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Mass Spectrometry

HPLC&#

lon Source
Mode
Polarity
IS[V]
TEMI[°C]
GS1[psi]
CUR|[psi]

Time[min]

UFLC XR (SHIMADZU)

InertSustain C18 HP 3um, 3x150mm (¥—IJIL YA I X)
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HPLCY R T Ls Exiomn LC ™
N3l Triart C18 1.9um , 2.1 x 100mm
28118
A 0. 1% FEEELHERK
. B 0.mMEFBE 7 VE=—9LZEL AR/ —I
7.7/1./ b 0 1 1.5 8 10 12 12.1 15
Time min.
A % 95 70 55 25 2 2 95 95
B % 5 30 45 75 98 95 5 5
R (mL/min) 0.4
HILGRE[C 40
Y FTILI—5—[C] 7
FAE L 20
Mass Spectrometry SCIEX TripleQuad 5500 System
lon Source Turbo V™ lon SourceESI
Mode sMRM Posi/Nega Switching
Polarity Positive/Negative
Curtain Gas(CUR) 30 Temperature [°C] 425
Collision Gas(CAD) 9 lon Source Gas1 70
lonSpray VoltageV 5500/-4500 lon Source Gas? 50
Monitoring Time min 15
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HPLCY AT L UFLC XR (Shimadzu)
Hh3 L InertSustain AQ €18 1.9 ym, 2.1 x 100 mm (GLYF AT X)
®EE
‘A 0.1%FEZSTIHEK
‘B 0.5mM EfEE 7 Vo E= ) LEET AR/ —)L
ToOTUNEE
H;:a-_c [min.] Time 0 0.5 1 2 3.5 14 19 24 24.01 30

A (%) 90 90 50 30 20 15 2 2 90 90

B (%) 10 10 50 70 80 85 98 98 10 10
#8 (mL/min) 0.3
HZLRE (°C) 40
EA (UL) 50
S"’:)aeﬁmm ety  QTRAP 4500
lon Source Turbo VA #2)—2X
Mode Scheduled MRM Pro
Polarity Positive / Negative
1S (V) 5500 / -4500
TEM (°C) 450
GS1 (psi) 70 GS2 (psi) 50
CUR (psi) 25 CAD 7
Time[min] 30
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HPLCY AT L UFLCXR (SHIMADZU)

H3 L InertSustain C18 HP 3um, 2.1x100mm (GLScience)
a4
A FERK
:B ARJ—)L
TSI rEHS
Time
[min.] 0 3 4 4.01 5
A [%] 60 10 10 60 60
B [%] 40 90 90 40 40

FRE(ML/min) 0.6
DI LIRE [°C 40

EA [uL] 15
Mass L
Spectrometry QTRAP® 4500 LC/MS/MS ¥ RT L
lon Source Turbo VIMA#>—2Z (APCI)
Mode MRM
Polarity Negative

MSE&# IS[V] 3
TEM[°C] 400
GS1[psi] 20 GS2[psi]
CUR[psi] 30 CADI[-]

Time[min] 5
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--a-—

92.9 64.9 2xz/—IlL1

92.9 41 2z /—I)L2 -43 -45
126.8 34.9 2-QA72zx/—)L1 -41 -33
126.8 90.9 2-0A7x/—)L2 -41 -21
126.8 34.9 4-o0O007zx/—I)L1 -41 -30
126.8 90.9 4-0A7x/—)L2 -41 -21
160.8 34.9 26-0O027x/—)L1 -47 -36
160.8 124.9 26-0027x/—J)L2 -47 -33
160.8 34.9 24-o490On07Jzx/—)L1 -47 -36
160.8 124.9 24-on0n027x/—JL2 -47 -30
194.8 35 246- )OO Jx/—JL1 -67 -42

194.8 158.8 24,6- k)OO0 27x/—JL2 -67 -33
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Mass
Spectrometry

lon Source
Mode
Polarity
IS[V]
TEM[°C]
GS1[psi]
CUR][psi]
Time[min]
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25MMVEFR 7V E=Y LEST BRK
7trk=R))L

0 5 5.01 10 10.01
55 55 90 90 55
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200
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1
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BRER (F=474> 126.9/110.9)

