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Method of Test for Pesticide Residues in Foods-Multiresidue Analysis (5)
Taiwan Food and Drug Administration

Correction Announcement No. 1031900615.

1. AR - el AEARERE - B8 - 258 R B EYK
HMEAEY)FE LT 310 THRLES EIRE 1T -

2. faER A - MEeER A QUEChERS J57£(Quick, Easy, Cheap, Effective, Rugged,
Safe) FHipRIH1Z » LURAHEITESFE 52 (Liquid Chromatograph/tandem Mass Spectrometer, LC/MS/MS)
F AH @t BB S 5455 (gas chromatograph/tandem mass spectrometer, GC/MS/MS) 53 2 J5 4.

1. Scope: The test method is suitable for 310 pesticide Multi-residues analysis

in foof from fruits and vegetables, cereals, dried beans, tea, spice plants and other herbs etc.

2. Test methods: the sample is pre-treated using QUEChERS method(Quick-Easy-Cheap-Effective-Rugged-Safe)
and then for the method of analysis with Liquid Chromatography Tandem Mass Spectrometry LC/MS/MS)
and Gas Chromatograph/Tandem mass spectrometer, GC/MS/MS).

2.1, HEF

2.1.1. JRAHENT BB EREE ¢

2.1.1.1. EETF - EEEET{L(Electrospray lonization, ESI) ©

2.1.1.2. JEM%E : Acquity UPLCRHSS T3 » 1.8um » A€ 2.1 mm x 10cm »
EAEIK &R

2.1.2. RAHEHTRIEREE

2.1.2.1. EETE - BT REEE ) EE (electron impact ionization, El) ©

2.1.2.2. @M : DB-5MS Ul 415 » NEEEE 0.25um » N1 0.25mm x 30m » B [E4k 5 e
2.1.3. BPEY'E E5(Blender) o

2.1.4. Fyt&(Grinder) o

2.1.5. = EAHERIH PR ST E 14 (SPEX SamplePrep 2010 GenoGrinderR) :

1000 rpm DAk > Be[EISR T -

2.1.6. #feLM¥%(Centrifuge) © TJ%E 3000 x g DA b > PEGDRE ATZE 15SC LU -
2.1.7. A RUEHEEEE (Nitrogen evaporator) ©

2.1 Device:

2.1.1 Liquid Chromatograph/Tandem Mass Spectrometer:



2.1.1.1 lon Source: Electrospray lonization, ESI).

2.1.1.2 Chromatography Column: Acquity UPLCR HSS T3,1.8um, an inner diameter of 2.1 mm x 10 cm,
or products with same quality.

2.1.2 Gas Chromatography Tandem Mass Spectrometry:

2.1.2.1 lon Source: Electron Impact lonization, El.

2.1.2.2 Chromatography Column: DB-5MS Ul capillary, inner film layer thickness 0.25um,

0.25 mm ID x 30 m, or products with same quality..

2.1.3. Stirring homogenizer (Blender).

2.1.4 Grinder.

2.1.5 High-speed oscillation grinding tissue homogenizer (SPEX SamplePrep 2010 GenoGrinderR):
1000 rpm or more, or products with same quality.

2.1.6 Centrifuger: Up to 3000 x g or more, control the temperature up to those below 15C.

2.1.7. Nitrogen evaporator for concentration.
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2.2. &
JKBEBE ~ FHE MBS M st IR e SR AR IEC e R NS ER P R B Bl

ZIF B RSP AR - S/KEEBRESN ~ M Kifilks: ~ primary

secondary amine (PSA) - octadecysilane, end-capped (C18 EC) %

graphitized carbon black (GCB)3g#¢ /3 #gk » B T/K(EEEEFER 25°C 7] % 18M ohm « cm DL |F) 5
2 ST IR PR i 3-FRINIPRER (3-keto carbofuran)f 310 JH(AHR R — ~ ROKFE=) S

W% — 755 (triphenylphosphate, TPP) A B AE (s ©

2.2 Reagent:

Acetic acid,

Formic acid and ammonium acetate are of GR/Guaranteed Reagent Grade;

Hexane and Acetone are of residual grade;

Acetonitrile and methanol are of Liquid Chromatography Grade.

