guoooobbgggo
gobooboogogo

obooodouonn

Sulfamethoxazole
TUPAC 0O U 4-amino-N-(5-methylisoxazol-3-yl)-benzenesulfonamide

gooooooon

N—O

O\/O
\S/\ M\CH:&
N CAS 0O O O 723-46-6

H
oooo Ci10H11N505S
H_N

goddoobbobbobboboboooooooooooo
godoooobobbbobobfofoooodoooooboobn
doodoooobbbobbofofooooooooooobbon
doodoooobobbbbofofooooooooooobbon
ddddodooooboobobobbbobofobooooooooooon
goddooobbbbbfofoooodgooooooobobbobonoooa
godoooobbbbbofofoododoooobbooooooooboboboooa
godoooobbbbbbf™oooooooobmoooooooaad
godooobbbbobobofobooddooboobobobobooonoaa

Sulfanilamide, Sulfaguanidine, Sulfacetamide, Sulfisozole, Pyrimethamine,
Sulfapyridine, Sulfadiazine, Sulfathiazole, Diaveridine, Sulfamerazine,
Sulfatroxazole, Sulfisoxazole, Ormetoprim, Sulfabenzamide, Sulfisomidine,
Sulfadimidine, Sulfamethoxypyridiazine, Sulfamonomethoxine,
Sulfachlorpyridazine, Trimethoprim, Sulfaethoxypyridazine, Sulfaquinoxaline,
Sulfadoxine, Sulfadimethoxine, Sulfanitran, Sulfabromomethazine,
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oo oooooboobbogo

0000o00oooom 253.28 Y

0000 000000000000 OO 253.0521

oooo 166-172°C
ooooo 0 00.34 g/L (20°C)?
0 log PowO 0.89 %

0 pKall 5.94 %

D00000MO000000000000

D000000000000000
Fyh(#1) 60 TDLeO 21 g/kg
Fo b (IERENTESD  LDsod 2690 mg/kg
~UAGRAO LDso] 2650 mg/kg )
<7 A (RSO LDsoD 1460 mg/kg
~ 7 A (BN 14540 LDsoD 2300 mg/kg
Fyh(#A0 LDso0 6200 mg/kg )

000000000 oooonn
0000000 MO000000oo®Y00ooo00nonoooonn
ooooo?

aalig:

1) FOEHiSE T3 #RZe7 —#—8 (MSDS)

2) EIILA LA 2—T 3 — NIARREEE, /7 XA Bk

3) &N LW E 2 2GRS 27 A (kis-net)

4) STATEOE N RSB IR B (L P E R 1 T2 27 5 (CHRIP)
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gooooboooobobbodood

ogno goo CAS OO aono S
uoood O

gooonooooo CeHsN,O,S 63-74-1 172.20 172.0307
gooooooao C7H,0N4O,S 57-67-0 214.24 214.0524
gooooooao CsH;0N,03S 144-80-9 214.24 214.0412
gooooooo CoHoN305S 73247-57-1(Nald)  239.25 239.0365
gooooo C12H53CINy 58-14-0 248.71 248.0829
goooooo C11Hi1N;0,S 144-83-2 249.29 249.0572
goooooo Ci0H10N4O2S 68-35-9 250.28 250.0524
goooooooo CyHoN;0,S, 72-14-0 255.32 255.0136
ooooo Ci3H6N4O, 5355-16-8 260.29 260.1273
goooooo C11H12N4O,S 127-79-7 264.30 264.0681
goooooooooo C11H13N3;05S 23256-23-7 267.30 267.0678
gooooooooo C11H13N3;058 127-69-5 267.30 267.0678
goooooo Ci4sHsN4O, 6981-18-6 274.32 274.1430
gooooooao Ci3H12NO5S 127-71-9 276.31 276.0569
gooooooo C12H14N4O5S 515-64-0 278.33 278.0837
gooooooo C12H14N4O5S 57-68-1 278.33 278.0837
goooooooooood C11H12N4O5S 80-35-3 280.30 280.0630
goooooooood C11H12N4O5S 1220-83-3 280.30 280.0630
gooooooooooo C10H9N,O,SCl 80-32-0 284.72 284.0135
ooooood Ci4HsN4Os 738-70-5 290.32 290.1379
goooooooooooa C2H14N4O5S 963-14-4 294.33 294.0787
gooooooooo CisH12N4O5S 59-40-5 300.34 300.0681
goooooo C12H14N4O4S 2447-57-6 310.33 310.0736
gooooooooo C12H14N4O4S 122-11-2 310.33 310.0736
goooooo C14sH13N30sS 122-16-7 335.34 335.0576
goooooooooo C12H13BrN4O,S 116-45-0 357.23 355.9943
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() 000000

