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LCEH

FTHEH. XRFZSHITFKHZEREL=.

HE Shimadzu LC-20 series
— ZORBAX Eclipse Plus Phenyl-Hexyl Rapid Resoution
AWAT L $2.1x50 mm, 1.8 um
A:0.1% EE - H,0
B B:0.1% & - MeOH
#HI|A:80% B: 20%
0->2min|A:80% B: 20% /
256min|A:55% B: 45%
BEagH | . /
6->7.5min|A: 0% B:100% | & J
7.5>12min|A: 0% B:100 % _
Stop:12->12.1 min|A:80% B: 20% | |
T#i{b:12.1>145min |A:80% B: 20% T atma ’
BEHERE 0.3 ml/min
AR 3.0 puL
HoLBE 40 °C

6




MS/MSEE {4

BEIETATSLERANTAYYREETELT-, (100ppb®D

N=PAN ¢
P oy =

55

EEEH)

FiE Shimadzutt & LCMS-8050

1FbE—F/ TR—TEXE ESI(+/—)./+4.00 kv/— 3.00 kv

RITSGARARRE 3 L/min

FSAVARARE 10 L/min

DLEE E—rJOvYERE 250 °C.~400 °C
E £ M MR H a4y —k

M T4 HOs5—k

m/z

(FTVHh—HY—AF4> > Tax o441 )

Dinotefuran./ Dinotefuran-d3

203.10 > 100.15

203.10 > 129.05

206.10 > 132.05

Nitenpyram.” Nitenpyram-d3

271.10 > 56.15

271.10 > 224.90

274.10 > 228.15

Thiamethoxam.” Thiamethoxam-d3

292.00 > 211.10

292.00 > 180.95

295.00 > 213.95

Imidacloprid.” Imidacloprid-d4

256.05 > 208.95

256.05 > 175.00

260.05 > 179.25

Clothianidin.~ Clothianidin-d3

250.00 > 132.00

250.00 > 168.95

253.00 > 171.95

Acetamiprid.” Acetamiprid-d3

223.05 > 126.05

226.05 >126.00

Thiacroprid.~ Thiacroprid-d4

253.00 > 126.10

257.00 > 126.10

Fipronil~ Thiamethoxam-d3

434.90 > 330.10

295.00 > 213.95




HAavcI S L

0.1 ppb

270000 ]
260000 ]
250000
240000 |
230000
220000}
210000 ]
200000
190000
180000 ]
170000
160000
150000 ]
140000
130000
120000
1100001
100000
90000 ]
80000 ]
70000
60000 ]
50000
40000
30000
20000}

10000}

o~ O B WM

Dinotefuran.~ Dinotefuran-d3
Nitenpyram./ Nitenpyram-d3
Thiamethoxam.” Thiamethoxam-d3
Imidacloprid.” Imidacloprid-d4
Clothianidin.~ Clothianidin-d3
Acetamiprid./ Acetamiprid-d3
Thiacroprid.~ Thiacroprid-d4
Fipronil

~10000]

8.0 8.5 9.0 9.5 min



(min)
1.0
|

~0< k45 L (posi, 0.1 ppb)

5.0

10.0

30000 §1:¥/7 75 > #d3(Dinotefuran-d3) 206.10>132.05(+) CE: -12.0

20000 Dinotefuran-d3
10000+
0]
2.*}/7’73>(Pinotefuran) 203.10>100.15+) CE: -17.0 .
200 \ Dinotefuran(ZE = F)
10001 , |
W\

I
0 nn/

LAVSIVA VIV, SN\, \DUNY WO, %

2:5/5 2% 2 (Dinotefuran) 203.10>129.05+) CE: -12.0

10000

Dinotefuran(fE:2FR)

3: =5 E'S Li-d3(Nitenpyram—d3), 274.105228.15(+) CE: -11.0

Nitenpyram-d3

l4:=F> ES L(Nitenpyram) 271.18p224.90(+) CE: -10.0

Nitenpyram(ZE = F)

[4: =52 E'S L(Nitenpyram) 271.1056.15(+) CE: -29.0

Nitenpyram(F&E2 FH)

200000 15:F 7 b3 La-d3(Thiamethoxam—d3) 295 00>213.95(+) CE: ~13.0

100000

Thiamethoxam-d3

6:F 7 AbAH La(Thiamethoxam) 292.00>211.10(+) CE: -12.0

5000

Thiamethoxam(5E £ FH)

3000 -7 7 ARFF L(Thiamethoxam) 292.00>180 %(+) CE: ~21.0
2000
10004

Thiamethoxam (€52 )