Anhydrous sodium acetate, Anhydrous magnesium splfate, Primary secondary amine(PSA),
Octadecysilane, end-capped(C18 EC) and Graphitized Carbon Black(GCB) are of analytical grade;
Deionized water (resistivity at 25°C Up to 18 M ohm * cm or above);

310 pesticide Reference Standards as 3-keto carbofuran (items shown in Table |. Table 2 and Table 3);

Triphenyl phosphate (triphenylphosphate, TPP) internal standard.

2.3. exEL R -

2.3.1. BeVE S 15mL K2 50mL > PP A48 -

2.3.2. JEfE @ F#£ 0.22um » PVDF F1& -

2.3.3. BZEH - 25mL K 50mL > & o

2.3.4. [BZIYE H (Ceramic homogenizer)(5: 1) - % Bond Elut QUEChERS



P/N 5982-9313 » E{[EI4f 5 -

2.3.5. ZHUHMEIGE 2) © SH/KIREREE 4 g RIKEEREHN 1 g -

2.3.6. JFLHBEELE | (5F2) © & PSA300 mg I Kififk#E 900 mg > &
B 6 mL > FHN KT EES 2R -

2.3.7. LAV I (3 2) - 4 PSA 300 mg ~ C18EC 300 mg K Khfisss
900 mg > fKE R & 6 mL > A E - s KIS B 2 B -

2.3.8. R LVE I (5E 2) © 4 PSA 450 mg ~ fE/KHfEEE 900 mg ~ C18 EC
300 mg J; GCB50 mg » fgiEfaiE 6 mL» MRS R & E NI EREE -
i 1 PR E A O] G RE LTS B TR SR -

i 2 - IHRFR B TEHMEE AT B SR EAEEES -

2.3 equipment and materials:

2.3.1 Centrifuge tubes: 15 mL and 50 mL, PP material.

2.3.2 Membrane: Pore size 0.22um, PVDF material.

2.3.3 Volumetric flasks: 25 mL and 50 mL, amber.

2.3.4 Homogeneous ceramic stone (Ceramic homogenizer) (Note 1): Using Bond Elut QUEChERS P/N
5982-9313, or products with same quality.

2.3.5 Extracting powder (Note 2): with Anhydrous magnesium sulfate (MgS04) 4 g, and Anhydrous sodium
acetate (NaOAc) 1 g.

2.3.6 Purification centrifuge tube Typel (Note 2): with PSA 300 mg and Anhydrous magnesium spulLfate (MgS04)
900 mg,

extracting solution loading capacity 6 mL, suitable for fruits and vegetables samples with high water content.

2.3.7 Purification centrifuge tube Typell (Note 2): with PSA 300 mg, C18EC 300 mg and Anhydrous magnesium
sulLfate (MgS0O4) 900 mg,
extracting solution loading capacity 6 mL, suitable for cereals samples with high wax, fat and sugar content.

2.3.8 Purifying centrifuge tube Typelll (Note 2): with PSA 450 mg, Anhydrous magnesium splLfate (MgS04)900
mg, C18 EC
300 mg and GCB 50 mg, extracting solution loading capacity 6 mL, suitable for samples with high pigment

content and tea analogues.

Note 1: The Ceramic homogenizer copuld be arbitrarily used according to the user's assessment of the viscosity
of sample.
Note 2: According to their demands, the users coplLd make their assessment for appling the various extraction

and purification kits commercially available.



2.4. BEIHIEIRZHEL

24.1. BEIHAERA

HUFFES 50 mL BAREETVK 450 mL JEETR - JIABERL#E 0.19 g » MAFRIDE G945 > LUBHHENE > HUEKR
HAEREHERA -

2.4.2. BEIHAERB -

HUFFES 450 mL B1EEET/K S0 mL JEETR » JIABERL#E 0.19 g » MAFRIDE S5 > LUBHHETE » HUER
HAEREAR B -

2.4 Mobile Phase Solution Preparations:

2.4.1 Mobile Phase Solution A:

Take 50 mL of Methanol and mix with 450 mL of deionized water, add and to dissolve Ammonium Acetate
0.19g

and mixed completely, filter with membrane. The filtrate is for mobile phase A.

