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4. JESME

LC : UHPLC(Nexera X2) (B HHL/ERT)

MS : LCMS-8045 (B HL/ERT)

ST A : Shim-pack FC-ODS, 2 mm I.D. x 150 mm, 3um

BB : Al : 0.1% XEE+0.5 mM FEfR 7 > & =7 LKIEIR
B : 0.5 mM BT L E=U LEGHAK /) —)b

Wik 0.2 mL/min

77 x>k : B Conc. 5%( 0-1 min)-99%( 15-20 min)-5%( 20-30 min)

T KR - 40 C

EAR : 2 uL

A F 2 AbE— K : ESI positive, ESI negative
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HEIATLEAEE - 2 H B E AR LEE ST-L400 (7 A 27 4 A = X)

[EAE A — b U > : Smart-SPE C18-50, PBX-20, PSA-30 (7 A A7 4 %A = R)
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|_ TN ARSI L(EK) 4 g — &7 i EERE R REERD 0.5 mL
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7% b=k VU -k(1/1)TiL CPMF BL U7 4 71 =)L F43 0 S 72 o> 7208,
7t b=~ U K@D ETHIITBEIGRIZR X 221372 < WTORS S 0.5 mL
DI T 90%LJLIEIHR§%L7‘:O Flo, TR =N AVORERENEK E LTI2G CPMF
ZHEId 57201213 1 mL B E®RE T 2 06ENH -7, Zh iinaff%(l 5EL
*ﬁ#éoui®ﬁ%ibﬁ/7wﬁﬁ%®%@%ﬁ_7tF—F)ﬂﬂﬂmnémw

AR O

120
CPMF Fipronil
B ~0.5mL m~ImL

7 PBX-20 & PEFIALEC K D ARGy DR

100

80

60

B4R 3 (%)

40

20

0

ACN-W(1/1)
ACN-W(2/1)
ACN-W(3/1)
ACN-W(4/1)
ACN-W/(5/1)
ACN-W(1/1)
ACN-W(2/1)
ACN-W(3/1)
ACN-W(4/1)
ACN-W(5/1)



3-2. RIZBITHHTF U HORE
BHONTZRMEN ORI Y o —Z2/ER LT, WNEIGRERZ Eii L7-L = A, Kk
VT 14 B0 8 oy 3 A A AP & 52 1 TRIER D T0% A0 & 72 > 72 (K 8),

120
100 . ° ‘
[ ]
B 80
# 5070% ® e
=3 - : ¢
al 40 o
20
0
L £ £ E B & £ @ T & B " @ =
= ¢ ¢ ¢ 5 2 8B 5 5 & 5 & 2 §
5 & = 8 o E © 5 = = o 8 5
s © & § < & 2 £ 2 © = &
2 € ¥ 8 5 £ £ = > &8 B %
5 S o = o £ k=l i % = o
c £ E <= 5 o © g o =
5 2 5 E & 0 & 2 5
= < =] n
= E T
=

8 ZRUSINIAILRAER K R

Jonc|

25 5D 75 1do 175 180 175 2do 2d T ado

25000} ‘

20000

15000-] A\ @iﬁ(ﬁﬂﬁ LA 7/1/"]" 125ppb

100004

5000

250000

200000

1500009

100000

50000

T
20 0 130

% 9 77/:/%*14:9:/% ,fft%f@fm NNy g (FpyR i (S o
7V 1.25ppb) D TIC 7 v~ h7'Z A (F)ZEMHE O TIC 7 v~ 7 F AHEK)

R SII D T 8N 18 T AF TIHEHE SN TE Y (K 9), EHERIKRIC T~
THHICEBEGENTVD Z EDDND, ZEOEMENGRERICB W Th T % U HEHIC &
BHA A AV EMERI RO JF R Tl EHER S iz,



3-2-1. [EFHAMEICLDZ DT F o OBE

WIZEEND DT X AL ZOREENOEA 4 U RBEMRIC L VEBRETE DD T
PRI EHERI ST, 2 2 TR E MK TR L CEf~Am S b~ b Y v 7 A
H A HHE(F 2) LT PBX-20 & PSA-30 ZEfk LZEfH— RV v IBIR LT & b=
kU L-K(211) THEE LT, ik Z LC-MS/MS THIE L TR L R A2 Mzl L=,
0.01 g IS TIE, D724 VBIOZEATIFUERI AT I VERRES N (K
10), sEFAM R 0.033 g AU LL ETREAT IV HOE - BNy F o L—r g Ui
ZLTEY, EfEREEPINR NPT, BEREZBRE L T T U ERRETED
0.01 g tHY THRBRIEF RIS L L LT,

F 2 KIRINE &R ST B

KN (mL) 1 2 4 9 19
[ FH ~ D # k& i i (m L) 0.5 0.5 0.5 0.5 0.5
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3-2-2. PSA T L DR B ORER

FFEE D PBX & PSA Z#fE L CHMT S Z LIk v AP o7 U ERkRESN
e, EBHDOREMIC L ARG RZMERT 5720, RMHRICERMKEZ I Z AR L7
B 7N EOPBX-20 DA, @PBX-20 & PSA-30 ZE#fE L=t D, @& 52 PSA-30
ZHERE L2 b OIZ@E L7 b=~ ULk THE L, Wi A LC-MS/MS CHIE
L7z, TR, OPBX OADRMIEN ST T N ERE CHRit Shi-oicxt
L. @PBX + PSA 3 L U®PBX + PSA + PSA B II W TFH VEABREIS N TS Z
&Nl

