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SR ATREERR S EZ-SERTAFE(R)
Method of Test for Pesticide Residues in Foods - Multiresidue Analysis (6)
Lo el - MR 2@ 0 2 0B R A FHESZ
H 3 A & 8 &7 bioresmethrin % 2378 B % (57 L' 4 -
AR Z)SERT AT e
2. ¥eHk > 2 L R E * QUEChERS ;# (Quick, Easy, Cheap, Effective, Rugged,
Safe) # e X & > R 4 K 47 8 M OF # & (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS) & 372 >

e

21. %%
211 RAp kA7 BF R
2.1.1.1. 33k @ 7 FE 3 i (electrospray ionization, ESI) -
2112 %+47¢  CORTECSUPLC - C18 - 1.6 um > p f22.1 mmx 10cm >
VS WA
2.1.1.3. %3# ¢4 CORTECSUPLC: C18- 1.6 um> p j£2.1 mmx 5 mm >
R

2.1.2. #1275 % (Blender) o

2.1.3. # &4 (Grinder) °

2.1.4. 3 ik & 4% B (High speed dispersing device) : SPEX SamplePrep P 2010

GenoGrinder® > 1000 rpmr4 + 5 2 e & 5 o

2.1.5. & %(Centrifuge) © ¥ i£3000 xgrs b > iR A ¥ E15°CIH T 4 o

2.1.6. ¥ F k5% ¥ (Nitrogen evaporator)

2. FE YRR BEAGOR R E L L R 2 T ISR AT & 1
o~ BRIFEES ~ BIFFLE - 40 ~ E-KALEL4E ~ primary secondary
amine (PSA) -~ octadecylsilane, end-capped (C18 EC) % graphitized
carbon black (GCB)3&#k #* & 475 5 & #p3 -K (v 7 [E>+25°CV i
18 MQ - cmr2 +) ; bioresmethrin % 2338 B & ¥+ pe # £ . ; pift
= ¥ fig(triphenylphosphate, TPP) b 38 4% 2 2. o

23. BEZ HHC



2.3.1.
2.3.2.

2.3.3.
2.3.4.

2.3.5.

2.3.6.

2.3.7.

2.3.8.
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g 1 15mLz 50 mL » PP o

Ja ¥ 1 3472022 pm > PTFEH B -

FEFL - 25mLE50mL > #&Hd o

F# %32 % 7 (Ceramic homogenizer)™ : # * Bond Elut QUEChERS P/N
5982-9313 5 & Ir & - o

Foow g alD g g okmpeEAgs £ ALY RIFRAALGE RIFM
i -4059-

i g d 1090 2 PSA 150 mgx & -k £ 42900 mg » ik f
BOML 3 * W EERAE ~ AR 2 H s I A u g (8 9)HKRAE o
i g d 1090 2 PSA 150 mg ~ # -k #2#4£900 mgz C18 150
Mg ¥k f imEOomL i * >N T Kl o

e o M 0 3 PSA 150 mg ~ & -k Fifik4£855 mg% GCB 45
mg: iR f mE6mL @ * A FEE 43P 2 H BT A
4 (i ) He 4 -

a1 HLIBTE VAR WARA R AR R o

21V iRE R AFEERY D B LAZEZELY B LT o

24, A D

2.4.1.

2.4.2.

o 8 19 AR (411, VIV)iA

Beo ¥ g1 0 AR L4t ] (VIV)Z bt BIR G

72 1%" pez o % ¥ AR(4:l, vIV)iB iR

B9 p210mLZ ¢ % 0 EE(4:1, vIV)i% R 990 mLiR & 355 o

25, B qpin R AW

2.5.1.

2.5.2.

