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SR ATRERR D EZ-SJERT AT E(G)
Method of Test for Pesticide Residues in Foods - Multiresidue Analysis (6)
Lo gl M 2% WEERG R B A A 3SR
His ¥ AEd % 8 57 bioresmethrin% 3178 B 2 (578 L' & -
iR ) S ERT AT
2. %% > F A * QUEChERS > /2 (Quick, Easy, Cheap, Effective, Rugged,
Safe) # s 7L {5 0 Mok AR K 47 P B OF ¥ &R (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS) % 47 2_ =
PER
2.1 ¥E
211, ARk 78 WK
2.1.1.1. 3+ R 2 L4+ 1* (electrospray ionization, ESI) °
2.1.12. K+7¢ : CORTECSUPLCCI18 > 1.6 um > p j22.1 mmx 10 cm » £

B & 5 o
2.1.1.3. n,ﬁ'—;ﬁfg : CORTECSUPLCCI18 > 1.6 pm > p j52.1 mm X 5 mm > &t
B & 5 o

2.1.2. ##25 F(Blender) -
2.1.3. # #48(Grinder) °
2.1.4. 3 i# » 475 % (High speed dispersing device) : SPEX SamplePrep P 2010
GenoGrinder® > 1000 rpm2 + > 0 H s ERF A 2 %R o
2.1.5. &< %(Centrifuge) @ ¥ 323000 xgra b 3R A ¥ aE15°CHL T H o
2.1.6. ¥ # Jk%5% % (Nitrogen evaporator) e
22 RHE VA BREAISRRERSL D O H 2 Y ISR K &
A~ RIFEA4 ~ BIFFLE - 4 ~ &-KFipidf - primary secondary
amine (PSA) ~ octadecylsilane, end-capped (C18 EC) % graphitized
carbon black (GCB)32#: * & 475 ; 4 35 K (WC F [E325°CF &
1I8MQ + cm!Z }) ; bioresmethrin % 3138 . 2 4 p * &8 5. | pipk
= ¥ fig(triphenylphosphate, TPP) b 38 4% 2% 5. o
23. BE 2 4
23.1. 4 # 0 15mL3 50 mL > PPH F -
232, gt 3472022 pm o PTFEH B -
233. KABFL:25mLE SOmL » A& d o
2.3.4. 14 335 F £ (Ceramic homogenizer)™" : # * Bond Elut QUEChERS P/N
5982-9313 > & B & o
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235 Frw A 5 EoRmpiddgs F V4l MM 122 RiFH
@ - 405g-

236, it * g g 102 7PSA 150 mg% & }st&é«%%O mg ¥R b

ﬁ6mL’1§q’f%"If»FT(¢‘r%$\¢,,%tx\P‘1%?%9#’”5 Hi 3 A Eka

FEF W) -
237, & i g g0 ”g‘PSAlSOmg\ £ KA 42900 mg % C18 150 mg
B pmEomL i * WIBFGREE eI WA BN ES
2 ¥ AY) o
238, it g FII0P: 2 PSA150mg~ & -k ik 45855 mg % GCB 45 mg»
¥ p mEomL o i * IEEGe R 2. A~ F 5~ 4 F 2 42
BEAMPEI ZTEF M)
I RIBETEVARRHAFER D FR Y o
M2V RFRY AR L LEFRA N m i o
Az A H
24.1. ¢ % 1P ER(4:1,vIV)iR iR
Beo 3R R4 D] (VIV)Z W BR 3 e
242, 1% ez % 1P 4, vV)iAiR
P9 B210mL% & % @ ¥ A4, vv)iaiR990 mLiR £ 355 o
25 #BEppnzad:
25.1. BB 4piaiRA
PfEfE420.39 g0 11 AT oK fR R H1000mL > 4~ P I mLIR & 35
3 MR R BRiRE TS BB IRA
252, #d4pi% RB -
Pfig fh4%0.39 g0 14 T RR fE % 21000 mL 0 g i i 0 Pk i TF
#EAp%iRB -
2.6, P RARER 2 A
Popafe = F fa P IRE S50 mg o HREAE R 0 M T FRB AL LF 150
mL > %5 PN IR R > 34 ERET T o
26.1. Poig 2 28R R 2 P ERARR 2 50 pg/mL > - 1F2.8. 54k WL
20 PR R
262 g B IER R T AR IS pg/ml B R29. 5 A T fefe £
B 2 p IR .
27 BB FY

