INT 226.0 124.0 35 268.0 124.0 40
12 DEY A e PEV A 394.0 310.0 35 394.0 254.0 45
13 vr5=YFu— 7=y Fa—L 604.0 286.0 30 602.0 112.0 110
14 CITFTTv CI)TFTTv 203.0 129.0 15 203.0 157.0 10
15 Y7z ) Al S EVESENY 406.0 251.0 35 408.0 253.0 35
16 RAaAF )L SAaFS gL 294.1 70.1 33 294.1 73.1 43
17 YA bx—t YA bx—t 230.0 125.0 25 230.0 199.0 15
18 VIINFT = VIINFT 426.0 287.0 20 287.0 168.0 30
19 AY YR AE VA 733.0 142.0 40 733.0 98.0 90
20 AR R AE D 747.0 142.0 40 747.0 98.0 100
21 P =2V A= E == = Y 411.0 71.0 30 411.0 313.0 20
22 Frra7y R F7ru7y R 253.0 126.0 27 255.0 128.3 30
23 FT A FY A FT A FY A 292.0 211.0 20 292.0 181.0 30
24 Frv=yTa— FhI=YTa— 545.0 3560 20 5450 3760 35
25 FTaty— FTaty—n 308.0 70.0 45 310.0 70.0 45
26 N T VAR FUT Y RAKRY 294.0 197.0 20 294.0 225.0 20
27 YTV = hUZAIY = 346.0 278.0 15 346.0 73.0 25
28 NI R U TS AR 295.0 278.0 20 295.0 215.0 30
29 INUR-A=ES- S NeR =2 INURFA=E S ==V 409.0 186.0 30 409.0 145.0 60
30 EILT IR BT IR 536.5 155.0 35 536.5 111.0 80
31 EIAT IR v 7 2 RIRHED B 466.0 137.0 50 466.0 111.0 50
32 vI/nxbubEy S0 S == 388.0 194.0 20 388.0 163.0 30
33 ¥ akA ¥/ akA 361.0 257.0 30 361.0 138.0 50
34 SR AN ERR SN 365.0 309.0 15 365.0 147.0 35
35 ERA=E S ERA=E S 322.0 96.0 25 322.0 185.0 30
36 ey R ANT vy R AT 362.0 239.0 25 362.0 207.0 40
37 SR Y E YN LT RETEY B 362.1 239.0 25 362.1 122.0 45
38 EUIvT =y EVIvT =y 378.0 184.0 35 378.0 150.0 50
39 EUIAAAFA EUIRAAFL 306.0 1080 40 306.0 164.0 30
40 TaxrERFVA—F—E  ZxrEuXyA— kL 422.0 366.0 25 422.0 135.0 45
41 Ty afy—n Ty afy—n 337.0 125.0 45 337.0 70.0 35
42 PG A=A NI A=Vl NIV 367.0 125.0 25 350.0 125.0 20
43 PAA= Y A A= A 306.0 201.0 15 306.0 57.0 35
44 TNT =)y ATY TNT =) AT 489.0 158.0 30 489.0 141.0 75
45 FasLRy b ZA=PAVIZE AN 368.0 175.0 20 368.0 231.0 15
46 KBy R R2HY K 343.0 307.0 30 343.0 271.0 45
47 v FA bR E Y v FR bRy 314.0 119.0 40 314.0 160.0 25
48 IvaTE=L T =L 289.0 70.0 35 289.0 125.0 45
49 AFEF I AFHFF 303.0 145.0 15 303.0 85.0 25
50 ARFL T ) VR ARFy T ) VR 369.0 149.0 25 313.0 149.0 20
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1. BIRM
BRI 2 TN L 72\ N7 5 o 7 SR L 3
o TRIRL, EREHET S E—7 B0
Z L EWRLE.

2. RER

P AR A PRI I, I IEE IR O T &
b B R HMERLIE LTtk A & ) — MZHERIA LT b
DEBWHAX ) — L THRLTHERLE
BRI 2 IRE LT T & b o A iaE L
T AR ) —)VTERIE L ClE'E A X ) — )V CAr
TR L7k (2.5, 5, 10, 20, 50, 100, 200
ng/mL) (ZOWT, B — 7 HEEIC LD MEMRE
TERE LIRERE (RY) 2RI 2 AH, v Aa)
V=l A RXFTT =)V RERRLS 48 {LEW
TO098LLETH-T-. 2 /AW LTYH 2.5-
100 ng/mL O#iPH C 0.98 DL & 4i7= L7z,

3. HE, #HMTHE EAFERUEERHR
A RTA PR THEEEZR 3, 561
TREME L 0 B, OHMTRE, SNRBELZRD
L7ciER AR 41TRT.

HJE(ZOWTIE, +_XCTOEH T HAZ{E % i
7= L7,
FEIZOWTIE, 7 7= 7a— 1R
TPREIE O BAEE 2l 7 S 2o 72, T OB,
BIENRHFE VR RN L, RIMEENED
T DWPEREORIRMERENRKEL 2D 0D,
T=ANEEOWTEEHEIENS., T T =
7a— )L OSNTRERIE, 25 MEE LTI
INTREE 2RO DD, 5% X0 &k E O R
BFOND LT, Sl ERMEMFTEAT O LEN
H5D.
—fLHETH D 0.01 pglg FH Y DFEAERS TR (2.5
ng/mL) ZHELTSINHZRELZEZA, T
RTONEWT SIN=10 ThoTl-. TDIZHE
R % 0.01 pglg & L7-.