8405 R A

PFEFLAR0.4 0 0 1A dF K3 fRRE H1000 ML 0 4 » PRI MLIR £ 35
3 REHER 0 PRI BT B ARIARA

#8405 % B

g LAR0.4 Q0 14T R R 6 $1000 ML o R N R 0 SRR BT
#B B A3 B -

2.6. &S &K*ﬂ —g/p R 2 B! %‘1
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PoBife = F P P 8HRHE & 950 mo o HAERLE 0 M T R EY 2% 150
mL > 5 p IR R > 300 f LT -
26.1. P F P IRE R ) Y AR AR 250 pg/imb v - 1F2.8. & i @
2N PR ER R o
2.6.2. B-ip & RS R 2 P BRARR 25 pg/ml e B iF2.9.5 AT fede £
BB RAERF 2 p IR R
2.7 B2 el
P~ bioresmethrin ~ 5. # % (chlormequat) ~ 7 /= /£ (cyromazine) ~ % #
(dodine) ~ i& = & (|mazapyr)l« #- 5 ¥ (quinclorac) ¥t Be * &% 5. & 25
mg > HAEMLTL > AB Y BRAMRT LFI25 ML Lk
(ethoxysulfuron) ~ prothioconazole ~ %t % +kfi& (oxolinic acid) ~ = ~ =
(2,4-D) ~ 3» %% A3 (gibberellic acid) ~ i ;= % (diclomezine) ~ dichlorprop ~
MCPA-~mesotrione~ 4 # ** (fluroxypyr)~ = # +* (triclopyr)~trinexapac-ethyl
4 X (MCPB)$t e * 1R85 & 925 mg » M mfl <> & Wl iR %
I % % 225 mL ; B~imazapic ~ # 4 >(naled) % 4 & (naptalam) %4 p& *
L 025 my o HAER T > AR A RIAIREY TF 125 mL; B
prohexadione calcium#¥t pe * &% & )25 mg > i Fe fi 0 "MK B fRE LF
225 mL T 5 EE R '*,!rt prohexadione calcium& % f % 7 #78% fie %
gkl H AR R Rt L f R o TRt R R A RE R
RE o e HHFRILpg/mL o EIEERER R
28. iz AW
281l FEE A3 P2 Hu XA (Ha):
Bt gon Bx:qug ’ #%Fi’;fﬁ;a’ Eavgpo g r o kiede» 71%
pkz e L ® ER(4:1, viv)ia %10 mL% 50 pg/mLp $R4R %% 7% 10
UL f Bt » REALF T E0% & Frapcd 5 g
Bz Pr T Bk 0 ok BAEEHL 0 LU R aE A T R 211000 rpmdk i
1A g e i 14 & fs 0 »v15°C > 3000 xgé w54 6 o P~ iR 6 mL
EoraEitr gpeo gl g i A FrE R 211000 rpmik i & 2 g IR
FLlr4sis > »>v15°C > 3000 xQé w24 45 o B~ F ;‘%’-;‘,’&1 mL > 12§ § %
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IRz o mT T ERImLE R ViptEiEig 0 BITHRR
2.8.2. FHAFE jLE A
RAR R ERISY > B 05 g0 AL BATHS F P o b r T
233 oR10mL R g ¥ % 204 40 40 ~ 5 1%7 Fhz o 9T FR(4:1,
VIV)i% %10 mL2 50 pg/mLp 3R 4 2 10l » & F 4 » [§ ZLBOF T
132 S5 > FHaps F F > "Er R T RS > o BR
Boo L 01B @A H7E B 21000 rpmak i 28 0 R R T LA &S 0 T
15°C » 3000 xQ&t: 54 48 o Bt FiR6mL » B 307E v % g F 11> 12
B id A 0B 201000 rpméE i & 12 £ ] 3R i 1A 48 15 0 1 15°C 3000
XQas 24 4l o B bR dimb s 10 F ORI Mgc o AT T Blml
R MRTEiER 0 BRI o
283. FH~FEEH - AIEFZ U T AESFGCR)
M BRI B2 g HAEALE BNELe Y o b MIEL 2
245 k10mLo R g X4 B 204 40 4 » 5 1% g&u %19 R (41,
VIV)i% % 10 mL% 50 pg/mLp 3848878 2 10 uL > £ & B 4 » 1§ LIDF
CLHEE EEr oA FH e d E o T #}%fﬁﬁ: ) bk WA
BB LR i A HTE B 21000 rpmdk F B 0 E gzl iR T A 4818
%:15°C » 3000 X Q54 48 o B~ iR mL » B 3 it % g # I -
YR iE 2 FTHE 2 1000rpmdR B 0 E R AR T L 4w 18 0 21 15°C >
3000 xg4t:s 24 46 o B~ b FiRlml o 1 F F IR AT ST @
I1mLi3f3 > NipiiBig > EiTHR o
29. AW et sE
Bz v i8> 228, ;F’F%%‘l#‘ e FRARIE B2 gL fg ) /)3173’4";"’1
Bimb 2§ F R T REE o AW M * BT~ 1 pug/mLAE %3 ik 2~200
pulz 5pg/mLp 3482 210 ul > WA Z1mL - R &353 > HIFAF
TRREMGIR BT AFERE AT o gL R FE P IRE R G
farve o B R R ERR - ©170.002~0.2 pg/mL2 A F 7 At £ A
AP 4 8 T A A 2 0
R +7% : CORTECSUPLC - C18 » 1.6 um > p j£2.1 mm x10 cm o
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3k ¥ 4 - CORTECSUPLC > C18 > 1.6 um > p j22.1mmx 5mm e
HBEABR CAREBRMUTAEEREEFHR AT o