gobobbbotboooboobbuoooooobbboooooobbbd
gobobbbotbooooobboooooobobbboooooboobbd
gt LC/MS/MS-SRM OO0 n

(2 00000

agoood

goboodoobodagn O000OO0O000OOHPLCOMM OO 99.0%0
oo LoMSMix 10000000 UoUo -
goboodoooomn goooobodd 20 pg/mLO
DDDDDDDDDDD‘13C6 [0 SIGMA-ALDRICH (Fluka) O 0O 0O O 99%[]

gooooboobbo-d00 10 DO0ODODbOoOoboog 97.4%0
000000000000-2Cs U SIGMA-ALDRICH (Fluka) [0 0O O O 99%[

Oooooooo-"c 0 SIGMA-ALDRICH (Fluka) O 0O O O 99%[
00000000 (0000000000)-"Cs OCIL OO 10pg/mLO 0 O 90%0
00000000 -ds Joooobododg 99.9%0
0000000 -dg 0 SIGMA-ALDRICH (Fluka) O 0O O 0O 98%[]
0000000000 -ds 00000d0oooooooomod 98%0
goooobooooooo gLc/MS O Odogooon

oodn Joooon Milli-Q Gradient U 1 I 0 0
googougo 0J Waters [1 Oasis HLB Plus LP (225 mg)

gooooooo

gooonbo
gobobbbodoooboobbooooobbb oo il10.0mg

goobobbobbtbodoodblomlbOogglooomgLdogooononon

gd

gooooooboboboao
00000000000-"Cs100mg0000000000000010mLO
godbrlooomgLlO0DOOODO0OO0O0O0O0OO0DOODMOIO20
1000mg/LO O OOO0O0O0O0O0O0O0O0OOO1c0mLO00000O0O0OOOONO
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godbromlOODOO100mgLO000O0OO0OOO0O0O0O0O0OOO
I00mg/LU0 000000 nooboboooggzeopt D000 oooo
godroomlOOO200ngulO0 0000 0O00O0O0OOOODOONO

gooooooon

gooboboobbobb2pmLlMO0OO0O000oooonODo1000 mg/L
goooboobooooog/soodg (:np boodggobosood 200 ng/mLd O
gobobbotbooooobboooooobbbbooooooboobbn
D00oo0ooooooo-"cooonlongmllO30 00000000000
gobobbooogoooo

good

ool aonobogooooobgomb)ytdgoo oo
gobobbudogouobbuoooobobbbuodo 4oooobd
gooobobobbooddo4sum I ODOOdOPTFED 13 mm Millipore
ud

gobobbooooobobobuouooooobbuoaa

(3 000
ooogoooooood
o000 m@uo2o3og o™

goooobooobobobobooad

godoob1o0 mLO2.00 ngplO OO OO0 OOOOOS pLOODOO30000O
Uoobobodoodonbobon (Oasis HLB plus) O 050 0O 10 mL/min0 O [
gobobebbbbgooboobbodolsmtbbgooooon
USsml>x330 00000 booobbdsmlbdogg
qoccObbboudoouoezmibgdggooood/sbog(:nb!1 mL
gobobo4swumOggooooboooooon

gooooooon

gogoobobobotbodood™@oobobboooodobbbooooo
gobobbogoooooobbgood
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goon