2.4.2 Mobile Phase Solution B:

Take 450 mL of Methanol and mix with 50 mL of deionized water, add and to dissolve Ammonium Acetate
0.19g

and mixed completely, filter with membrane. The filtrate is for mobile phase B.

2.5. NEMEEE IR Z LR

Hbe i — 25 e A SRR S 40 mg > ARHEREE - DIRERSFRILE A 2

50 mL > {ERPBIARAEFR - 7218 & C BEOEHTFH -

2.5.1. RUBENEEEREFUR DA EEMRE 2 75 pg/mL > (IH(F 2.8 Btk 2
{5 Z BRI AR -

2.5.2. HUBE N FURAHEEMREE 7.5 v g/mL - BE7F 2.9.1.61
LC/MS/MS F3#ft F PN B AR AR -

2.5.3. HUBEE N FURARIMREEZ 7.5 v g/mL - fEF 2.9.2.51
GC/MS/MS Fiffr FHAEMERAR AR -

2.5 Internal Standard solution preparation:

Take Triphenylphosphate(TPP) internal standard about 40 mg, accurately weighed,

dissolved in methanol and dilute to 50 mL, as an Internal Standard Stock Solution, stored at -18°C in dark for
use.

2.5.1 Take appropriate amount of Internal Standard Stock Solution and then dilute with Methanol to 75ug/mL,
that will be the Internal Standard Solution used for the Test Solution Preparation in section 2.8.

2.5.2 Take appropriate amount of Internal Standard Stock Solution and then dilute with Methanol to
7.5ug/mL,

that will be the Internal Standard Solution used for LC/MS/MS analysis in section 2.9.1



2.5.3 Take appropriate amount of Internal Standard Stock Solution and then dilute with Acetone to 7.5ug/mL,
that will be the Internal Standard Solution used for GC/MS/MS analysis in section 2.9.2

2.6. GAI 2 FHEY

2.6.1. & 1%[ENE 2 ZRESR

HU/KEER% 10 mL B Z % 990 mL JE&TTA] -
2.6.2. & S%HIE ZRESR

UL 5 mL ELZ[% 95 mL JE&ITE) -
2.6.3. IR  IECKE(L:1, v/VIAR ¢
HUABAELE CElA 10 1 (vV)ERBIPEE] -

2.6 Reagents Preparation:

2.6.1 1% Acetic Acid(HOAC) in Acetonitrile(MeCN) solution:

Take 10 mL of Glacial Acetic Acid(HOAc) and mixed with 990 mL of Acetonitrile(MeCN).
2.6.2 5% Formic Acid in Acetonitrile(MeCN) solution:

Take 5 mL Formic acid and mixed with 95 mL of Acetonitrile(MeCN).

2.6.3 Acetone: Hexane(1:1,v/v)solution:

Take Acetone and n-Hexane mixed to 1:1 (v/v)ratio.

2.7. BEREARZ B

2.7.1 HURZEHIAAAERL LY 25 mg » R E > DL ER 2
25 mbL > {ERIEREIFIR > 72-18°C @O AFAH - HRUBEEAEFIR I
FRESFREE 1 g/mL > (I 2.9.1.61 LC/MS/MS 3 FIFRAEIEIR -

2.7.2 HURZEH G AIEAE SR LY 25 mg » AR E > DANEHEIE Cbea Al
TEARE 25 mL o {ERIEREIFIR - 12-18°C BT R - AUE SRS
FORLANE @ IECRE(L:L, vvIERMiREE 1 g/mL - BEF 2.9.2.6
GC/MS/MS FiAft AR -

2.7 Standard Solution Preparation:

2.7.1 Take about 25 mg pesticide reference standards, accurately weighed and dissolved in Acetonitrile(MeCN)
to 25 mL

as the Standard Stock solution, store at -18°C in dark for use.

