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2.9 TOMDOBREOBRAFER—1
2.9. 1 CartapDRETHER

50000 -
40000

30000

s 5.5 & min
E2. 9. 1 Cartap®20OTMS 5L

100

] 238(M+H)*

80 T

o 1 J-J.a .m]..rl d.la, "..n. " ITTR Y l.“l ..IL WI. o s ||.r:|||u..L...IIJ.|F|.l

150 200 250 mi=

2. 9. 2 CartapMTRARYRI
}]2.9.1 CartapD9 &

HPLC MS
Instrument  Agilent 1100 Instrument Agilent 1100 LC/MSD SL
Column ZORBAX XDB-C18 Mass rang:m/z 100 ~ 500
id. 2.1 x 150 mm lonization Electrospray
Mobile phastA=10mM CH3CO2NH4 /H20 Fragmento 100 / 100 V (Scan)
B=CH30H Neblizer N2 (50 psi)
Gradient min. 0 30 45 Drying gas N2 (10 L/min.)
B % 10 100 100 Vecap 2500/ 2000 Vv
Flowrate 0.2 mL/min. Polarity  Positive/Negative
Injection vol, Scan 2ug/mL x2 uL SIM (m/z) 238 (Pos) SIM10 ulL



2. 9. 2 Methoxyfenzide DIREHEER

350000 oo ]
300000- 12000000 - 4
250000 ]
200000° ( m /Z 21 3) o

1500003 :

100000-5

500007 M

03 ~ . - i T
20 2% o
E2. 8. 3 Methoxyfenzide@/ QTR 3L v Amuntipgt]
0 T — EHR(0.5~500 ug/Lx10uL)
] 1BPEH - 0.99928

% 31 3 ®2. 9. 5 MethoxyfenzideDIRER R
o

2
2

s
=
sy oaaa e g sy gabeaas lasgglsy

=
=]

o

L]

369(M+H)*
1391(M+Na)+

T+ ——t—t

M 0 400

M2 9. 4 Methoxyfenzide®D I AR+

$£2. 9. 2 Methoxyfenzide® T4
HPLC

Instrument  Agilent 1100

Column ZORBAX XDB-C18
1.d. 2.1 x 150 mm

Mobile phase A=10mM CH3CQ2NH4 /H20
B=CH30H

Gradient min. 0 30
B % 10 100

Fiow rate 0.2 mL/min.

Injection vol. Scan 2mg/ml x 2 pl.

mz

MS

Instrument Agilent 1100 LC/MS3D SL
Mass range m/z 100 ~ 500

Ionization Electrospray

Fragmentor 100/ 100 V (Scan)

Neblizer N2 (50 psi)
45 Drying gas N2 (10 L/min.)
100 Vcap 2500/ 2000 V
Polarity  Positive/Negative

SIM (mz) 313(pos. 100V) SIM 10 L.



2. 9. 3 ThiaclopridD it E
180000

160000
140000
120000
100000
80000
60000-;

40000—;(m/z 253)

20000
= \

0

F2. 9. 6 ThiaclopridD T4 54
100

80‘_

253(M+H)*

0 250
2. 9. 7 ThiaclopridddXAAAIMIL

#&2. 9. 3 Thiacloprid®D i
HPLC '

Instrument  Agilent 1100

Column ZORBAX XDB-C18
id 2.1 x 150 mm

Mobiie phase A=10mM CH3CO2NH4 /H20
B=CH30H

Gradient min. 0 30
B % 10 100

Flow rate 0.2 mL/min.

Injection vol. Scan 2mg/mL x 2 pL

miz

Area

7000000 -

8000000
5000000 ":
4000000 -
3000000 7]
2000000 —:

1000000 -

o JA—

B —mEi#(0.5~500 ug/Lxt0uL)
FARB{R 2L 099857

E2. 9. 8 Thiacloprid DR E

0 275(M+Na)*

] - lL ) ..I.I., . b

MS

[nstrument Agilent 1100 LC/MSD SL
Mass range m/z 100 ~ 500

Ionization Electrospray

Fragmentor 100 /100 V (Scan)

Neblizer N2 (50 psi)
45 Drying gas N2 (10 L/min.)
100 Vcap 2500/2000V
Polarity  Positive/Negative

SIM (m/z) 253(pos. 100V) SIM 10 ul.