gLe/mMSOOonoomio 70

LC/MS OO
LC
Lcog
gogd
gogd

goooo
goooo
goooo

MS

MS O[O
goooobbod
goooo
gooooobbood
goooon
gooooobbood
goooo
goooo

[J Waters Alliance 2695/ Quattro micro API

[J Waters Alliance 2695
[J Waters [1 Atlantis T3 2.1 mm x 150 mm, 3 pm
0 A:0.1%0 0O /10 mmol/L OJ O 0OOCOCO O O (99:1)
B:0.1%0 O -00000000 O /7 10 mmol/L O 0 000000-0000
oooo o (99:1)
00 1 min A:97—85 B:3—15 linear gradient
1010 min  A:85—77 B:15—-23 linear gradient
1000 21 min ~ A:77—25 B:23—75 linear gradient
21022 min~ A:25—0 B:75—100 linear gradient
220035 min  A:BI 0:100
35035.1 min  A: 0—97 B:100—3 linear gradient
35.10 48 min  A:B=97:3
(J 0.2 mL/min
1 40°C
USpuL

[J Waters Quattro micro API

02.5kV

0 100°C

] 450°C

0J 60 L/Hr

(J 500 L/Hr

DES(+H0 000000000 ESIHO
J SRM

goooobbbnbbbbgogooobobbboooooobbbd
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doooboboboboooooooooooobbbmn 8
000  0ooooo

HRERE o000 Oo00oOooon 00 00
254.06>156.00 O O O 26 13
Sulfamethoxazole 17.53  254.06>92.0 O OO0 26 26
254.06>108.00 0 O O 26 22
Sulfanilamide 481 173.1 > 156.0 18 6
Sulfaguanidine 3.91
Sulfacetamide 8.66 215.0>156.0 24 13
Sulfisozole 13.75  240.1 >156.1 20 11
Pyrimethamine 17.00  249.0>177.0 43 27
Sulfapyridine 10.65  250.0>92.0 27 23
Sulfadiazine 9.65 251.0>156.0 22 13
Sulfathiazole 10.25  256.0>156.0 23 12
Diaveridine 9.51 261.2>245.1 37 23
Sulfamerazin 1142  265.1>92.0 27 24
Sulfatroxazole 17.88
Sulfisoxazole 18.50 268.2>136.1 22 12
Ormetoprim 11.16  275.0>123.0 38 23
Sulfabenzamide 19.57 277.0 > 156.1 20 10
Sulfisomidine 8.69
Sulfadimidine 308 207920 32 29
Sulfamethoxypyridazine 13.48
Sulfamonomethoxine 15.31 281.0>156.0 27 15
Sulfachloropyridazine 16.21 285.0>156.0 21 13
Trimethoprim 10.26  291.1 >230.1 36 21
Sulfaethoxypyridazine 17.90  295.0>156.0 28 17
Sulfaquinoxaline 20.03  301.0>156.0 27 15
Sulfadoxin 17.45
Sulfadimethoxin 2000 -11:0~1560 28 17
Sulfanitran (Negative) 22.03  334.0>136.0 22 25
Sulfabromomethazine 22.19 357.0>92.0 35 32

gbobooboooboobobooobobooboboboboobooboboon
uoo 0ooooo

ooo 0ooooon a0 a0
Sulfamethoxazole-"Cg 260.08 > 162.00 24 14
Sulfadiazine-"*C; 257.08 > 162.00 24 14
Sulfadimidine-"C 285.00 > 98.00 28 29
Sulfachloropyridazine-""Cs ~ 291.04 > 162.00 23 14
Trimethoprim-d, 300.20 > 234.00 38 21
Sulfadoxin-d; 314.10 > 159.00 28 19
Sulfadimethoxin-ds 317.12 > 162.00 32 21
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oooommadon
gogooboobsopLcoMSUoboogoonooobboooooon
gobobbooooobobbogoooobobboooooon

0oooooiod
gogsouprbreMSUgoogboogoooobobobobboooooon
goboobobboooooooobbd

gooooomiddiod
gogbobbcCuyL) booooooboooo

C=RxQ/V

RODODOOO0OODOCDOOO0ODODOODOOODODODOOODOnG
00
QIDOODODONDDONDODONDODOD (ng
000000000000000000 (mg/ul)x 0000000
000000000 (uL)O
vOOoOoOoO (mL)