¥ & (min) A (%) B (%)
0.0->20 99 — 50 1—50
20—->8.0 50 - 30 50> 70
8.0 » 10.0 301 70 > 99
10.0 » 13.0 1->1 99 — 99
13.0 » 135 199 951
13,5 - 15.0 99 — 99 1->1
# @ Ap ik 0 0.3 mL/min o
A ~8 15pulo

£ g % & (Capillary voltage) :

TRAL i a4 (ESI )3 % 3KV
TOEH S f A (ESH )& 16KV e

# <+ R & (lon source temperature) @ 150°C -

% B4R & (Desolvation temperature) : 450°C o

aafiﬁafﬁ §8 7% :# (Cone gas flow) : 30 L/hr -

% B 5w % (Desolvation flow) : 900 L/hr -

MORlHEEN 1 % £ & & @ Jp(multiple reaction monitoring, MRM) o 18 R &
+ ¥ - & f5 44 7 /B (cone voltage) &2 zi 52 sc £ (collision
energy)4etit £ — £ ' & =

3L P RIRF R AT A GRRE T R Y 2 RE 0 KR H 2R T

i

2.10. #FWREHKE 7 2R T
HAAEPHRRE AT T REBERBZRFES uL> &AW r %4k 45 8 55
TR ’:ﬁZ.Q.zw«x‘«Efﬂa\ﬁ0)1‘1:6;,1'*’55%" Aotk & A% R o7
REZFGRERE S EFR f@xwuamﬁt—wﬁfi“‘”%J XT3
Fatddieae k#2272 (pm)

CxV

M

&\
\

WY LR &L 7 E(ppm) =

5
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Cid P REZ AT REERRETREY L R #F2 k& (ug/mL)

ViEpfetiz 7 1% g o 4 0T R4, vIv)ig e 2 1A% (10 mL)
M: B4tz £ 2(0)

A Apg R Ad PR E BRI 2 LR fiAph e @
(<100%) » % 3§ Fl4e T

19 A 5 R (%) Lk L0
_— +20
> 20~50 +25
> 10~20 + 30
- 10 + 50

il AEER S 22 TR EUIeR - 2 A o
2. +§‘5é;+b 2 ¢ 75 #u 2 2_FxBs = % fig (triphenylphosphate, TPP) p 3% 4 &
vl At E R N ATy B E o LR Eott %ﬁ%;ﬁé}ifm
- RPN FEN cZRT YRR FLETEA S
3. AEFH T IEI P HFOEEE A FRESFEE BT j‘*ﬂ.«f”(fﬁa)"
prothioconazolez_ % ; &Pk > 2 3 i * R L o257 2 4
¥~ ~ prohexadione calciumz_ 5% ; A% > 2 2 {3 r 8~ FE S
A FESF 22X AEF(0%)? 7% > 3 FA3Z2
prohexadione calciumz_ & 2% -
4. eH@? 3 R RFSE LI TFE p 78 -
o 4 é)gie :

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. 5B MBEF SEFHFRE BRI MR AR R