o m J\
Calibration for Bromicheid_1: w = 11319.03944. . 86353251 1 = 0.93537) fting: N Ny U ~
. Sample | Sample | Companent Actual I - R . Calculated . alibration for Bromicheid 1 v = 1 .. B3 | = [weighting: MNone)
Name Type Name Concentration g Time Concentrabon a
y 1 Blark  Blank Bramicheid 1 | N4 N4 HiA N Mt e
BE 08ppb Standard  Bromicheid 1 0500 el i B 0545 109
7 Tppb Standard  Bromicheid 1 1.000 MK 1% 35 1.040 104
R Gppb Standad | Bromicteid 1 5000 i Y PRy 4949 k] E
Rk 10ppb  Standad | Bromicheid 1 10.000 109525 11457 | 356 879 97
K 1%ppb  Standard | Bromicheid 1 15.000 170978 1772 356 15164 i
4 Nppb  Standard | Bromicheid 1 20.000 2GR4T 23608 35E 20100 100
BE Appb  Standard | Bromicheid 1 50.000 HB4323  BE%E3  3EE 43968 100
173 | Blnk | Blank Bromictcid_T | N N4 Mg N Mt M,
= 5 =
0.5 ppb 1 ppb 5 ppb
Blank - BromicAced T {Blank} 0.5ppb - Bromicheid_1 (Standard) 1ppb - BromicAcid 1 (Standard) Bpph - BromicAcid 1 [Standard) 10ppb - Bromicdeid 1 (Standard) i
12639/1109 1265/1104 1269/1108 1269/1109 1269/1108 _
2000 4 2000 4 2000 4
5000 4 10000
1500 4 1500 4 1500 4 0 w0
2 2 2 3.55 2 2
g 1000 g 1000 L‘éj 1000 g 3000 4 L‘éj B0
£ £ £ £ £
156 2000 4 4000
500 500 500 A
| 1000 4 2000
D"“F“"_v':-:\'—F‘:J S e 0- e 0- IE
25 30 35 40 45 25 30 35 40 45 25 30 35 40 45 25 30 35 40 458 25 30 35 40 45
Time, min Time, min Time, min Time, min Time, min
15ppb - Bromichoid T [Standard) 20ppb - Bromicheid T [Standard) S0ppb - Bromichod 1 [Standard) Blank, - BromicAcid 1 (Blank)
1269/1104 1265/1104 1269/1108 1269/1109
2000 4
15000 20000 4 Bed
ot 1500 4
N L 15000+ . N
F 100004 G B &
& 5 5 3ed = 1000 4
£ £ 100004 H £
5000 { %11 ]
5000 500
Ted
0 0 Oedl - ) A ——
25 30 35 40 45 25 30 35 40 45 25 30 35 40 45 25 30 35 40 458 _
Time, min Time, min Time, min Time, min j

15 ppb 20 ppb 50 ppb Blank
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opb (EE=AF4 > 126.9/119.\9)

M\

N\
Index | Sample Name | Sample Type C"ﬁg;’f"t C urﬁ:(:lfe!ﬁm Area Height He}?;g“" ?ﬁ:ﬂ:l Used C%‘;'E;';m Accuracy
bi Bl Tapwater_Blank | Qualty Contral | Bromicheid_1 | 0.000 4762 500 356 A0 047 A
L Tapwater_Blank | Quality Control | Bromicheid_1 | 0000 hi1e T} 156 a4 523 Wi
K Tapwater_Blank | Quality Contral | Bromicheid 1 | 0.000 483 £03 355 G044 1543 M4 Recov
106 | Tapwater_Blank | Qualty Contrdl | BromicAeid_1 | 0.000 f153 433 156 500.7 0&14 ML Sample CO/V ery
— 0
113 | Tapwater_Blank | Quality Contral | Bromicdeid 1| 0.000 007 k] 15 h401 0501 A ( ) (%)
17 Tapwater_Tppb | Quality Control | BromicAcid 1 1.000 16822 1801 156 1805.7 1545 154 7k ﬁ 7k %Z‘Iu j S5y
IRE: Tapwater_1pph | Quality Control | Bromichcid_1 | 1.000 17376 1887 356 18919 1.5594 159 7 5 =
K Tapwater_1ppb | Qualiy Control | Bromicheid 1 1.000 17263 1874 155 18785 1.584 158 7.K ﬁ 7k + Ei@
145 Tapwater_1ppb | Quality Control | Bromicheid 1 1.000 16183 1670 156 16741 1.488 149 1p P b 3 103
15 Tapwater_Tppb | Quality Control | BromicAcid 1 1.000 16514 1825 156 1830.2 1518 152
o B [F Blank
@ 3 3Gioup by Sample Name forGCs » 0 Calculated Concentration = @ Q o 38
2 EEE0.513ppb%
Row | Component Name| Sample Name | Num. Valu | Mean | Standard Deviabion | Percent C¥ | Yalue #1 | Value 2 | Value#t3 | Value IM| Value #f5 | - % \
2 | BromicAcid_1 Tapwater_Blank hafh 0513 0025 il 0473 0528 0543 0514 05N g | l’ Tﬁ & Lfas L’
p 1 Bromicheid_1 Tapwater_1pph Bafh 1546 01044 3 1545 1.594 1.504 1488 1518 - T: °
b B RIDQ &
B Al
Tapwater Blank - BromicAcaf 7. Tapwater_Blank - Bromicdcid_1 (... Tapwater_Blank - Bramizdeid_1 (0. Tapwater Blank - BromicAzid 1 (0. Tapwater_Blank - Bromicteid _1(0.. &
126.8/1109 126971109 1269/1109 1269/1109 1269/1109
z o g g W g
=y =y = E =y
z I m £ L 200 I W
] hemscmp IE= I Ig=
Time, min Tirne, min Time, min Timne, min Time, min
Tapwater_1pph - Bromicdeid 1(0..  Tapwater_1ppb - Bromichcid_1(Q..  Tapwater_Tppb - BromicAcid_1(0...  Tapwater_Tppb - BromicAcid_1(0..  Tapwater_Tppb - BromicAcid_1 (0...
126971103 126971108 126.5/1109 1265/1109 1265/1109
= 3.56 ) 156 = 355 = 356 2 . 3.56
2100 2 10m 2 q0m 2 1000 210
L L L £ £
£ £ £ £ £
I
3 4 3 4 3 4 3 4 3 4 _
Time, min Time, min Time, min Time, min Time, min hd
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o @ S,
Index | Sample Name | Sample Type Euﬁg;r;enl C uri:c::rl:falﬁm Area Height HB-F?;ED" ?ﬁ:ﬁ‘:l Used EE‘:E::J:E" Accuracy
b ] Meglon_Blank | Quality Control | Bromicheid 1 0,000 10754 1167 356 116949 1.009 ML