Take appropriate amount of the Standard Stock solution and diluted with Methanol to 1 pg/mL,

as the Standard solution used for LC/MS/MS analysis in section 2.9.1.

2.7.2 Take about 25 mg pesticide reference standards, accurately weighed and dissolved in Acetone or Hexane
to 25 mL

as the Standard Stock solution, store at -18°C in dark for use.

Take appropriate amount of the Standard Stock solution and diluted with Acetone: Hexane (1:1, v/v) solution



to 1 pug/mL,
as the Standard solution used for GC/MS/MS analysis in section 2.9.2.

2.8. f < FHEL

2.8. Test Solution Preparation:

2.8.1. RN - FEHEY LEMEAEY)(EER)

HU'E Z iS4y 10 g FEHERE - BN LVE T 2 BB IIA S 1%6:EE 2 ZR57K 10 mL Kz 75ug/mL A
AR 10 L

PR IAEZEISE A 1 BRI - & LE0E S - BRI WRER

R B BRI - DA R AH AR e S E A 1000 rpm HiRiE

SAFREIRE 1 7r$ET% 0 2 15°C > 3000 x g HEls 1 o7 e

HEER 6 mL > BEFVHEMBELE | iSRS E RIS E L 1000
rpm JRZEZECATFHZIRE 1 778tk o 52 15°C » 3000 x g By 2 s o

HEER 1 mL > LSRR 25z - Y LB E REARE > IIAS 5% JIEER 10 uL
(ERSfy 1 mL > JREEE) - DUBKEETE - BHERRIR 1 > DLLC/MS/MS 531fT -

LA 1 mL > DUERVCERIE  FEETYIDUB B PIE © ECHELL, vARERE
HIAE S 2 Z IS 10 L (R R 1 mU SR A5 » DUBHUBIEK » BRI 1> L GC/MS/MS
ST <

2.8.1 Fruits and vegetables, spice plants and other herbs(fresh meal):

Accurately weigh about 10g homogeneous sample into a centrifuge tube,

frozen and then add 1% Acetic Acid(HOAc) in Acetonitrile(MeCN) solution 10 mL,

and 75pg/mL Internal Standard Solution 10puL, and then sequentially add one Ceramic homogenizer

and extracting powder.

Close the cap and immediately followed with intense oscillations for times to prevent from caking of the salt,
and then vigorously shaken by hand or by high speed tissue grinding and oscillating homogenizer in 1000rpm
for 1 minute,

and centrifuged at 3000 x g for 1 minat15C.

Transfer the supernatant 6 mL to a Purification centrifuge tube(Typel)

and then vigorously shaken by hand or by high speed tissue grinding and oscillating homogenizer in 1000rpm
for 1 minute,

and centrifuged at 3000 x g for 2 minat 15C.

Transfer the supernatant 1 mL to a scaled vials and evaporated with nitrogen to just dried,



and the residue was dissolved in an appropriate amount of Methanol, with 5% Formic Acid in
Acetonitrile(MeCN) solution 10 pL added,
to get 1mL volume. Mix homogenously and filter with membrane to get the Test Solution I, for the LC/MS/MS

analysis.

Transfer another supernatant 1 mL to a scaled vials and evaporated with nitrogen to just dried,

and the residue was dissolved in an appropriate amount of Acetone: Hexane (1: 1, v/v) solution, with 5%
Formic Acid in Acetonitrile(MeCN) solution 10 pL added,

to get 1mL volume. Mix homogenously and filter with membrane to get the Test Solution Il, for the GC/MS/MS

analysis.