EES #2018 P AN LTI R ERT A7 F 28

HIET W A
Feo daFEHAY E3F > 9:39-51 -
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5. ¥ R =¥
%5 & 17 B3
100 o m/z 122> 59
S th]ormcquat
0 ’ - PO i o B o o o e A G Sy i i e i TR e e i e e e o TS G s E S R S i e
2.00 4.00 6.00 8.00 10.00 12.00
1.62
100 ; m/z 167> 125
o Cyromazine
X N
o — S S
2.00 4.00 6.00 8.00 10.00 12.00
100+ m/z 262 > 69
¢ | Imazapyr
Q=== S i et i R s i b e SO ) it s i S ARG e T i
2.00 6.00 8.00 10.00 12.00
100 22 m/z 340 > 228
g} | Mesotrione
0i————1———————n S
2.00 6.00 8.00 10.00 12.00
100 e m/z 345> 239
e\,i ' Gibberellic acid
[} — - S——— S
2.00 4 0() 6.00 8.00 10.00 12.00
100 i m/z 276> 145
XS tmazapic
T Ty | R o ¢ T T T B s i ) T T
2.00 4.00 6.00 8.00 10.00 12.00
100- s . m/z 242 > 244
< LQumclorac
0 T T L e D65 ] B b B e T T T T T T
2.00 4.00 6.00 8.00 10.00 12.00
3.43
1004 o m/z 262 > 244
ol Oxolinic acid ‘
=
(1 ,L A s S SO
2.00 4.00 6.00 8.00 10.00 12.00
100 i , , m/z211> 167
- L Prohexadione calcium
0 T T > T T T T T T T
2.00 4.00 6.00 8.00 10.00 12.00
100 Sae m/z 253 > 233
e L Fluroxypyr
)
(1) O/ .
2.00 4.00 6.00 8.00 10.00 12.00
100~ 421 m/z292 > 144
© Naptalam
0' T T - ey T T T T T
2.00 4.00 6.00 8.00 10.00 12.00
100+ i/l m/z 219> 161
° 24-D
0 T T T T Tt T T T T T
2.00 4.00 6.00 8.00 10.00 12.00

Time (min)

B ~ 11 LC-MS/MS 4 45 chlormequat % 2378 P &£ 5.2 p 2842 % £.2 MRM ]
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100+ A3 m/z 199 > 141
< MCPA
0 T T T T " T T T
2.00 4.00 6.00 8.00 10.00 12.00
100 t m/z 254> 69
= Trinexapac-ethyl
0 T T T T T T T T T T
2.00 4.00 ‘ 6.00 8.00 10.00 12.00
100 < m/z 254> 196
e Triclopyr
()
0 T T T T T T T T T T
2.00 4.00 6.00 8.00 10.00 12.00
100 S m/z 379> 127
% LNaled
¥
2.00 4.00 6.00 8.00 10.00 12.00
100 L . m/z 233> 161
N I Dichlorprop
0 T T T T 1 T T T T T
2.00 4.00 6.00 8.00 10.00 12.00
100+ i m/z 399> 261
< Ethoxysulfuron
0 . - ; ; :
2.00 4.00 6.00 8.00 ’ 10.00 12.00
100+ A m/z 277> 141
S MCPB
0 T T T T d: T T
2.00 4.00 6.00 8.00 10.00 12.00
100+ oL m/z 255> 80
o Diclomezine
0 T T T T T T T T ¥ T T T
2.00 4.00 6.00 8.00 10.00 12.00
100+ 2 m/z 327> 77
N Triphenylphosphate L
0 T T T T T T T T
2.00 4.00 6.00 8.00 10.00 ‘ 12.00
100 _ e m/z 344> 189
< Prothioconazole l
0 T T T ¥ T T 1§ bl 5 | il T 7 |
2.00 4.00 6.00 8.00 10.00 12.00
100+ 2 m/z 228> 60
© Dodine L
O T T T T T T T T
2.00 4.00 6.00 8.00 10.00 12.00
100+ 1082 23395171
- Bioresmethrin
<
O T T T | T T T T | T L =
2.00 4.00 6.00 8.00 10.00 12.00
Time (min)