P-bioresmethrin ~ 5. # % (chlormequat) ~ 7 /= /£ (cyromazine) ~ dicamba >
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i )= % (diclomezine) ~ % % (dodine) ~ fluoroimide ~ & # +* (fluroxypyr) ~ i*
/& % (imazapyr) ~ MCPA ~ -5 ¥ (quinclorac) ~ = # " (triclopyr) 2 #ifj =%
(thiocyclam) ¥4 & * &2 5. & €25 mg > HFEfl® > A %M T [R3 f3 1 %
% 3 25 mL ; B iy ¥ % (acifluorfen) - bicyclopyrone ~ I i %
(ethoxysulfuron) ~ & #i= (flusulfamide) ~ 3% k% A3 (gibberellic acid) ~ &
i# F%& (imazosulfuron) ~ mesotrione ~ % :# [4 (metazosulfuron) ~ 4c 4 ¥
(MCPB) ~ ® % &[4 (oxolinic acid) - oxpoconazole fumarate % trinexapac-
ethyl¥1 6 * 38 5 2 K25 mg > Mmfl € > & WL 3T T % 125
mL ; P~dichlorprop ~ imazapic ~ 4t ¥ % (naptalam) 2 5. 4= % (tecloftalam) ¥+
P b b 925 mg o HEREAE R A BN R fEE L 225 mL 5 B
= ~ 2 ¥ (2,4-D)% dinoseb¥t BB * R 5.25 mg > o R fEY TF 3
25 mL v 17 S AR R o A KRR RETE o IRt BN E IR R R
& e AR D L pgml - IR -
28 Wwirz AW
2.8.1. TG * 37 2
1)
BRI > B 10g ) Hamfl e E50mLde F ¢ 0 4k (84 ~
51%7 Fez o % ¢ (41, V)3 % 10 mL& 50 pg/mLp 30452873 5%
10pL > £ & A4 »MIIETEIRE2 X% R F rlpw g 30 d
o) 4R Bk 0 B MATRE > 2B iE A 40E B 11000 rpmiE if
B E R R 1A 4 RS 0 3T 15°C 2 3000 xgHtes 54 4 o Bt 56 mL
BoATE I e F Ty 0 F E A FCE R 301000 rpmiR i 2 00 ] R
14 48 s » *15°C » 3000 Xgdt s 24 45 o B~ F ,jg"‘,,zlmL v N F PRI K
oo MmN Blmlia iz KipiER 0 EITRIR o
282 IIFGE * * 32 jee MM - B 2B E3 2 %)
R EmRof » OS5 g i E50mligs g d o b 2 qf
£z A3 oR10mL > R XA E204 4 0 b r F 1% fhzo 1 T
f%(4:1, v/v)i% % 10 mL % 50 pg/mLp 384882572 10 ul > & B 4c » 1 5
PEFIE R RR F RS R EIARTEST LR
RpigH. o £ g @A FTEE 31000 rpmik F 88 v E g T 1A s TS o
3+15°C > 3000 gt 54 46 o B b FR6mL > B3 iE i % g F 11
B R A ECE R 21000 rpmiR T & 0 £ ) 4R T 1A &8s 0 3 15°C 0 3000
XGHLis DA 4 o B} 7 FRlmL > 2§ Fe XTI WGz AT Bl mL
AR SRR 0 BITHRIR o

"'ﬁ

N E T R RSN DS
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283 MIZEGE* Wi L FH - FEH A3 EF 2 L T A %4 23
% 2tig):
Mt W BRI > BoX2 g0 HAEAE T B 050 mLagp F ¢ o 4o 2
B2 33 RI0mL R 3 TFE204 48 0 4e > 7 1% fhz e L T
% (4:1, v/v)i ;% 10 mL% 50 pug/mLp 374872 % 10 uL » £ & B 4c » 13
RS LR EEEE D SR N S S A I SR S
AT H 0 L B AL E 1000 rpmdE F A L A 3R 1A 4
(5 2+15°C > 3000 xg#rsSA 4 o B F6mL o § N g
> 12 3 ik A 475 8 >0 1000rpmdk i & 2 £ 5 7 R i 14 48.(8 > 30 15°C»
3000 xg#ts2/m 48 o Bt FRlmL s 1 F FRIBIGE AT LT R
I mL% % > S8y > Tk o
29. AF T pkEARY T