2.8.2. BHINFZEH

HUEE & Z 1 #Gady 5 g MR E - BREELE T - DAL 2 Z B 7K 10 mL >

RIE 20 778 > IAE %050 2 LRSI 10 mL Kz 75ug/mL PEREEAEZAR 10 pL >
FRFFIMARZIE G 1 BRZERANE - & B8 0ES - BRBEHREER - P71 EEHAEEE -

P DL A A B R 22 A 1000 rpm RZZECDITFHS RS 1 478tk

2 15°C » 3000 x g @iy 1 734 - B 6 mL > BERFLAHERLE I

DLis HeH SR R 2t E A DL 1000 rpm Rzl bLFERRE 1 778tk - f2 15°C » 3000 x g (2 57
§ o

HEER 1 mL > DIEGRIR ZElEZ > Y LB E REARE > IIAS 5% JIEER 10 uL
(ERSfy 1 mL > JREEE) > DUBKEIERR - (HERR 1> LLLC/MS/MS S3fT -

SHEUEFRR 1 mL > IR E Mz - SREYILUBEANEE | IECK(L:L, vVIERER - TIA S 5%HEEZ 2
HE AR 10uL >
[ERSfRy 1 mL > JREEE) > DUBKEIER - (HERR 1 > LL GC/MS/MS S3#fT -

2.8.2 Cereals and dried beans:

Accurately weigh about 5g homogeneous grinded sample into a centrifuge tube,
add pre-cooling deionized water 10 mL and stand for 20 minutes,

and then add 1% Acetic Acid(HOAC) in Acetonitrile(MeCN) solution 10 mL.

The following procedures are the sample as that in the section 2.8.1,

except that the Purification centrifuge tube(Typell) is used instead.

2.8.3. M ~ HEEY) R A EATE Y (HALE) |

HUE & 2 tmfady 2 g MRS - BREELE T > AL S Z B8 ET7/K 10 mL > 5$E 20 77§ >
IS 1%B6l: 2 ZB5 8 10 mL k2 75ug/mL AEREEREAR 10 L > FHRIFIIARIZESE O 1 B EEH
FIR A -



= LHOESR > BRIEGIREEX > GBS - HLlS EH ST R 2 E Y 1000 rpm fRiZE
DLFReRE 1 78k -

2 15°C - 3000 x g Hlr 1 73 - HUEJER 6 mL > BRI EAHERCE 1

DLis HeH SR R 2t E A LA 1000 rpm fRiZECBLFERIRE 1 778tk - f2 15°C > 3000 x g (2 57
§ o

B EER 1 mL > DLEGRIR ZHEZ  SEEYILUEE RS - TIAE 5% 2 ZB5757% 10 uL > (FRERE 5y
ImL>
REIEE > DUBBEER - fHERR 1 DL LC/MS/MS 73T -

SEUEFR 1 mL > DGR EMEZ - SREYILUEEANEE © IECK(L:L, vVIERER - 1A S 5%HEEZ 2
HE AR 100l >
[ERSfRRy 1 mL > JREEE) > DUBKEIERR - (HERR 1 > LL GC/MS/MS S3#fT -

2.8.3 Tea, spice plants and other herbs (dried):

Accurately weigh about 2g homogeneous grinded sample into a centrifuge tube,
add pre-cooling deionized water 10 mL and stand for 20 minutes,

and then add 1% Acetic Acid(HOAC) in Acetonitrile(MeCN) solution 10 mL.

The following procedures are the sample as that in the section 2.8.1,

except that the Purification centrifuge tube(Typelll) is used instead.

2.9. AEV ok 24 8UE
2.9 Matrix-matched calibration curve preparation

2.9.1. LC/MS/MS :

HUZE S wds > 4 2.8. BT ERR I AR R G 2 05+ E1& B > 3Bl EEL 1 mL > DIERMCERITEZ -
TrRINIAEETER ~ 1 ng/mL(GE 3)FRREAR 2~200 1L ~ 7.5 ng/mL PNERFEAEIAIR 10 1L

Fes SHHIEZ ZHE/ER 10uL > (ERSTE Ry 1 mL > JRGHE -

N HIGRAFHEST 34T L R B P B AR R Al I AR EL » B 2R 4R > BU{F 0.002~0.2 £ g/mL
(57 E Ry 0.0004~0.04 11 g/mL) Z FE ULHC i 4R -

2.9.1 LC/MS/MS:

Take a blank sample and process according to the 2.8.Test Solution Preparation steps

without the addition of Internal Standard solution to produce the supernatant after SPE purification.