0ddoooObOoOo0o00oooooooooooa

Q=10.0 (ng)

00ooooboooooooono oongul)yx ODOODOOOO
ooooooo (5.00 ul)O

V=100 (mL)
oo

C=0.100 R (ug/L)
ooon

OD000000(@DL)O
O0000O00LCMSOIDLOOOOO00O0 11

gl IbLboood

IDL gad godad IDLoooon

Hbt (ng/mL)  (mL) (mL) (ug/L)

guoooobbgggo 0.37 100 1.00 0.0037
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O000000000 (MDL) OOOOOO (MQL) O
O0000000OMDLOOMQLOOOODOO OO 1201

02 MDLOUOMQLUUOUOOO

000 000 0000 MDL MQL

(mL) (mL) (ng/L) (ng/L)

00ooooooooo 100 1.00 0.0070 0.018
OO

001000000000000000%C00000000d00000nona
PCcO00000000000d0000000D0O00onooooooonn
godoooobbooooooooooobobobboooooooobooo
odoooobbooooooooooobobobboooooooooo
godoooobbooooooooooobobobboooooooobooo
000D00OO0dooOoO000ooooboooooooobooooooon
ooooooobooooooon

0020 00000 oo00ooooobobobbbooogoioco mgLoooon
0000O00ooooooo-"c0ooooonooleomgdOdOnn
glioomlO00000O0O100mgLOOOOO0OOOMO

0030000 boingml00000000O0O0O00OOO0O0O0O0O0O0O0O
goooo2050ngml0 0000000000 0O0O0O0O0O0OO0OO0O
0oo0ooobooooooobobobobboooooooobooo

o422t ooooo
0odooooboooboooooooboobboooooooooo
gobobboooooobodogoobobbuoosGeooon
goooooooooad

gosugdooooboooooboobiomlO00020ml0 0000000
goooooobooooo

Ode0D000O0O0000000000000000OOpHSODODDODDODODOO
JooooDobodoooooobobbooooooooboboopHO OO
gooooo

go7orLemMsStu oo oobgdn (Waters Alliance26950 Quattro
micro AP) OO0 0000000

gosuoooooooooonmbbodoooouooobomooon
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gobobboooooooobboood

gootbbobudooooobbuogoooobobbooooooobbn
gooobobbobbbodooooobbbboooooobobbboon
00d00000000000000000o00®coooooonoa
guobobobbodooooobbogooobboooooooobbd
dbobooobtbddoboboobooooboobobooobg

gologoobooobdgoboboobuoobboobooobuogoobd
gobooboooboobooboobobo@uobooobooo)oo
gobobobbodooooobobogoobobboooooooobd
guobobbbodooooobbogooooobbbooooobd
gobobbooooooobbd

gonomrdmoooooooooobobbbbbmoo22io3gooon
goboobbogooooobobd

03 Iprgggog

god ooooooooogd
goOd (mL) 100
googd (mL) 1
o0 (ng/mL) 1.00
OgooO (ub) 5.0
dod 1(ng/mL) 0.976
0O 2(ng/mL) 0.927
0O 3(ng/mL) 0.976
0O 4(ng/mL) 1.17
g 5(ng/mL) 1.10
0O 6(ng/mL) 1.15
g 7(ng/mL) 1.10
godd (ng/mL) 1.057
000 (ng/mL) 0.0959
IDL (ng/mL)" 0.37
IDL ODOO4O00 (ug/L) 0.0037
S/N 9.9
CV (%) 9.1

*: IDL =t (n-1,0.05) X 6,1 X 2
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sur0985
テキストボックス


Ing/mL_STDMHPCMiX1+Macl3+CS10ng+SS10ng)_5ul_MRM

2013_504 4: MRM of 14 Channels ES+
17.56 254.06 = 156

3.93e3

1 17.52
17.60

gogoooooodd (5.0pg)