PV e 228 :‘fﬁ”%ﬁl% Au O FRARIE L2 R {8 i 0 e B R B

ImL ™% F "R X K5z > Ao\“vll*‘c > 1 pg/mLE %% /% 2~200 uL ~ 5 pg/mL
PSRRI IOpLE PR RREAE A ImL R &35 > BITAT T ik

BEUBR o BT BRI AT o g h RER P SRS SR 6

B4 L R ERR > 8170.002~02 pg/mL2 A F T Rtk R

R L e A L e SR
K %’-’r%? : CORTECSUPLCCI18 > 1.6 um » p j£2.1 mm %10 cm
xﬁ'—;ﬁ*g : CORTECSUPLCCI18 > 1.6 ym » p j£2.1 mm X 5 mm
BEApAR CAREBRUTAEEEFHR AT o

P& ¥ (min) A (%) B (%)
0.0—-20 99 — 50 1 — 50
2.0 — 8.0 50 — 30 50 — 70
8.0—15.0 30— 1 70 — 99
15.0 - 18.0 1 -1 99 — 99
18.0 —» 18.5 1 - 99 99 — 1
18.5 — 20.5 99 — 99 1—>1
#F o 4piniE ¢ 0.3 mL/min o

it~ g 15uL e
/i o 7 & (Interface voltage) :
TS 0 g (BSI)E * 4KV
TR i f oA (ESI )& * 3kV e
/i % 7§ & (Interface temperature) : 270°C o
5% 1 # #85i# (Nebulizing gas flow) : 3.0 L/min °
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‘v # % $87%:# (Heating gas flow) @ 15.0 L/min o

i87% | ¢ & & (Desolvent line temperature) : 200°C °

‘v B f & (Heat block temperature) : 350°C o

¥2 "% % %877 3% (Drying gas flow) @ 5.0 L/min °

ORS¢ 3 £ & & 1Pl (multiple reaction monitoring, MRM) - 1§ jp| 4t
O~ QUQ3F A T /B (Q1/Q3 Pre Bias) & st d 7 &
(collision voltage)4r¥if £ — % *f# = o

3 P ARRIFAEE AT PV RATR Y 2 KRB K TR £ 2P TIE

FON °

2
2.10. #EWFEHKE 7 ERIE
HRETFHRRZRE AT T REESRZRES pL > A W~ Rip k478 5%
Fﬁ%ﬁ’$29¢wP@ﬁﬁﬁ°ﬁ%&*%F Aotk B 4% ik 478
A2 FFRERZE S EF RERAPHRES 5 R TVER 2 > F T A3
kA ¢ RE2 7 ¥ (ppm)

Cid P& AF fethBRREFRKRRY & L F2 kA (ug/mLl)

ViER %Mz 1% fhz e % T ER(d:], v/v)is ok 2 B 4% (10 mL)

M: Pfi 2ttt 2 £ £ (g)

4 ApEa R RY LERTERERS ARG A F (S
100%) > % 3% 4 Bl 4o T

4T 35 B (%) ¥ 7 4 F(%)
> 50 + 20
>20~50 +25
>10~20 +30
<10 +50

[—
.

S PR 4 o AR S kS A

2. Wk 3R 7 #e 2 2_FiPFa = ¥ fig (triphenylphosphate, TPP) pr % & & &
d A = fj“Z\h'TF B #F oy it woart ¥ PE'*/%EEEX -
LM E N ERT YA RIAL FE TR A S

3. Xk = H i * >N P bioresmethrinZ. & % ﬂ\%ﬁ“?’é% E T
*HI#g ¢ fluoroimidez. & %% 5 ~ 5% = > % if * >*II3¢ » dicamba~ %
¥ -~ fluoroimide % #if) X 2 ¥ 5% o

4. P 3 RERFLS TR Bp 74 -

ML
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AT R
1. European Committee for Standardization. 2018. Foods of plant origin—
Multimethod for the determination of pesticide residues using GC- and LC-
based analysis following acetonitrile extraction/partitioning and clean-up by
dispersive SPE— Modular QuEChERS-method. NF EN 15662:2018 (English
version).
2. BRI CMEF FFTFRE C BIRAT TR A Rnis
HIRFRAEE R EE 2018 LA NP TR B ERT AT E 2o
g & £ 3F > 9:39-51