B ~ 12 LC-MS/MS 4 47 chlormequat % 2358 B & .2 p 3R4% % 5.2 MRM ]
#(9)
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%% — -~ Bioresmethrin% 1578 B 2z p R4L8E 2.2 5 & F B o P 4282 T8 &'Y(LC-MS/MS 1+ H5Y)
AT TEHF 5 C&ek- -2 ) T2 & '(ppm)
% % s oo | mig> | ERE R G s > | ERE R e | e
TR v A ¥ 33 (ml2) L A A 35 (ml2) CUPO S T S FHE A R
V) (eV) V) (eV)

1 |Bioresmethrin — 339>171 26 16 339 > 143 26 25 0.01 0.02 0.05
2 |Chlormequat FER 122 > 59 37 20 124 > 65 32 18 0.01 0.01 0.05
3 |Cyromazine FE 167 > 125 30 18 167 > 108 30 20 0.1 0.2 0.5

4 |Dodine B 228 > 60 30 25 228 > 186 30 20 0.01 0.02 —
5 |Diclomezine F R E 255> 80 45 25 255> 141 45 15 0.05 0.1 0.2
6 |Ethoxysulfuron RS 399 > 261 24 14 399 > 218 24 24 0.01 0.01 0.05
7 |lmazapic — 276 > 145 45 36 276 > 163 45 31 0.01 0.01 0.05
8 |Imazapyr i B 262 > 69 27 26 262 > 86 27 26 0.01 0.01 0.05
9 |Mesotrione — 340 > 228 34 18 340 > 104 34 32 0.01 0.02 0.05
10 |Naled B4 379> 127 15 16 379> 109 15 36 0.01 — 0.05
11 |Naptalam A 15 292 > 144 14 9 292 > 149 14 22 0.01 0.01 0.05
12 |Prothioconazole — 344 > 189 13 20 344 > 326 13 12 — 0.02 0.05
13 |Oxolinic acid ® R R 262 > 244 25 18 262 > 216 25 30 0.01 0.01 0.05
14 |Quinclorac e s 242 > 224 25 19 242 > 161 25 33 0.01 0.01 0.05
15 |Trinexapac-ethyl — 254 > 69 30 10 254 > 185 30 10 0.01 0.02 0.05

I.S. [Triphenylphosphate  |F4ft = ¥ fig 327> 77 40 35 — — —

T OTER A AR E AT MR (5 9)
_&’H’ %’\;‘LF&‘F‘Z‘# _‘?'_

R N S

5

His g (30%)




ABIHEA - 106 44 H 26 H
51 RIEIE - 108 4£ 12 H 27 H

TFDAP0007.01
A v ek E8 LR D L E K R 28 E T EBYLC-MS/IMS § S H555)
g TR Y TS H L E f2"(ppm)
7 S EHRA | R | L, R4 | AL
— — ., | P EREEF (miz) > ; i ﬂ if W BRdp+ (m/z) > ; i ﬂ if‘ sr g owrd | gpowsb | s
~ V) [ (V) | — V) | (V)
2,4-D
1 |(2,4-Dichlorophenoxyacetic |= ~ w # 219 > 161 23 15 221> 163 23 15 0.01 0.01 0.05
acid)
2 |Dichlorprop — 233> 161 15 15 235> 163 15 15 0.01 0.01 0.05
Fluroxypyr ENE N 253 > 233 25 15 253 > 195 25 15 0.01 0.01 0.2
4 |Gibberellic acid 3% A3 345 > 239 30 18 345> 143 30 40 0.01 0.02 —
MCPA
5 [(2-Methyl-4-chlorophenoxy |— 199 > 141 40 16 201 > 143 26 15 0.01 0.01 0.05
acetic acid)
MCPB
6 |(2-Methyl-4-chlorophenoxy |4 3 & 227 > 141 15 12 229> 143 15 12 0.01 0.01 0.05
gamma-butyric acid)
7 |Prohexadione calcium — 211 > 167 30 20 211> 123 30 20 0.05 — —
8 [Triclopyr N 254 > 196 19 14 256 > 198 15 10 0.01 0.01 0.05
SETOTEERAL AR R B K M ()
YR o2 0
CERTREE S A RS2 E R A ()
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