T8 |Meglon Blak | Qualty Conbol | Bramiccid 1 | 0000 072 nA A% 11344 1,006 N oy Recov
|97 [Megon Bk | QuatyCoriol | Bromicheid 1 | 0,00 10747 168 |35 11708 1.008 N/A Sample (%) 2;03;

105 | Meglon Blank | Quality Contral | Bromicdeid_1 | 0.000 11086 1152 kil 11555 1.038 N A,
113 |Meglon Blark | Qualiy Corrol | Bromicheid 1 | 0.000 5904 1091 354 1094.3 0.934 NAA, l%g *EmI S 4 -
- 121 | Meglon_Tppb | Quality Contral | Bromicdeid_1 | 1.000 20761 129 156 1347 1.893 189 &4 A+ BRE
- 129 | Meglon_Tppb | Quality Contral | Bromicdeid_1 | 1.000 208h2 2200 156 22056 1.9 190 1ppb ) 99
- 137 | Meglon_Tppb | Quality Contal | Bromicheid_1 | 1.000 220 297 156 23034 2003 A0 A A +EERR 5 102

145 | Meglon_1ppb | Qualty Control | Bromicdeid 1| 1.000 2111 2261 156 2667 2012 @ 10ppb
153 |Meglor_tppb  Gusity Conal | Bromicheid 1 | 1.000 23407 2445 155 24510 2127 213 . e
160 |Megor_t0ppb  QualiyCortol  Bromicheid 1 10.000 122539 12867 356 97363 10,889 109 % E {I§$ & Blank
169 | Meglor_10ppb  Quaity Contl  Bromichcid 1 10.000 127322 13363 156 122118 11.307 13 %ﬁ £ ;}Erﬂ; 0. 999ppb€
177 |Megon 10ppb  QualiyCorrol  Bromicheid 1 10.000 126785 13349 356 128519 11.260 13 % 5ILVT ﬁ H:I' L,i L’T: °
185 | Meglor_10ppb  Quaity Conl  Bromichcid 1 10.000 128043 13465 154 136012 11415 114
193 | Meglor_10ppb  Guaity Contl  Bromichcid 1 10.000 126009 13438 158 118553 11.242 112
@ & 3Group by Sample Name for @05« " Caleulated Corcentration = @ Q «

Row ‘ Component Mame| Sample Mame “|Mum.¥alu_] Mean | StandardDeviabon | Percent CY ‘ Yalue #1 ‘ Value fi2 ‘ Value #3 | Value 114‘ Value 15 ‘

3 Bromicheid 1 Neglon_Blank Aofb 0.9 0.029 4 1.009 1006 1008 1038 0934
2| Bromichcid_1 Neglon_1ppb Bof§ 1.387 0.096 5 1.893 1.901 2003 2mz  2n
"y 1 Bromichcid 1 Neglon_10pph Aoff 12z 0198 2 10889 1307 11D (11415 1242
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oavcI 5L BRFREE 1ppb(BAF ViR XS

BFE 1ppb

1 (R b
(200ppm)

BREBAT
(F&7m0)

tHERA7>
(#&ZFh0)

WREEAA>
(250ppm)

CIEX

—~®

LEEER {8 pairs): 126.900/110.900 Da ID: BromicAcid_1 from Sample 33 (Neglon_1) of BromicAcid_B45.wiff (Turbo Spray)

P 35

2000

Max. 2675.0 cps.

00 10 20 30 40 &0 60 70 8O 80 100 10 120 130 140 150
Time, min

150

B 3IC of -MRM (8 pairs): 35.000/35.000 Da ID: Chlaride ion fram Sample 33 (Neglon_1) of BromicAcid_B45 wiff (Turbo Spray)

Max. 4.5e4 cps.