5 R A7 Bl

JLChlonnequat 0.87

AJLCyromazine 2.38

AREEE 11244 H 20 H
/L’I‘hiocyclam 2.54

TFDAP0007.04

m/z 122 > 59

K Gibberellic acid 3.71
]LM%oﬂ‘ione 3.79
JLDicamba 3.92

m/z 167 > 60

m/z 182 = 137

m/z 262 = 69
Imazapic 3.92

Quinclorac 3.95

m/z 340 = 228
m/z 219 = 175
m/z 276 = 163
m/z 242 > 224
Molinic acid 4.19 m/z 262 > 244
jLFluroxypyr 4.34 m/z 253> 195
k Naptalam 5.06
/LZA-D 5.59
KMCPA 6.00
/Ecyclopyrone 6.34
[LF[ugroimide 6.41 m/z 260> 110
KTﬁclopyr 6.47
jLTxinexapac-eth}d 6.75
[\ Dichlorprop 6.87

m/z 254 > 196
k Metazosulfuron 7.01
T
2 3

j\ Acifluorfen 7.65
5 6

m/z 345 = 143

m/z 292 = 144

m/z 219> 161

m/z 199 = 141

m/z 398 = 137

m/z 253 > 69

I
8

i\
Eﬂ%’

m/z 233 > 161
m/z 476 = 182

T T T T T

9 10 11 12

Time (min)

13 :
B ~ 2 LC-MS/MS 4 {5 chlormequat % 3138 P &L & 2.2 p 2R4L & 2.2 MRME

m/z 360 = 316
T
14
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Imazosulfuron 7.91 A m/z 413 > 156

Ethoxysulfuron 8.51 [\ m/z399 > 261

MCPE 9.21 A‘ m/=227 > 141
Diclomezine 9.59 K m/z 255> 141
Tecloftalam 9.64 K m/z 465 > 162
Dinoseb 9.81 }\ m/=239 > 193

Oxpoconazle fumarate 10.59 m/z 362 > 69

Flusulfamide 10.69 [\

m/z415> 171

Triphenylphosphate 10.96 m/z 327> 177

Dodine 11.07 k m/z 228 = 57

m/= 339> 171

Bioresmethrin 14.79 j\

T T 1 T T T T T T T T 1 T T T T T
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17

Time (min)

Bl ~ 1 LC-MS/MS 4 % chlormequat % 3138 B # L& 5.2 p (4L 2.2 MRME|



%t % — ~ Bioresmethrin % 1938 B % 2 |\ R4 & 2.5

MS/MS I #t+ #3%)
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P EF RIS S (LC-

A g 4t L &' (ppm)
o QUQ3 | .
IF = e e ,. FL3E
,, VERAEES (miz)> | RE
B ? P> 2 4 E=Y skza b L=C
v v A 53T (/) TR ?\;’% 1 1158 018~
V)
. . 339> 171% | 2830 | 15
1 B — —
1oresmethrin 339 > 143 2726 11 0.02 0.05
122 > 59% 2822 | 22
2 Chlormequat L3 33 g g; ;ggg ;2 001 | 002 | 005
122 > 63 1210 | 22
167 > 60* 1710 | 21
3 Cyromazine | J i 1677180 0l 2 | oon | 002 | 00
167 > 85 1714 | 20
*
4 Diclomezine | i ;gg g 51;31 gﬁ;‘ ;g 001 | 0.02 | 005
228 > 57* 2020 | 25
5 Dodine 5 % 228 > 60 2018 | 20 | 001 | 002 | —
228> 186 2020 | 24
*
6 | Ethoxysulfuron | i ggg g 3?51; }gﬁz ;(1) 0.01 | 002 | 005
260> 110% | 13/10 | 33
7 Fluoroimide — 260 > 168 14/16 23 0.05 - -
262> 110 1318 | 32
. > *
8 Tmazapic — ;;2 g }fé gggg gg 001 | 002 | 005
*
9 Imazapyr 3 ggg i gz ;;‘;Ll‘ ;g 0.01 | 002 | 0.05
413> 156* | 20/15 | 19
10 Imazosulfuron ik ik M 413 > 258 12/17 26 0.01 0.02 0.05
415 > 260 1326 | 27
*
1 Mesotrione — 338 i féi }g%‘ _1,(6) 001 | 002 | 005
*
12 | Metazosulfuron | %1 j;g - ;g? Hgg ?(7) 001 | 0.02 | 005
202> 144% | 3013 | 11
13 Naptalam 48 292 > 149 1414 | 21 | 001 | 0.02 | 0.05
292 > 127 1525 | 42
L | 262>244% | 2515 | 15
14 Oxol c % e
xolinic acid ®OE TRAE 362 > 216 551 2 0.01 0.02 0.05