20000000 7

150000001

e IR (DPBX-20

200000007

15000000

mm (@PBX-20 + PSA-30

18000000-]

m (3PBX-20 + PSA-30 + PSA-30

11 EHE» S OFHEO TIC 7 v~ k75 ACGERHK)
(k) OPBX-20 (#) @PBX-20 + PSA-30 (T) ®PBX-20 + PSA-30 + PSA-30

4. Fshniai s

NF IV XK, KEL E ) NVAFEIZEE 0.01ppm, AIZEEH 0.25ppm & 72 %
£ O IR IEYERIR 2 SN U CRNIEIIGRER % S0 L 7=, 1F 9 ALA B TIEoHralElbn &
FINEED 10 FRREDOA I X7 a7 ) RBABRH SN O EMICITHECE otz
IaFT =V NFA T A EORE L Z TOT o Tl R T AT R T 4T
T — RN CHIE &2 FhE L, AP OED TIXW TN D08 — R TR FERN
BoHNTN, RICBOWTIME— F & HIREIGE L 22> 70, LERUANDOEEHBLIUNTF
IV, XK KETEHITRTOMS CTEIEE 70%-120%, WITHE 10% N TH o2,

# 3 UIMENERER RS A

sl lF5#42 K x=Z F3NAE *

HE1T [R5 n=5 n=5 n=5 n=5 n=5
BIEE 0.01ppm 0.01ppm 0.01ppm 0.01ppm 0.25ppm
INATILRRE 1.25ppb 1.25ppb 1.25ppb 2.5ppb 1.25ppb
B4 RT(min)| #Bf% | [EURZE®%) | RSD(%) | EURZE®%) | RSD(%) | EIURZEM%) | RSD(%) | EIURZEM%) | RSD(%) | EIURZEM) | RSD(%)
CPMF 6.2 &) 104 13 115 54 105 55 108 23 111 18
Dinotefuran 6.8 (+) 102 1.8 91 4.0 96 3.6 94 3.8 75 3.8
Nitenpyram 74 (+) 95 46 86 3.1 920 5.1 94 2.8 113 90
Thiamethoxam 8.3 ) 105 08 90 15 107 14 97 2.1 81 26
Imidacloprid 9.3 +) 104 3.1 92 3.1 102 35 140 31.9 85 35
Thiacloprid Amide 74 (+) 100 1.8 95 3.0 111 2.9 110 1.8 108 2.3
o +) 54 6.3 82 3.7 77 8.3 99 36 67 4.1
Clothianidin % o 105 8.3 77 153 100 14.6 106 123 52 12.0
Flupyradifurone 106 ¢ (+) 92 3.2 920 2.1 94 47 116 43 92 33
Acetamiprid 100 | () 102 15 920 28 93 48 99 24 92 0.9
CPF 100 1 () 107 3.0 73 43 92 4.9 108 46 83 24
Sulfoxysafurol 104 (+) 108 6.7 91 52 106 48 98 6.8 79 39
Thiacloprid 106 | (+) 103 15 87 0.7 94 4.9 100 2.7 85 1.3
Ethiprole 142 | (+) 106 2.7 96 3.2 110 8.1 104 2.0 88 43
Fipronil 151 | (2 99 15 99 25 109 52 96 45 71 50
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Sumii
T

\I

[IZL&IC)

B O IXBIIRIEREZEDMARSICTC, NFIvVaYr7iLE Lzx —_7—//( N REBERIODITEICDOWTREK L2, 5[0
[F. X %}ﬁ/\&v %ﬁnitﬂ%ﬁfﬁj:bf ANTEEBET L2 7-0ORET 5, * aOF /A #%e REN /) T TV ET L. F
ToaAZ7 YR, F7Toa7Y K7 I R, CPFEBE XU CPMF (= T/l:7MJc%fF%) 7 (N C —aF /A #% ,\§Ué:I_JL<7Jz7’L
L3y 7%4”'/:\?12!&6:1’? _’9“% sy yay, RIAFH 7O, TF7A—IIL, T4 / IWEEIML 7z, BIRERSG L7z/NF IV

Sz, XK (BHE) ( RKE (B8 | BINAR (EFEFRZZ<ETHD) | & (K) zothass Lffﬁﬁ'bf:o

(7403 7 O —) [ 7E 515 )

[ | res) \ LC : UHPLC(Nexera X2) (&3£84E7)
SREHEER(%1) Smart-SPE PBX-20mg : #5&! MS : LCMS-8045 (& & 1FT)
| RO K (3%2) Smart-SPE PSA-30mg : }5% N H 7 Lt Shim-pack FC-ODS, 2 mm I.D. x 150 mm, 3um
_ _ BENE : AR : 0.1% ¥E+0.5 mM EEEE 77 E= 7 LIKBIRK
ixED 157 S #hikl EERFEEEHBRFRED 0.5 mL B : 0.5 ronM BTV E_ILSEALR) —)L
RAIE 157 E® 7 R=NIL-7K(2/1) 0.5 mL R 1 0.2 mL/min
I /J“bI] 7 =L 10 mL e 7T b :BConc.5%(0-1 min)-99%( 15-20 min)-5%( 20.01-30 min)
3 Hh 7 LORE 40 °C
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