4504
o 2B e zaaazmamfk 500 590,614732\7986 091 1204 13M4 14101506, 1554

00 10 . 70 80 90 00 10 120 130 W40 150
Time, min

150

B 3C of -MRM (8 pairs): 82.500/32.900 Da ID: Chlaride acid ion frorm Sample 33 (Meglan_1) of BramicAcid_BAB wiff Turbo Spray)

Max. B.8ed cps.

B.8e4
5.0e4
N 031 0.9 142220230276 3% A3652 579635,6597 937 1207, 12681 307 1498 14851543 1630
na 1.0 1 70 a0 30 100 na 120 130 140 150 160
Time, min

B 3IC of -MRM (8 pairs): 52.000/52.000 Da ID: Nitrate ion from Sarnple 33 (Neglon_1) of BromicAcid_B45.wiff (Turbo Spray)

Max. 9.9e5 cps.

998
e 200063 186, 242 36D 48359y, 528634 6E3 12301280 1326 14101468 1499 1577
74 B51 947856 10980162,
.ok ; . . . . . . . ; . . . . .
00 10 20 30 40 &0 B0 7D BO 8O 100 110 120 130 140 180 160

Time, min

Knowledge for Life."

W 3IC of -MRM (8 pairs): 95.500/96.900 Da ID: Sulfate ion frorn Sarmple 33 (Neglon_1) of BromicAcid_B45.wiff (Turbo Spray)

Max. B.5e6 cps.

oo 005
506
h 03
00 10 20 30 40 &0 60 F0 80 S0 00 10 120 130 140 180 180

Time, min
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HPLCY AT L UFLCXR (SHIMADZU)

H3 L InertSustainSwift C18 HP 3um, 2.1x150mm (GLScience)
a4

A FERK

:B T7rr=F)L
TSI rEHS

Time

[min.] vl

A [%] 50 50

B [%] 50 50

FRE(ML/min) 0.2
ASLEE[C] 3

FEA [uL] 1
S'\f)iﬁm mery  QTRAP® 4500 LCIMSIMS SR 7 L
lon Source Turbo VIMAA2Y)—X
Mode MRM
Polarity Negative
Ms&# BV -3000
TEM[°C] 600
GS1[psi] 30 GS2[psi]
CUR|[psi] 50 CADI[-]

Time[min] 10

()

®

)




RILLTILTER

--a-—

208.9 46.1 RILLTFILTEFRL

208.9 151.0 RILLTFILTE K2 -35 -14

223.0 45.9 7 F7ZITEER1 -40 -36

223.0 151.0 7 FPILTE K2 -40 -16
sk d PN

Knowledge for Life."
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AT

()

®

)

HPLCY AT L Shimadzu UFLC XR

H3 L KINETEX HILIC 2.6um 2.1 x 100mm

BENHE

LA 0.2%FE+20mMMEEET7 U EZV LEELKBR

:B T7EFZRYL

772=~k 0O | 05 | 35 | 45 | 46 | 6

Time [min.]

A [%0] 10 10 90 90 10 10

B [%] 90 90 10 10 90 90

& (ul/min) 1500

H5LRE[C] 40

HTIY—5—[C] 4

EAE [pL] 50

Mass Spectrometry AB SCIEX QTRAP® 4500 System

lon Source Turbo V™ lon Source (ESI)

Mode MRM

Polarity Positive

Curtain Gas(CUR) 20 Temperature [°C] 700
Collision Gas(CAD) 10 lon Source Gasl 60
lonSpray Voltage [V] 4000 lon Source Gas2 60
Monitoring Time [min.] |6

S‘ I Ex Answers for Science.
Knowledge for Life."
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Name Structure Formula |Exact Mass Q1
- oo NH H NH
'rl:ﬁi oftiin/ il N N N N N T C18HAIN7 | 3553 | 178.7 |[[M+2H]2+
2 H H
o =r =r
= ’gizj;yt k 3 rI \ C12H12N2 | 184.1 183.1 ([ M(2+)- H] +
o /
& N\ / _
1 1
lf? a— }‘ / \ -
~ + C12H14N2 | 186.1 185.1 |[M(2+)-H] +
Paraquat _9\\'/:>—<\3}\'ﬂ}:;
Q1 Q3 Name DP EP CE CXP
178.6 100 AS/93001 42 10 21 6
178.6 69 A/ D3002 42 10 23 6
183 157 oIy k1 30 10 29 6
183 168 OOy k2 30 10 35 6
185 169 NTa— k1 57 10 35 6
185 170 INTO— k2 57 10 30 6