%97 - 2 11F
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m g ¥ L 18 "(ppm)
. Q1/Q3 .
T8 = 5 SRR (m/2) > B R4
= v 4oz EL AR S - [_ gz w=b wC
2ot S apaaomn | TR R,Vi 147 IAEP | I
V) V)
Oxpoconazole . 362 > 69* 17/11 24
15 fumarate 362>179 | 1816 | 25 | 001 | 002 ) 0.05
. 4o 242 > 224* 29/21 15
I—;——
16 Quinclorac e % 242> 161 2715 36 0.01 0.02 0.05
465 > 162* 14/15 14
17 Tecloftalam L 4 463 > 162 10/16 16 0.01 0.02 0.05
467 > 450 12/15 8
182> 137* 18/13 16
18 Thiocyclam g R 182>173 22/12 24 0.01 0.02 -
182> 104 22/17 27
253 > 69* 26/11 22
19 | Trinexapac-ethyl — 253> 185 2612 | 12 | 001 | 002 | 005
253 >207 12/20 12
LS. | Triphenylphosphate ‘%géi‘ 327> 77 26/13 | 45 - - -

$
2

VR NATH L FRF AR EF A AT AR E RS T ER 2
PP CIAFA B ARE M W R PEAT S R R 2 e W

Ci*“h%ffﬁ‘w%w‘é¢ﬁ#£ﬁw#*ﬁ#¢3%2
*E RS LEREFIETARATHRER S 2D 0 - HipS

EF 2t
B

¥
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WA D s s B2 B2 5 EF R ERIHE 28(LC-MS/MS § EF H5Y)
e B 4 TE 1&='2(ppm)
, Q1/Q3 g
I8 =% o = n i
— VIR (mz) > | RE
< ¢ v 7 ! & R Zga Fab e
B~ L © A 54T (m/2) TR ?Vf% 1§ 1% 15
Q%)
219> 161%* 10/15 12
1 2,4-D o 219> 125 14/11 26 0.01 0.01 0.05
221> 163 22/30 14
360 >316* 19/14 12
2 Acifluorfen ¥ 360 > 286 19/18 17 0.01 0.02 0.05
362 >318 11/15 12
. o 398 > 137* 19/13 33
3 Bicyclopyrone 308 > 175 19/10 28 0.01 0.02 0.05
. 219> 175* 23/23 8
4 — _
Dicamba 71> 177 25/22 p 0.05 0.04
233> 161* 11/15 13
5 Dichlorprop — 233>125 11/12 26 0.01 0.02 0.05
235> 163 11/10 14
. - 239> 193* 11/18 25
e
6 Dinoseb I 739> 163 1116 1 0.01 0.02 0.05
- 5 253 > 195* 12/30 13
7 F1 N
uroxypyr 3 % 253> 233 12/10 9 0.01 0.02 0.2
415> 171% 21/16 36
. R 413> 171 21/11 28
8 Flusulf: e
usulfamide & BR 413 > 349 2116 40 0.01 0.02 0.05
413>179 21/15 37
. L . 345> 143* 16/21 28
9 bz A
Gibberellic acid  |3*F% A3 345 > 239 16/10 15 0.01 0.02 0.2
199 > 141* 21/13 14
1 —
0 MCPA 201> 143 2113 14 0.01 0.01 0.05
. 227> 141* 23/13 14
11 do
MCPB R 299> 143 24/16 12 0.01 0.02 0.05
. s 254 > 196* 13/20 13
12 ZF v
Triclopyr £ 256> 198 28/22 12 0.01 0.02 0.05

(\x,

R CATH R ARSI AL T AL S LA FER
g A Gr e AR WA P B Y
CE PR N FR A HF AU T AL S 2R B 2
*TRERIH LHRIHTRATHERER ST - T ¥

]