2. 91. 4 PyroquilonDREHER
300000

250000
2000001
150000
10000
S0

0

min

T T T T T T T
2
E2. 9. 9 Pyroquilon®ZaTh 34

(m/z174)

12000000 -]
10000000
BAO0000 -
80000DD -
4000000 -
2000000 - 3

o -

0 Amcunt{ppb} ;

H— E(0.5~500 ug/Lx10ul)
FERE %5 - 0.99949
EB2. 9. 11 PyroquilonD R

100 ':
"1 [174M+H)*
m -y
40 -
=1 1196(M+Na)*
J Ul
— T
20 300
2. 9. 10 Pyroquilon®DIARARIKIL
2. 9 4 Pyroquilon® T &H
HPLC
Instrument  Agilent 1100
Column ZORBAX XDB-C18
i.d. 2.1 x 150 mm
Mabile phase A=10mM CH3CO2NH4 /H20
B=CH30H
-Gradient min. 0 30
B % 10 100
Flow rate 0.2 mL/min.

Injection vol. Scan 2mg/ml x 2 pl

S S S

400

1

mz

MS

Instrument  Agilent 1100 LC/MSD SL
Mass range m/z 100 ~ 500

Ionization Electrospray

Fragmentor 100/ 100 V (Scan)
Neblizer N2 (50 psi)

45 Drying gas N2 (10 L/min.)

100 Vcap

250072000 V
Polarity  Positive/Negative

SIM {m/z) 174(pos. 150V) SIM 10 uL



2. 9. 5 QuinoclamineDEEIHER

80000 o0l 3
700003 ssomwan
60000+ 2000000
50000 oo
ot (m/z 208)
30000 m/z
20000 i
10000+ tococs
0_: B00000
T LT T T
10 15 min
B2. 9. 12 Quinoclamine® AT+ 54 o Amountaph]
] B —E%(0.5~500 ug/Lx10ul)
] $HPAFE S : 0.99968 -
i + E2. 9. 14 Quinoclamine®
o« |208(M+H)
30
20-:
3 +
f0- 230(M+Na)
0_' A | ,.E U TN
200 250 mz

B2. 9. 13 QuinoclamineMIA ARSI
#2. 9. 5 QuinoclamineD & #

HPLC MS
Instrument Agilent 1100 Instrument Agilent 1160 LC/MSD SL
Column ZORBAX XDB-C18 Mass range m/z 100 ~ 500
id 2.1 x 150 mm Ionization Electrospray
Mobile phase  A=10mM CH3ICO2NH4 /H20Q Fragmentor 100/ 100 V (Scan)
B=CH30H Neblizer N2 (50 psi}
Gradient min, 0 30 45 Drying gas N2 (10 L/min.)
B% 10 100 100 Veap 2500 /2000 v
Flow rate (.2 mL/min. Polarity  Positive/Negative
Injection vol.  Scan 2mg/mL x 2 pl. SIM (m/z) 208(pos. 150V) SIM 10 pl.



2. 9_. 6 BentazoneMEHER

50000 ]
40000 ]
30000 ]
20000 (M/z 239) S
10000-:MJ somo -]
0—: {wﬁﬁ‘w 2500 —: 3
| ot A | N ! ¥ ¥ | ! ]
10 15 min o]
i22. 9. 15 Bentazone®ZOT RS54 d amontpp |
E P — F (0.5~ 500 ug/Lx10ul)
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;2. 9. 6 BentazoneD &
HPLC

Instrument Agilent 1100

Column ZORBAX XDB-C18
id 2.1x 150 mm

Mobile phase A=10mM CH3CO2NH4 /H20
B=CH30H

Gradient min. 0
B % 10

Flow rate 0.2 mL/min.

Injection vol.  Scan 2mg/mL x 2 pL.

100

MS

Instrument Agilent 1100 LC/MSD SL
Mass range m/z 100 ~ 500

Ionization Electrospray

Fragmentor 100 /100 V (Scan)
Neblizer N2 (50 psi)

30 45 Drying gas N2 (10 L/min.)
100 Vcap 250072006 V
Polarity  Positive/Negative

SIM (m/z) 239(neg. 150V) SIM 10 pL.
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#%2. 9. 7 Benzobicyclon®D i i
Instrument Agilent 1100

Column ZORBAX XDB-C18
id. 2.1 x 150 mm

Mobile phase A=10mM CH3CO2NH4 /H20Q
B=CH30H

Gradient min. 0
B % 10

Flow rate 0.2 mL/min.