For each standard levels, transfer 1mL supernatant to scaled vial and evaporate with nitrogen to just dried,
and the residue was dissolved in an appropriate amount of Methanol, with 1pug/mL (Note 3) Standard Solution
2 ~ 200pL espectively,

7.5ug/mL of Internal Standard solution 10puL, and 5% Formic Acid in Acetonitrile(MeCN) solution 10ulL added,



to get ImL volume. mix homogenously.

The prepared Matrix-matched calibration standards are analyzed by the following conditions.

The Matrix-matched calibration curves are produced as a plot of (peak area/internal standard peak area)ratio
of each pesticides

versus the corresponding concentration of each pesticides in the 0.002~0.2 1 g/mL range (Fipronil is 0.0004 ~
0.04 1 g/mL).

AR ST BRI E R o B RE BRI (5E 4)

JEHTE © Acquity UPLCRHSS T3 » 1.8um > X 2.1 mm x10cm
BRI © A JKEL B LU NI TR S0 A
BEhtH 2R © 0.3 mL/min -

F- 4% & BR (Capillary voltage) -

B AT L IEBE T (ESI+ )ERFH 3.5 kv »
BT (LB T-(ESI— )R 1.6 kV -

BT 2 (lon source temperature) © 150C -

VAR FE S E EE (Desolvation temperature) : 450°C ©
RS A S 7 7 (Cone gas flow) : 30 L/hr ©
VAIEAER T i (Desolvation flow) : 900 L/hr ©

{ERIES, © 28 7 (= H](Multiple reaction monitoring, MRM) ©
{EREE T ~ #EERSEEEFR (cone voltage) BAihil fEiRE &

(collision energy)Z1F— 3= — -

Liquid Chromatography Tandem Mass Spectrometry measurement conditions (Note 4):
Chromatography Column: Acquity UPLCR HSS T3, 1.8um, 2.1mm(ID) x 10 cm.

Mobile phase solution: Analysis with the following Gradient conditions for A abd B solution
Mobile phase flow rate: 0.3 mL/min.

Capillary voltage :

Positive ion electrospray ionization (ESI +) using 3.5 kV,

Negative ion electrospray ionization (ESI-) using 1.6 kV.

lon source temperature (lon source temperature): 150C.

Solvent volatilization temperature (Desolvation temperature): 450C.

Injection cone gas flow rate (Cone gas flow): 30 L/hr.

Flow rate of vaporized solvent (Desolvation flow): 900 L/hr.

Detection mode: Multiple reaction monitoring(MRM).

Detective Measured ion pair, injection cone voltage (cone voltage) and collision energy
(collision energy) as shown in Table 1 and Table 2.



2.9.2. GC/MS/MS :

HYZE A ids > Ak 2.8 BRI SRR M2 GC/MS/MS 50K > 73 A& H 1 mL -

DUEGRMR 2[Rz oy pThn A &N ER - IECbe(1:1, v/v)isiR ~ 1 g/mL FEAEE 4~500 1 L~ 7.5 g/mL A
EETREAR 10 1 L

Je e 5% 2 ZHEAIE 10Ul - HESFE Ry 1 mL > JR&EH A -

MR FGRCEHELT 53T - k25 R BB Y A (7 e TR L » B X R BT > BU4E 0.004~0.5 1z g/ml
RSBV AR -

2.9.2 GC/MS/MS:

Take a blank sample and process according to the 2.8.Test Solution Preparation steps

without the addition of Internal Standard solution to produce the supernatant after SPE purification.

For each standard levels, transfer 1mL supernatant to scaled vial and evaporate with nitrogen to just dried,
and the residue was dissolved in an appropriate amount of Acetone: Hexane(1:1, v/v)solution, with 1ug/mL
Standard Solution 4 ~ 500uL espectively,

7.5ug/mL of Internal Standard solution 10puL, and 5% Formic Acid in Acetonitrile(MeCN) solution 10ulL added,

to get ImL volume. mix homogenously.