SCIEX

Answers for Science.
Knowledge for Life."
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7\ ~
© @ o
Outler Actual f Retentim - . Calculated -
Sample Name Sample Type R tin Area Height Time Sienal / Nose | Used G tra- Accuracy
BL Unknown [ M [ M M M M E
005 006 ue/L Standard 0.0 a2 1498 215 41 0.0849 98
RE] 01012 ue/L Standard 012 a2429 321 216 487 01149 93
RE] 0506 uesL Standard 060 467948 17182 217 528 0A80 97
25 112 uedL Standard 120 1058509 384974 216 Bd1 1287 7
BREX 5 6 ug/L Standard .00 4939603 193973 213 fi14 5935 93
fr=]Reerezzion | §ii CL o =Fn
Galibration for Iminoctading 15y = §.850885 « + 1656226708 {r = 0.99945) {weighting: 1/ =)
m deh
i Jebi A
lel) o = . . . . . . . . . .
I3 10 15 a0 25 an 3k 40 45 5.0 5
Goncentration (ue/L)
) s B @ EQ =
& A7
Bi —fisime Blnak 0.06 ug/L 0.12 ug/L 0.6 ug/L
Arca-NoA, Hegeh NAA. RT-NAA awr Area: 32704 Heeht: 1448, HI: 200 min Area: 2424, Heeht: 3214, K200 min Area: 46 7H4Y Heght: 17182 Bl 214 min
10000 - 10000 - 10000 -
aono 4 aono J aono J 15000 4
= = }\ }\
.}g GO0 4 .}g G000 4 .}g G000 4 % 10000 4
E 4000 4 E 4000 4 E 4000 4 E
qo0a0 4
2000 4 2000 4 2000 4
0 e 0 e 0 - — 0=y —
1T 2 5 4 & 1T 2 5 4 & T2 53 4 & 1 {5
Time, min Time, min Time, min Time, min
112 ue/L - Iminoctadine 1(Standard) 17.. 5.6 ug/L - Iminoctadine 1 (Standard) 178.. Sample_BL - Iminoctading 1 {Unknown) 17 Sample_05_06 ugl - Iminoctadine 1 (Quali..
frea: 1058508, Height: 38979, RT: 216 min Area: 4939603, Height: 193973, RT: 213 min  Area M58, Height: MA6, BT NS min frea: 331691, Height: 11877, RT: 217 min
10000 -
10000 A
fed | 1,525 | #0004 000
2 2 £ 000 & )
..‘LC-‘ 2ed ..‘LC-‘ 1.0eh ] ..‘LC-‘ § BO00 4
£ z b= 4000 4 g 4000 |
Ted 4 B0ed ] 2001 o000 |
el . - 0.0e0 . ; 0 ; e : i 7
1 b 1 b T2 5 4 & b
Time, min Time, min Time, min Time, min ﬂ
S‘ I Ex 1.2 ug/L 6 ug/L Sample Balnk Sample + 0.6 ug/L

ey~




2sADAVIS

Sample Name Sample Type Fgﬂa;s G ﬂctulaalﬁm Area Height Fhm‘:" Sienal / Nose | Used Gm'*;l__ Accuracy |
BL Lnkniown [ I I MNAB [ MNAB MNAB E
i 005_0.06 uesL Standard 0.0s 77362 47a0 ang 262 00&7 115
15 0.1.0.12 uesL Standard 010 166276 10625 ana i onaz a7
B 0506 uafl Standard 050 LIEERR hEA4A anz s 0427 1]
B 112 uedL Standard 1.00 2232770 141632 am 386 1021 102
BEE 56 ue/L Standard 5.00 11233450 T 2495 458 047 101
Hfossssionr—G-Q-3 =
Calibration for Diquat 1y = 2285636 = + -60R276e4 (r = 0993920 (weighting: 1 7 =)
1.0e7
g bleh
<
000

02 04 0§ 08 10 12 14 15 18 22 24 25 28 80 32 84 S5 98 40 42 44 46 4B
Concentration (ugsfL)
b @ @ F Q =
& AlTBInak 0.05 ug/L 0.1 ug/L 0.5 ug/L

Bi - Brgeuat F{Unkoawn) 18307 157§ —_

Arca-N/A Hewght A4 RT-NA mwr

10000 - ]
a000 4 i
= G000 - = fi
2 2
i) i
E 4000 A k= 4
2000 4 2
0 T
1T 2 3 4 4
Time, min

1.1.2 ue#L - Diguat 1 (Standard) 1830 / 1.
frea: 2232775, Height: 141632, BT: 301 min

14ehb 4 265 ]
[ bk
= 1.0e5 4 = Bk
P ool et
fi= =} e
404 - 25 ]
20ed 4 1eh 4
000 . . el
1 ¢ 4 b
Sc i =, i
Rrnowieage 101 Liie.