35

4.0

4.5

5.0

5.5

6.0

6.5

7.0

15

8.0 85 9.0 9.5 min



(min)

1.0

~0< k% 5 L (posi, 0.1ppb)

10.0

30000 4
20000

10000

7:78F 7= ~d3(Chlothianidin-d3) 253.00>171.95(+) CE: -11.0

Clothianidin-d3

3000
2000

1000

Clothianidin(7E 2 FH)

15001
10004

500

18:40 F 7=22 (Chlothianidin) 250.00>168.95(+) CE: =11.0

Clothianidin(F&E2 )

50000

9:4 244~ 07 1JF-d4(Imidachloprid-d4) 260.05>179.25(+) CE: -19.0

Imidacloprid-d4

2500

10:4 =4 207 JR(Imidachloprid) 256.05>175.00(+) CE: —19.0

\/

Imidacloprid(3E & )

ASUAN A

AV AN V.V A /A

30007

2000

1000

0:4 =5 £ 8 7JF(Imidachloprid) 256.05>208.95() CE: —15.0

Imidacloprid(FEE2 )

0=

3.5

8.0 85 9.0 9.5 mi

150000 7'
100000

50000
0

1.0 1.5 2.0 25 3.0
1: 753 71)F-d3(Acetamiprid-d3) 226.05>126.00(+) CE: -22.0

Acetamiprid-d3

5000+

2500

12: 7%= 7R (Acetamiprid) 223.05>126.05(+) CE: -21.0

Acetamiprid(7E 2 FH)

200000

100000

13:F 7% 8 J1JR-d4(Thiacloprid-d4) 257.00>126.10(+) CE: -23.0

Thiacroprid-d4

10000 [14:F 7% 8 7JK(Thiacloprid) 253.00>126.10(+) CE: -22.0

5000

Thiacroprid(3E = )




7500

2500

<~ 5L (nega, 0.1 ppb)

10.0

Fipronil
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BRERDEES
B pg/L
=g STD1 STD2 STD3 STD4 STD5 STD6 &
Dinotefuran 0.1 0.5 1 10 20 40 0.998
Nitenpyram 0.1 0.5 1 10 20 40 0.996
Thiamethoxam 0.1 0.5 1 10 20 40 0.998
Imidacloprid 0.1 0.5 1 10 20 40 0.999
Clothianidin 0.1 0.5 1 10 20 40 0.998
Acetamiprid 0.1 0.5 1 10 20 40 0.999
Thiacroprid 0.1 0.5 1 10 20 40 0.996
Fipronil 0.1 0.5 1 10 20 40 0.899
MeOH/H,0(2:8) TH IR LIER
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UK

-«

v

H—It*sl' H“ MEl (GRINEUREERver)

#R#Hi7k200 mL

STD 8f&mix 20 ngtB X% &M
IS 75mix10 ngtE L% A&

InertSep PharmaFF*[Z@K

v

XAS LAV T1a=2y
12 mL Acetone
12 mL H,0

10 mL/min

Fin 5B (2500 rpm 10min) , Ez1%

InertSep PharmaFFX®M (2
InertSep GC%E#E

XAS LAV T4a=y
12 mL Acetone
12 mL H,0O

<«— Acetone 5 mL

v

B (V-7 YTED) 1%/

ERIJR T CRIE

0.5 mL MeOH
0.5mL H,0

v

LC/MS/MSEIE
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ZLEHO T RIE - AN UG ERFE R
_-____

. BERBERE g/

o BHTERE gL 024 0.081 0.096 0.052
o EETRE /L 062 0.21 0.25 0.13
 RHREBRHTERE /L 1.2 0.40 0.48 0.26
 HEBEEETRE  ng/L 3.1 1.0 1.2 0.67
 EmER % 131 (44) 95 (55) 99 (90) 116 (68)
 {tAWM% HfI  Imidacloprid  Acetamiprid  Thiacroprid  Fipronil
| BEBEBERE g/ 0.5 0.5 0.5 0.5
O BHETEE L 013 0.10 0.11 0.12
. EETEE . 033 0.26 0.28 0.31
(RAEREBRETEE ng/L 065 0.51 0.54 0.61
HEREEETRE g/l 1.7 1.3 1.4 1.6
 HWEMR % 103 (87) 107 (81) 97 (79) 118 (69)

(RIFH 057 —MMEEZLOEYR SR

BAKERWREI SV VHBROER 3N TRE TRIEXRH
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