Injection vol. Scan 2mg/mL x 2 pL

MS
Instrument Agilent 1100 LC/MSD SL
Mass range m/z 100 ~ 500
lonization Electrospray
Fragmentor 100/ 100 V (Scan)
Neblizer N2 (50 psi)
30 45 Drying gas N2 (10 L/min.)

100 100 Veap 2500/2000 V
Polarity  Positive/Negative
SIM (m/z) 447(pos. 150V) SIM 10 ul
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2.10. 1 TerbacilDEE R

2:SIR of 5 Channels ES-

sm 0
100

%

1982154

2154
2.29¢3

61.Terbacil

14
150 10.00

2. 10. 1 Terbacil®DZRATHT T4

22 10. 1 TerbacilD 4 &
HPLG : Alliance 2695
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E2. 10. 2 Terbacil®@TAARIMIL

MS Scan mode

Solvents Scans in function: 124
A:5mM CH3COONH4 aq. Cycle time (secs): 0.600
B:CH3CN Scan duration (secs): 0.50
Time A% B% Flow Curve Interscan delay (secs): 0.10
0.0 95.0 5.0 0.25 1 Ionization mode: ES+/-
11.0 50 950 0.25 6 Mass range: 150 to 500
19.0 95.0 50 0.25 il SIM mode
Stop Time {mins) 31 - Monitor SIM Function 1; ESK+)
Column Temperatura (°C) 40 Chan Mags Dwall{secs Cona Volt,
Sample Temperature (°C) 5 05:44.1 05 15
lumn 06:52.0 0.5 15
Xterra MS C18, 2.1 x 50 mm 09:08.1 0.5 15
Injection Yolume 10 uL 10:34.2 0.5 15
MS : ZQ 2000 - Monitor SIM Funection 2: ESI(-)
Instrument Parameters Chan Mass Dwell{secs Cone Yolt,
Polarity ES+/- 04:35.1 05 15
Capillary (kV) 3.11 Cone (V) 3 08191 0.6 33
Extractor (V) 5 RF Lens (V 0.3 07:50.2 05 15
Source Temperature {°C) 100 09:56.1 05 15
Desolvation Temperature (°C) 355 11:52.9 0.5 k]
Cone Gas Flow {L/Hr) 100
Desolvation Gas Flow {L/Hr} 595
Jon Energy 03
Multiplier (V) 650
LM/HM Resolution 15.1
Compound name: tesbaal
Correlation coeficient: r= 0998981, 2 = 0.999962
Calibraton curve: 60.7015 * x+ -46.3508
Response bype: External Std, Area
Curve type: Linear, Origia: Exclude, Weighting: Null, Ads trans: None
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E2. 10. 4 Bromacil®@oOTrd5.4

2. 10. 2 Bromacil D3
HPLC : Alliance 2895

E2. 10. 5 Bromacil®DTAZARIM L

MS Scan mode

Solvents Scans in function: 124
A:5mM CH3COONH4 aq. Cyele time (secs): 0.600
B:CHICN Scan duration (secs): 0.50
Time A% B% Flow Curve Interscan delay {secs):  0.10
0.0 95.0 5.0 0.25 1 lonization mode: ES+/-

11.0 50 950 0.25 [ Mass range: 150 to 500
190 950 50 0.25 1" SIM mode
Stop Time (mins) 1] - Monitor SIM Function 1: ESK+)
Column Temperature {°C) 40 Chan Mass Dwell{sacs Cone Volt,
Sample Temperature {°C) 5 05:44.1 05 15
Column 06:52.0 0.5 15
Xterra MS C18, 2.1 x 50 mm 09:08.1 05 15
Inisction Volume 10 uL 10:34.2 05 15
MS : ZQ 2000 - Monitor SIM Function 2: ESK-)
Instrument Parameters Chan Mass Dwell(secs Gone Volt.
Polarity ES+/~ 04:35.1 05 i5
Capillary (K} 3.11 Cone (V) 31 06:19.1 0.5 33
Extractor (V) 5 RF Lens (V 03 07:50.2 05 15
Source Temperature (°C) 100 09:56.1 0.5 15
Desolvation Temperature (°C) 355 11;52.9 0.5 33
Cone Gas Flow (L/Hr) 100
Desolvation Gas Flow (L/Hr) 595
Ion Energy 0.3
Muitiplier (V) 650
LM/HM Resolution 15.1