0.05_0.06 ugL - Diguat 1 (Standard) 1830 01012 uesL - Diquat 1 (Standard) 183.0
Area: 77362, Height: 4780, RT: 3.04 min

Area: 166276, Height: 10625, RT: 3.03 min

o0 4
10000 4
0o 4 a000
-
0o 4 £ so00
&
0o 4 I 40001
o0 4 2000 4
0 e e 0 e :
1 2 { b 1 2 b
Time, min Time, min

b f ugfL - Diquat 1 (Standard) 1830 4 15 Sample_BL - Diquat 1 (Unknown) 1830 7
frea: 11235450, Height: 752741, RT: 286 . dArea NAA Height NAB, RT: NAA min

10000 4
so0o

G000 4

Intengity

4000 4
2000 4

i

Sample Balnk

0506 ue/L - Diguat 1 (Standard) 1830 7 .
frea: 903911, Height: 56945, RT: 302 min

Intenzity
&
-

T T
Time, min

Sample_05_06 uel - Diquat 1 {Quality Go...
frea: 7H1430, Height: 46506, RT: 303 min

ded 4
ded 4

Jed 4

Intenzity

1ed 4

[UI=11]

Sample + 0.5 ug/L




\5a—k

SCien

Index Sample Name Sample Type Rmi’ HCtu?altim Area Height Fb.li.’:’:n‘t;" Sienal / Nose | Used ccah"mdw___ Accuracy |
[ BL Unknown NS & NS & NS & NS& NS & NS & NS & =
i 005,006 ve AL Standard 00 2432 8 320 ik 0.051 103
BRRE 01012 uedL Standard IR 1] 5120 163 320 185 0093 ]
R 05 06 ugfL Standard 050 IhGRE 873 37 415 0460 92
BRE 112 uesl Standard 1.00 60370 2160 315 438 1071 107
B b6 ugfL Standard 500 2819 1781 ana 702 IFll 4 869 99
[=-{Reeression | il Q@ 4
Calibration for Paraquat 2 v = BE3477ed « + 430966636 (r = 099929) (weighting: 1/ =)
2 2eh 4
T 1e5 |
0e0 ; : . : T . . . . . . . : . . . T . . . . . . .
02 04 0B na 1.0 12 14 16 18 20 2224 15 2R 2 - B - X 36 38 40 42 44 4F 48
Concentration (ugs/L)
y c w2 alsQ =

@ ﬂ g Blnak

Bl —Paraquasc\vonoumar toww s i

Arca-NsA, Heiglre M, BTN oy

— WMY_UMY LB L

1000 4
800 4
ey 600
5
E 400 4
200 4
D-WT;_T'H._P“._—T'_F
1 2 3 4 &
Time, min

1_1.2 ue/L - Paraquat 2 (Standard) 18560 ..
frea: 60370, Height: 2160, RT: 3.15 min

2000 4
1500

1000 4

Intenzity

500 4

0

Time. min

1lug/L
Rnowieuage

0.05 ug/L
1A QYA & Tl iy

Area 2432 Height: 88, RT .20 min

0.1 ug/L
Mal_W e MES L CIHCI\G\\.HCIIIUCIIUJ’ 1uu,,

frea: 5120, Helght 168, FT: 3.20 min

1000 4 1000 4
a0o 200
z 600 - Z 600
5 g

E 400 £ 400 4
200 300 200 4

U- 0=

T 2 3 4 5 12

Time, min Time, min

G ue/L - Paraquat 2 (Standard) 1850 /.
Purea 281981, Height: 11781, RT: 309 min

Sample_BL - Paraguat 2 (Unknown) 1850 .
frea N8, Height: NAR RT: NAG min

0.5 ug/L

FAYUAL & L IITI Y T

" Brem 25686, Height §73, KT £17 min
1000 - 317

200
600

400

Intensity

200 4

0l

R
Time, min

Sample 05 06 uel - Paragquat 2 (Quality .

Area: 22689, Height: 801, RT: 3.19 min

1000 - 1000 - 219
300 300 | :
z = f00 = 600 4
5 £ 400 - £ 400 4
200 200
I e 0 e
12 32 & 8 12 4 4 &
Time. min Time. min Time. min -
5ug/L Sample Balnk Sample + 0.5 ug/L
101 LIIE.

()

®

)




J)iRY—k
T IR R—bk
AMPA
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)

HPLCY AT L Shimadzu UFLC XR

H3 L ObeliscN 5um 4.6 x 150mm

BENHE

A 0.2%EFEE+20mMMEFBE 7 E= ) LE BT KB K

:B 0. 1% ITFITIVEELTEN=M)IL

772=~k 0 5

Time [min.]