The prepared Matrix-matched calibration standards are analyzed by the following conditions.

The Matrix-matched calibration curves are produced as a plot of (peak area/internal standard peak area)ratio
of each pesticides

versus the corresponding concentration of each pesticides in the 0.004~0.5 2 g/mL range.

R R E S A RE R (5 4) -

JEMTE ¢ DB-5MS Ul B41E » NFREE 0.25um » K& 0.25mm x 30m o
JEFTERIE © ¥R : 60C > 1 min;

FRZ#ZR © 40°C/min ;

fE 2 170°C

FRZ#ZR 1 10°C/min ;

ZOR £ 310°C > 2.25min e

BaEfE - 2R 0 1 mL/min -

AR R (Injector temperature) : 280C -

AR AR e

BB - BB ¥ (electron impact) » 70 eV o

HEFEURE ¢ 300C -

FOIE S © ZEERDH] > (OREE 3 AhfERE AR = -

it 3 B AVE U in S4B ENRY - BEREEE 2 RSN -

it 4 0 BACAIE BRI N BT » AHRPTE Z6RES 0 SEE S ZAE BRI o



Gas Chromatography Tandem Mass Spectrometry measurement conditions (Note 4):

Chromatography Column: DB-5MS Ul capillary, inner film layer thickness 0.25um, 0.25 mm ID x 30 m.
Chromatography Column temperature: initial temperature: 60°C, 1 min;

Heating rate: 40°C /min;

Temperature: 170°C;

Heating rate: 10°C /min;

Final temperature: 310°C, 2.25 min.

Mobile phase flow rate: Helium, 1 mL/min.

Injector temperature : 280°C.

Injection mode: splitless.

lonization modes: electron impact, 70 eV.

lon source temperature: 300°C.

Detection mode: Multiple reaction monitoring, MRM, as detection ion pairs and collision energy shown in
Table Il1.

Note 3: Select appropriate standard solution spikings for producing the Matrix-matched calibration curve of
Fipronil.

Note 4: Setting suitable measurement conditions according to the instrument used

if the measurement conditions listed above are not suitable.

2.10. #E5EER S EHE -
2.10 Identification Test and Quantitation:

2.10.1. LC/MS/MS :

TEREE B B E R & 10 w L A3 RE AR @ B a st

1% 2.9 1. BRI T M » Wik e LA e FIT 15 R e 2 s RN R B 2% B 7 P A HIRE S - i (5 5) 8
il

WA FHETEZ > Kb iaie b &R~ & & (ppm) :

fafe & EEE & & (ppm)=CxV /M

C: & B FUE U i 24 KSR T S B %E 7 B (1 g/mL)
V : ZEEGHES & %GNG 2 JRE SR ASTE(10 mL)
M @ BV i isfs 2 B2 & (g)

2.10.1 LC/MS/MS:,

Exactly measure 10uL of Test solution and Standard solution and inject into the Liquid Chromatography
Tandem Mass spectrometry respectively.

Perform analysis in accordance with the measurement conditions from section 2.9.1,

Identifications are based on the peak retention time and the Multiple reaction monitoring(MRM) relative ion



strength
of the Test solution and Standard solution(Note 5), and calculated in accordance with the following formula,
to obtain the content of each  pesticides(ppm) of samples :

The content of each pesticide in a sample (ppm)=CxV /M

C: Each pesticides concentrations(pg/mL) of Test solution obtained/indexed from corresponding
Matrix-Matched calibration curve for each pesticides.