Compound name: bromacil

Correlation coefficient r = 0.999956, r'2 = 0 999913
Calibration curve: 93.6064 * x + 334,691

Rasponse type: External Std, Area

Curve twe: Linear, Crigin: Extlude, Weighting: Null, Ads trans: None

47138+
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$£2. 10. 3 Flusulfamide® 547 %4

HPLC : Allianca 2685 MS Scan mode
Sglvents Scans in function:
A:5mM CH3COONH4 aq. Cycle time (secsX 0.600
B:CH3ACN Scan duration (secs):
Tima A% B% Flow Curve Interscan delay {secs):
0.0 95.0 50 0.25 1 lonization mode:

11.0 50 950 0.25 6 Mass range: 150 to 500
19.0 95.0 5.0 0.25 11 SIM mode
Stop Time (mins) 31 - Manitor SIM Function 1: ESI(+)
Column Temperaturs (°C) 40 Chan Mags Dwell(secs Cone Volt,
Sampls Temperature (°C) 5 05:44.1 05 15
Column 06:52.0 05 15
Xterra MS C18, 2.1 x 50 mm 09:08.1 0.5 15
Iniection Yolume 10 ul 10:34.2 0.5 15
MS : ZGr 2000 - Monitor SIM Function 2: ESI(-)
Instrument Parameters Chan Mass Dwell(secs Cone Yolt,
Polarity ES+/- 04:35.1 05 15
Capillary (kV) 3.11 Cone (V) 3 06:19.1 05 23
Extractor (V) 5 RF Lens (V 0.3 07:50.2 05 15
Source Temperature (°C) 100 09:56.1 05 15
Desolvation Temperature (°C} 355 11:52.9 05 k]
Cone Gas Flow (L/Hr) 100
Desolvation Gas Flow {L/Hr) 595
lon Energy 03
Multiplier (V) 650
LM/HM Resolution 15.1

Compeund name: fusuifamice

Comelation coefficient r = 0999962, *2 = 0.899824

Calibration curve: 518.915 * x+ 3231.55

Response ype: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: Null, Ads rans: None
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2. 10. 4 MetolachlorD 5 #7 &%

HPLC : Alliance 2695 MS Scan mods

Solvents : Scans in function: 124
A:5mM CH3COONH4 aq. Cycle time (secs): 0.600
B:CH3CN Scan duration (secs): 0.50
Time A% B% Flow Curve Interscan delay (secs)  0.10

0.0 85.0 5.0 0.25 1 lonization mode: ES+/-

11,0 50 950 025 B Mass range: 150 to 500
16.0 95.0 5.0 0.25 11 SIM mode

Stop Time (mins) 31 - Monitor SIM Function t: ESI(+)
Column Temperature (°C} 40 Chan Mass Dwell(secs, Cone Yolf.
Sample Temperature (°C} 5 05:44.1 05 15
Column 06:52.0 05 15
Xterra MS C18, 2.1 x 50 mm 09:08.1 05 15
Injsction Volyme 10ul 10:34.2 05 15
MS : ZQ 2000 - Monitor SIM Function 2: ESI(-)
Instrument Parameters Chan Mass Dwell{secs, Cone Volt.
Polarity ES+/~ 04:35.1 05 15
Capillary (kV} 211 Cone {V} a1 06:19.1 05 33
Extractor (V) 5 RF Lens (V 0.3 07:50.2 05 15
Source Temperature (°C) 100 09:56.1 05 15
Desolvation Temperature {°C) 355 11:52.9 05 33
Cone Gas Flow (L/Hr) 100

Desolvation Gas Flow {L/Hr) 595
Ion Energy 0.3

Multiplier (V) 650

LM/HM Resolution 15.1

Compound name: metolachier

Corvelation coefficient r=1.000000, *2 = 0.995295

Calibration curve: $76.428 *x+ 877 4

Response type: External Std, Area

Curve type: Linear, Ongin: Exdude, Weighting: Mull, s trans. None
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