4. BHT M) Y I RDBAEADEE

B 1T FIE TR L 72 BERIR 2, BN
TEEEN 1ppm & 2 ppm DILAWIE 10 £512, 3ppm
~10 ppm O{LAE#)IE 50 f%12, 15 ppm~25 ppm

®3 HALIA USRI EBEERE

w= E E E HHTHRE ZEREE
(ppm) (%)  (RSD%) (RSD%)
<0001  70~120 30 > 35>
0.001 < ~ <0.01 70~120 25> 30 >
001 < ~ <0.1 70~120 15> 20 >
01 < 70~120 10 > 15 >
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e 5S¢
JK 20 mL
30 43 e
7Eh=F ¥ 50 mL
FEY 42T (5,000 rpm, 5 53)
5| At
ik v SIRT
TEh=MV 20 mL
Ky H2T (5,000 rpm, 5 43)
5| AitE
A A DE TN VT 100 mL IZESR

S5mL (GUBF0.25 g fHY) x 2
7E=b b 15 mL
NaCl 10 g
0.5 mol/L ) /A& #% 1 # (pH 7.0) 20 mL
RE DS (1047)
mLAYEE (3,000 rpm, 5 4Y)

51

g B

Bond Elut C18 (1g)

TYh=MV 10 mL Tay7 4vazv)’
TEb=My 5 mL CTIAEH

TR IR
TRIBEEE 5 (40 °CLLF)
K T HLE
FEb=My vy (3:1) 2mL

InertSep GC/PSA (500 mg/500 mg)
FEb=My vy (3:1) 10 mL Tavs 4vazv)’
TEh=bw by (3:1) 20 mL T

WHIK QAEDHES)
AR 25 (40 °CLLF)
ERZ T

)=V T 2 mL IZER
AT 5T 4= 3

LC-MS/MS & A

M1 HEAFROFR

OALA I 100 512 30 ppm~80 ppm DILEW
1% 500 fFIC A% ) — )L THRIRLTHIELTWD.
BHEWRERDO~ NV v 7 ADOFBEEHRT D7
W, 7T RE DI L RERIR E A X
J =V T 10 5@ R 2 BRI, RO 7 & K
VhEAL ) —)VITHEYE L CAVIR L 7 AR ME YRR
(1000 ng/mL) 1mL ZiRML~ kU v 7 AfEHE
Ak (100ng/mL) ZFHE L7, Z ORI & i
R REEAETE (100 ng/mL) DO&ALAYMD B — 2
HfElL &2 RDI=E 2 A, 2TOEWN 0.80~
1.20 OFPHTH -7, ZOZ bR E~ Y
v 7 ZADPES~DEEII DI LB b,



x4 ZUMEHESR

RINEE HE HHTHRE ERNEE
BEL BIERRILEY (ppm) (%) (RSD%) (RSD%)

1 TEHEITY R TEHITY R 30 95 3 5
2 FYELARBEY FYELARBEY 10 96 6 6
3 AIFaTY R A3IFraSY R 10 104 8 8
4 =FFu—L TFTa—) 10 99 5 5
5 T b EY Y- T bRy 15 87 2 3
6 AVEDIS L Y VA E DI 15 98 4 5
7 sa~7x) YR sa~7e) VR 20 104 2 6
8 ZaLEY kA JaLe kA 10 93 2 3
9 Jua)TINT Aa Ja)NINT Aa 10 98 4 5
10 AV VAT VAN VAT 30 100 8 8
11 I RTINS DENN ENS V4 5 93 5 5
12 YT )ET Ty DRSS A N 60 85 3 5
13 P EVA-E Y Py =YFu—L 50 96 5 6
14 CIFTT CIFTT 25 82 6 9
15 STz ) afS V7= afy 15 97 2 2
16 YAafy— A af = 10 94 8 8
17 YA bx—} YA bxT— b 1 99 5 7
18 VIINAT = VIINFT = 80 95 4 5
19 AR AT A 2 92 4 10
20 2R 2B 2D 2 94 2 6
21 Ay razey A¥aYrazey 20 77 4 8
22 Frrasy K Frrasy K 25 109 4 8
23 FT A FY A FT A XYL 20 100 8 8
24 FRI=YTH— FhI=YTu—s 50 91 13 13
25 FTafy = FT Al 80 99 2 2
26 RUT AR KU 7O RAARY 1 99 4 7
27 RUTZALIY— FYUZAIY—n 15 86 4 4
28 RUTZALIY— Y 7Y — AR 15 97 5 5
29 NIRRT S N =R [NDRA=E S S M= 5 98 3 5
30 EILT IR EIAT IR 50 89 1 3
31 EILT IR BT I NRETED B 50 101 2 3
32 ¥ /nAhaEy EI/uAkaEy 25 99 3 3
33 Y5 akA S /8=% ¥ 5 97 2 3
34 SRR SN SR S 10 96 5 11
35 FR AT S AR e 15 99 2 2
36 YRV HLT By RIS 40 95 2 2
37 EYRYHLT B U AT LT REEY B 40 97 7 8
38 EYIVT =y EYIVT =y 3 85 3 3
39 EY IRAATL EY IRARAT L 10 93 4 4
40 FESASE D T Ea¥xyA—h—E 40 92 5 5
41 PES D Y Ty Tafy =L 30 95 6 6
42 e A= AN e A= DA N 25 98 2 3
43 AR R A FFuT 2 30 89 3 3
44 TNT =) ATy INT =) AT 15 94 4 4
45 ZA=PaVI AN FA=PAVIZESAN 5 94 2 3
46 RAHY R RAHY R 60 98 1 3
47 < FA Ry <~V FAbrEY 40 97 4 4
48 T =L IsaTE=L 20 102 5 5
49 ARFHF A AFHFF 1 93 6 9
50 AR T PR ARFT T2 PR 40 97 3 7
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