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L, @20 mL O~FV &2z, KRS KD
TATHAKLZHD%E GCIZELTYZ U —2F
TLEb?D, @5mLIZIRME L7z D% 250mL O
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(1) HPLC conditions

(Shimadzu Nexera X2)
Column Acquity UPLC"" BEH Phenyl
(1.7 pm, ®3 mmx75 mm)

Mobile phase A:5mM Ammonium acetate water solution
B: Methanol
0 min -2 min 90 %A, 10 %B liner gradient 7 min

. 7.5 min 35 %A, 65 %B liner gradient 5 min

Gradient 12,5 min 5 %A, 95 %B liner zadient 0.1 min
12.6 min - 18 min 90 %A, 10 %B

Flow 200 pL/min

Oven temperature 40 °C

Injection volume S5uL

(2) MS/MS conditions

(Shimadzu LCMS-8050)

Tonization mode Positive-ESI

Interface Voltage 4kV

Heat block temperature 300 °C

Interface temperature 200 °C

Desolvation Line temperature 250 C

Drying gas 10 L/hr

Heating gas 10 L/hr

Nebulizer gas 2 L/min
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IDL %O IDL A E B

Compound m/Z IDL(ng/mL) | IDLE #HEfE(ng/g) [Surrogate m/Z
Oxamyl 237.10>72.10 0.056 0.0028 . 274.00>128.20
Thiamethoxam-d 4

Thiamethoxam 292.00>132.05 0.088 0.0044 295.00>214.10
Nitenpyram 271.10>125.70 0.20 0.010 Nitenpyram-d 3 274.00>128.20
Imidacloprid 256.05>209.10 0.080 0.0040 259.95>213.10
Thiacloprid-amid 270.70>125.70 0.029 0.0014 Imidacloprid-d 4 259.95>213.10
CPF 198.80>128.10 0.040 0.0020 259.95>213.10
Clothianidin 250.00>132.00 0.18 0.0088 Clothianidin-d 5 253.00>172.10
Acetamiprid 223.05>126.05 0.040 0.0020 Acetamiprid-d 3 225.95>126.05
Diazinon 305.05>169.15 0.26 0.013 257.10>126.00
Thiacloprid 253.00>126.00 0.036 0.0018 Thiacloprid-d 4 257.10>126.00
Fipronil 434.50>330.00 0.22 0.011 257.10>126.00
Dinotefuran 202.90>129.00 0.045 0.0022 Dinotefuran-d 3 206.00>132.20
NAC-d 5(Syringe spike)  [209.00>152.00
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JEE AR L727 & bRk EE L, O~FY
VEMZBAKDOHIL, 7V —rF o T Lighoiz
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R4 AFALMFIRCRES R
(FEHE S, 10 pg/mL (2% B HifgE) (n=3)

I X1 I %2 I >3
Oxamyl 1.6 1.6 1.6
Thiamethoxam 1.1 1.2 0.90
Nitenpyram 1.3 1.3 1.2
Imidacloprid 1.1 1.1 0.92
Thiacloprid—amid 1.3 1.3 1.2
CPF 1.1 1.1 0.99
Clothianidin 1.1 1.2 0.98
Acetamiprid 1.1 1.1 1.0
Diazinon 1.2 1.2 1.1
Thiacloprid 1.0 1.1 1.1
Fipronil 1.1 1.2 1.2
Dinotefuran 1.3 1.4 0.89
Thiamethoxam—d; 1.3 1.3 0.86
Nitenpyram—ds 1.2 1.1 0.93
Imidacloprid—d, 1.1 1.1 1.0
Clothianidin—dj 1.1 1.2 1.1
Acetamiprid-d; 1.2 1.2 1.0
Thiacloprid—d, 1.2 1.2 1.1
Dinotefuran—ds 1.3 14 0.95
I OITEEHERDOPLEEDN0 p
X1ym&ﬁé;5%Mbwﬁbt
| R A AR AER 10 ng/mLoD HiFE
fECER L7ZfE
I OITIEAERDIREEAT0 p
2 gmL& 72D KO UGE LTz
T AR A A AR AERR 10 pg/mLoD HFE
ECBR L 7= fE
I QITIEAEIR DIREEAN0 p
%3 gmL& 72D LU LUEIGE L7z
7 AEE A RN 10 pg/mL oD E
ECER L 7=
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FARRE L, 10 2R o OBl KON 10 2y M2 E 5
A& LTHAL, GC Z# FIcEE LT ' M
§mL THiHH L, EHT AKX ST LTO05mL I
L, YU PANRAL 7D NAC-d; % 10 ng L7325
Xz, @eiAKkzEzNzZT 1mL IZERL,
LC/MS TER L7z, fiRE%K 5 ITrR7T, AWFET
XL LA = a2 o0 T, 96 %LL ED[EIY
BNELNTD, THE LY e sl — o=
VT Ah-ds NN )T T T -ds DEIERIT 50 %
\ZiiliT= 72 o=, ZAUE, T DRSOk
DEW (=T BT A LogPow =-0.66, ¥/ 7
77 LogPow = -0.544) Z LI XV EREF DK
SWIETIAAT LE 2722 & THIRTE 202>
T2l EEZLNT, B, =7 0T A I8
STHETAZ=TVETLARRY )T 7T v -ds
Lo THETEZY )T 770385 METH
L, FOMOY A — NI oWTiL, B
A e E BRI RREFE O F5| X ITRS
72 50 %~120 %DFPHAN TH - 72,

x5 EE~DRMEUGHERER (h=>5)

EREFE %] | B R E(%]
Oxamyl 96.3 12.1
Thiamethoxam 114.7 4.5
Nitenpyram 115.8 15.5
Imidacloprid 113.6 5.0
Thiacloprid—amid 111.1 8.3
CPF 104.0 8.5
Clothianidin 114.4 10.3
Acetamiprid 119.1 2.0
Diazinon 98.8 8.7
Thiacloprid 119.7 4.2
Fipronil 119.4 7.2
Dinotefuran 113.5 2.9
Thiamethoxam—ds 92.5 14.2
Nitenpyram—ads 27.5 86.4
Imidacloprid—-d) 90.9 14.6
Clothianidin—d/; 91.2 13.6
Acetamiprid—d; 83.0 12.0
Thiacloprid-d, 83.4 9.3
Dinotefuran—d; 273 13.8
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KW R A = 2 K OV B RINAR D % 4= =
HFEEXENEN 10ng 725 X 5124, FF K
L CHEFERIH L, 10 2R o050 BER O 10 43
BREAAZBMLTCPIAKL, GC 2 FITEMELTT
T hr8mL THIH L, BEHAKREZ ST LTO.S
mLiZL, VYA, D NAC-di % 10ng &
725 XA, BHKEMZ TImLIZERL,
LC/MS TER L7, fREZXK 1 LUK 2 1277,
Z 2T, =T == bR RE, Tt
xR4T, /7. XA T 4 THROEIEIL, Yo
47— MR TR IE LT U722 U TATE O # kHE 7>

BacetoneOmL  Dacetonelml Dacetone2ml Eacetone3mlL
B1 #AZaRA T4 THREBREADTE Y

NELE (7EFO0mMLDHFn=1, FDn=3)
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K 2 rAZIEKFREBEEBRE~OT L L
NEE (FLEFO0mMLDHn=1, FDfthin=3)
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W2kt oT78 o4 1 mL LA FICE
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