V: Volume of extracted sample(10 mL) with 1% Acetic Acid(HOAc) in Acetonitrile(MeCN) solution.
M: Sampled weight of the sample for analysis(g)

2.10.2. GC/MS/MS :

T IR SR S L e L 7B E AR R E st -

i< 2.9. 2. 60T T /oA > Wi R EEME AR AR TS R7 U6 2 TR R R ] R 2% B 7 A A S ol -5 P8 (5 5) 8
il

W MHIETERL > SKitifafe b & gL 2 & & (ppm) !

ffe & EEE & & (ppm)=CxV /M

C: & B FUE U i B4 KSR T S B %E B (1 g/mL)
V : ZEEGHES & 1%EENE 2 JRE SR ASTE(10 mL)
M @ BV ik s 2 B2 & (g)

At 5 ¢ AT o0 R e T L BT N I R PR T 15:(<=100%) > SETEEL T ¢
TRl (%) 75T i (%)

2.10.2 GC/MS/MS:

Exactly measure 10uL of Test solution and Standard solution and inject into the Gas Chromatography Tandem
Mass spectrometry respectively.

Perform analysis in accordance with the measurement conditions from section 2.9.2,

Identifications are based on the peak retention time and the Multiple reaction monitoring(MRM) relative ion
strength

of the Test solution and Standard solution(Note 5), and calculated in accordance with the following formula,
to obtain the content of each  pesticides(ppm) of samples :

The content of each pesticide in a sample (ppm)=CxV /M

C: Each pesticides concentrations(pg/mL) of Test solution obtained/indexed from corresponding
Matrix-Matched calibration curve for each pesticides.

V: Volume of extracted sample(10 mL) with 1% Acetic Acid(HOAc) in Acetonitrile(MeCN) solution.
M: Sampled weight of the sample for analysis(g)



Note 5: Relative lonic Strength is obtained from the from the ratio of the peak areas from the qualitative and
guantitative ion pair (<=100%),

acceptable range is as follows:

Relative lonic strength(%) Acceptable range(%)

1. Atglg A2 EEMIRAR —  ROR= -

2. Atwlg i AR e  AHRFE S KEHE L GC/MS/MS B LC/MS/MS 531fT -
3. iR AN BRI R A E T R v RRIRGF Z el

4. BT EREREBGERZVIER - lEETTEET -

1. The Quantitation Limits of this test method are shown in Table |, Table 2 and Table 3.

2. The items listed in this test method could be assessed for the demands to the analysis with GC/MS/MS or
LC/MS/MS.

3. The method does not apply to analysis of Benfuracarb and Pymetrozine in Tea matrix.

4. If there are intefering substances in the food that affect the resdult of analysis,

the practioner should check and study the cause and solution.
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Tablel, The Multiple reaction monitoring(MRM) parameters and Quantitative detection limits(by LC/MS/MS in

* 3-FEANPRERSS 144 THRERGE K N ERIEAE b 2 25 B S E (I A 2 B E EARIR (LC/MS/MS TE RT3

positive ion mode) for 144 pesticide items as 3-keto carbofuran and Internal Standard.

JEX Item

ATV EEEETE EMEETY EE MR (opm)
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FEPTEET-(m/2)
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Analyte, Quantitation ion pair, Qualitative ion pair, Quantitation limits(ppm)
English name Chinese name

Precursor ion (m/z)>

The Product ion (m/z)

Injection Cone voltage (V)

i fEREE (eV)

Collision energy(eV)

s
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Fruits and vegetables
Cereal

Tea

T REETE 6 THESE Y ZE NIEFEAFEA SR E BMIR(LC/MS/MS & #f-f55()
Tablell, The Multiple reaction monitoring(MRM) parameters and Quantitative detection limits(by LC/MS/MS in

negative ion mode) for 6 pesticide items as Talon.

#5= + Acetochlor % 160 TESHE % St 5 4 28 MR NIt 2 B0, 52 BHIR (GC/MS/MS)
Tablelll, The Multiple reaction monitoring(MRM) parameters and Quantitative detection limits(by LC/MS/MS

in positive ion mode) for 160 pesticide items as Acetochlor and Internal Standard.

a WHNERE - H¥EY HAEAEY)(ER) -
b WS REZEH -
¢ WA ~ B¥EY) R EAE Y (FHLE) -

a Suitable for vegetables and fruit, spice plants and other herbs(fresh meal).
b Applies to cereals and dried beans.

c Suitable for tea, spice plants and other herbs(dried).