A [%] 70 70

B [%] 30 30

& (ul/min) 1500

H7 LIRE[C] 40

YT IY—5—[C] 4

EAE [pL] 50

Mass Spectrometry AB SCIEX QTRAP® 4500 System

lon Source Turbo V™ lon Source (ESI)

Mode MRM

Polarity Negative

Curtain Gas(CUR) 15 Temperature [°C] 650
Collision Gas(CAD) 11 lon Source Gasl 80
lonSpray Voltage [V] -4000 lon Source Gas2 70
Monitoring Time [min.] |5

S‘ I Ex Answers for Science.
Knowledge for Life."
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i

Name Structure Formula |Exact Mass Q1
e  c—
$ _ [l
Tk /.* k — C5H12NO4P | 181.1 180.0 [M-H]-
Glufosinate
—
g 1) A 1 <”D < >
© N g C3HSNOSP | 169.0 | 168.0 M-H]-
§° Glyphosate Eﬁ\I/N/LB [ ]
Fe —_
TSI/ AFLY VB !
AMPA m CH6NO3P 111.0 110.0 [M-H]-
fa =] |
Q1 Q3 Name DP EP CE CXP
168 79 JY)iRg—Fr1 -90 -10 -54 -6
168 63 YRy —Fk2 -90 -10 -32 -6
180 63 G r—Fr1 -40 -10 -66 -6
180 95 GRS R— k2 -40 -10 -24 -6
110 79 AMPA 1 -40 -10 -24 -6
110 63 AMPA 2 -40 -10 -26 -6

S‘ IEX Answers for Science.
Knowledge for Life."




Glyphosate

7\ A
~H@® =
Index Sample Name Sample Type RMB c ncwlaalti:n Area Height R‘?‘I_tf:nﬂ':n Sienal / Noee | Used C Gah":?idhl Accuracy i
p 2 BL Unknown M8 [T [ ) N/ N/& M B 3
R 0.02_2 yerL Standard 200 275 18 167 3 1.977 a9
18 0.2.20 ug/L Standard 20,00 30770 G870 168 190 22351 112
o 2.200 uesL Standard 200.00 270774 63758 168 1438 196642 a8
a7 10_1000 ues/L Standard 100000 1284011 30199 168 3398 910668 a1
BREE 20_2000 uesL Standard Acouracy | 200000 B122435 1723967 164 3998 ] 3719914 186
[=]|Reeression | @ &, =
|_Calibration for Glyphosate 1:y = 137703250 x + -7 82803 {r = 0.99602) (weizhting: 1/ ="2) |
a2
1 0efi
i
2 mnes
0020 1 . . : , , , ; T
100 200 300 400 500 600 700 400 ann
Concentration (/L)
b *5 & owm G rm
@ E r Blnak 2 ug/L 20 ug/L 200 ug/L
BL - Glyphasate T{Unkmowr) 16797 637_ 102 2 ug/L - Glyphosate 1 (Standard) 167.. 0220 ug/L - Glyphosate | (Standard) 16.. 2 200 ue/L - Glyphosate 1 (Standard) 167.. o
Arca-NoA, Heigie A, RT-NA o Area: 2715, Heieht: 618, RT: 167 min Area: 30770, Height: 6870, RT: 1.68 min Brea: 270774, Height: 63758, RT: 168 min
10000 10000 1.0eb 20eh
= = = = 1.5eh
E 5000 E 5000 % B ed 9%3 1085
= = = S Bled
167 168
1] " . ] s : 0.0l i . 00l " :
15 20 15 20 15 20 15 20
Time, min Time, min Time, min Time, min
101000 ug/L - Glyphosate 1 {Standard) 1. 20_2000 ug/L - Glyphosate 1 (Standard) 1. Sample_BL - Glyphosate 1 {Unknown) 167 Sample_2_200 uel - Glvphozate 1 (Gluality ..
Area: 1264017, Height: 340199, RT: 168 min  Area: 5122435, Height: 1723367, RT: 168 . Area 2736, Height: 920, RT: 1.67 min Area: 332062, Height: 85G35, RT: 168 min
10000 20eh
3eh 1bef
= = = = 1.5eh
g z 10 2 500 2 10es 18
5 165 S 5Des 5 5 Efed
- S ]'ﬁ?
el i - 0.0el i , ] 0.0e0 . : ]
15 il 15 il 15 20 15 21
Time, min Time, min Time, min Time, min j
L I :A 1000 ug/L 2000 ug/L Sample Balnk Sample + 200 ug/L




Glufosinate

(@) -
\W) ~
Index Sample Hame Sample Type ROUIE' C ncmlae:tim Area Heieht H?I'tﬁnﬂ:l Siemnal / Moee | Used . Gab"ll?idh Accuracy i
bl BL Unknown MR MR HAR MNAB MR M8 M8 E
T o022 vl Standard Accuracy | 002 N/ N/ N/ N [ |NA N/A
BRRE 0220 ue/L Standard 0.20 488 134 137 48 0.200 100
REE 2.200 ue/L Standard ano 4087 1201 137 232 2051 103
R 10_1000 ue/L Standard 10.00 17426 5417 137 1552 8912 29
BRE 20_2000 uesL Standard 20,00 42276 12943 137 324 21693 108
[=-]Rearession | fij & =
| Calbration for Glutosinate 1oy = 194833800  + 9973157 (r = 089643) (weighting: 1.7 3) |
fed
2
& 2ed
lell L - - . , . . . . . . . . . . . . . . .
1 2 3 4 5 fi 7 b q n 1 12 13 14 15 16 17 18 19
Concentration {ug/L)
PR AT Q] =
@ II [ M=BInak 0.02 ug/L 0.2 ug/L 2 ug/L
Bi — Glufasinate T {Unkmow) 17997830 102_2 ug/L - Glufosinate 1 (Standard) 179.. 0220 ug/L - Glufosinate 1 {Standard) 17 2_200 ug/L - Glufosinate 1 {Standard) 179..
Area-NoA, HeshtNAA, RT-NAA or firea: MO0 Height: MA8, BT HAB min frea: 488 Height: 134, RT: 1.37 min frea 4087, Height: 1201, BT: 1.37 min
1000 1000 1000
1000
= & & =
(2] (2] o (]
5 500 g 500 5 500 8 500
= = = =
137
0 , : : 0 , , : 0 N , 0 e ,
1.0 15 20 1.0 15 a0 1.0 15 20 1.0 15 2.0
Time, min Time, min Time, min Time, min
101000 e/l - Glufozinate 1 (Standard) 1. 20_2000 ue/L - Glufozinate 1 (Standard) 1. Sample_BL - Glufozinate 1 (Unknaown) 179.. Sample_2_200 uel - Glufosinate 1 {(Quality ..
firea 17426, Height: 5417, BT: 137 min firea: 42276, Height: 12943, BT 1.37 min firea MAB, Height: NA8, RT: MAH min firea 4118, Height: 1206, RT: 1.37 min
5000 187 1000 1000
. 4000 . 10000 - >
Z 3000 2 2 50D z
i) i) L el
£ 2000 £ 5000 £ £ son
1000
i . 1 . i i . . . i} . . - i " i - .
1.0 15 20 1.0 15 20 1.0 15 20 1.0 15 20
Time, min Time, min Time, min Time, min j

SC]EX 10 ug/L 20 ug/L Sample Balnk Sample + 20 ug/L
s v e uyg e fe mrres



AMPA

7\ A
@) =
Index Sample Name Sample Type R&"th G Acwla.'aliim Area Height Rffrtf:'ni:' Sienal / Noee | Used Gcah":?;dm Accuracy |
[ BL Uk niowr i M/ M8 M/ i WA HAE 3
N 0022 uesL Standard aon 5786 263 143 129 1642 82
T 0220 uesL Standard 2000 BE098 2660 142 a7h 21,395 107
B 2200 ueL Standard 20000 BE334A 28216 140 530 224973 112
R 101000 ugsL Standard 100000 2484616 137213 140 h26 994 540 a9
BREE 20_2000 uesL Standard 200000 4943502 292332 140 hag 1979.450 a9
[+ Regression | fij & =
| alibration tor AMES Ty = 2450 b0lkb s+ Towa falldd tr = U353 Lweighting: 1./ x) |
def
o
i 2efi
led - - . . . . . . . . . . . . . . . . .
100 200 aon 400 500 600 Ton ann 00 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900
Cioncentration (ue/L)
EEELE o
& [& T Blnak 2 ug/L 20 ug/L 200 ug/L

B —AMPA T {Uokoown? 108976829 -G
Area-NAA Heieht- NeA. RT-MAA v
5000

4000
3000
2000
1000

I

Ihtenzity

1 2 3
Time, min

10_1000 uesL - AMPA 1 (Standard) 1099
Area 2484616, Height: 137213, BT 1.40 min

1.0e5

Ihtenzity

5.0ed

0022 ug/L - AMPA 1 (Standard) 1098 /
Area: 5786, Height: 263, RT: 1.43 min
]

4000
3000
2000
1aon

0

Intengity

143

1 2§ d
Time, min

20_2000 ugsL - AMPA 1 (Standard) 1099

Area 4943602, Height: 292332, BT 140 min

2eh

Intenzity

1eh

0220 ug/L - AMPA 1 (Standard) 1098 /
Area: 55038, Height: 2660, BT: 142 min
]

4000
3000
2000
1aon

0

Intengity

Time, min
Sample BL - AMPA& 1 {Urknowr) 1099 4 6.
frea N/, Height: M/, RT: NS min
5000

4000
2000
2000
1o0a

Intenzity

2200 ue/L - AMPA 1 (Standard) 1098 /6. «
Area: B335, Height: 28216, RT: 140 min

= 20000
= 10000
n SR, : -
1 2 3 4
Time, min

Sample_2 200 ugl - AMPA 1 {Quality Cont...
firea: BO4424, Height: 24186, RT: 1.41 min

Intenzity

0.0e0

1 2 3

S Time, min
Cicn

e

Time, min

2000 ug/L

0

1 2

3 4

Time, min

Sample Balnk

Time, min j

Sample + 200 ug/L
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