17.47

14.88 17.36( |17.74
Jel\

2 7."50 10100 ‘ 12150 ‘ 15100 ‘ 17‘.50 20‘,00 22150 ‘ 25100 ‘ 27150 ‘
2013_504 4: MRM of 14 Channels ES+
. 17.58 260.08 = 162
4.15e4
1 gobooboogogo
J 13
o Uogoooooood-"Cs(50pg)
> —|
o T T T T T T T T T T T Time
7.50 10.00 12.50 15.00 17.50 20.00 22.50 25.00 27.50

U1 IDLgggooooboogd
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goooooobooimLtgooonon
gobobobubrubobbodogooon

U4 00ogodgoimrgooon

IDL
goo DDD g g DDDIZIE| |]IZIE| Hod g g IbL® oo S/N COV
(ml) (mL) (gmL) @L) CFMD) (gppy @¥mD OO0 ()
(ng/L)

Sulfanilamide 100 1 1.00 5.0 0.98 0.069 0.27 2.7 96 7.1
Sulfaguanidine 100 1 0.50 5.0 0.490 0.0259 0.10 1.0 10 53
Sulfacetamide 100 1 1.00 5.0 1.01 0.0611 0.24 2.4 9.5 6.1
Sulfisozole 100 1 0.50 5.0 0.506  0.0259 0.10 1.0 12 5.1
Pyrimethamine 100 1 1.00 5.0 1.06 0.084 0.33 33 80 7.9

Sulfapyridine 100 1 1.00 5.0 1.05 0.109 0.42 42 11 10
Sulfadiazine 100 1 1.00 5.0 1.17 0.112 0.44 44 94 9.6
Sulfathiazole 100 1 1.00 5.0 1.09 0.108 0.42 42 93 99
Diaveridine 100 1 1.00 5.0 1.12 0.0605 0.24 24 11 5.4
Sulfamerazin 100 1 1.00 5.0 1.05 0.103 0.40 4.0 11 9.8
Sulfatroxazole 100 1 1.00 5.0 1.06 0.0853 0.33 33 12 8.1
Sulfisoxazole 100 1 1.00 5.0 0.989  0.0982 0.38 3.8 13 9.9
Ormetoprim 100 1 1.00 5.0 1.03 0.0971 0.38 3.8 14 9.5
Sulfabenzamide 100 1 1.00 5.0 1.10 0.106 0.41 4.1 10 9.6
Sulfisomidine 100 1 1.00 5.0 1.04 0.103 0.40 4.0 13 9.8
Sulfadimidine 100 1 1.00 5.0 1.02 0.0526 0.20 2.0 9.0 5.1
Sulfamethoxypyridazine 100 1 1.00 5.0 1.02 0.0996 0.39 3.9 10 9.8
Sulfamonomethoxine 100 1 1.00 5.0 1.04 0.103 0.40 4.0 11 9.9
Sulfachloropyridazine 100 1 1.00 5.0 1.07 0.0967 0.38 3.8 10 9.1
Trimethoprim 100 1 1.00 5.0 1.04 0.0607 0.24 24 11 5.8

Sulfaethoxypyridazine 100 1 1.00 5.0 1.04 0.108 0.42 42 11 10

Sulfaquinoxaline 100 1 1.00 5.0 0961  0.108 0.42 42 12 11
Sulfadoxin 100 1 1.00 5.0 1.05 0.104 0.40 4.0 95 99
Sulfadimethoxin 100 1 1.00 5.0 1.01 0.0921 0.36 3.6 14 9.1
Sulfanitran 100 1 5.00 5.0 4.97 0.480 1.9 19 9.7 9.7

Sulfabromomethazine 100 1 1.00 5.0 0.978 0.150 0.58 5.8 6.6 15

*: IDL =1 (n-1,0.05) x o1 X 2
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gonrMbLOuoMQLU OO OOLOOLDOoooooooooogob2103
guogoobbobboooooooobbbooooooobbd

00000
05 MDLOOMQLOOODOO
0ooo ooooo
00O

0oooooo 000 (%)
00 00 -
000 (mL) 100 -
00000 (ng) 2.00 -
000000 (ugl) 0.0200 -
0000 (mL) 1.00 -
oo (ng/mL) 2.00 -
00000 (ub) 5.0 -
000000 ugL)! ND 96
00o0od (uyL)? ND 96
00 1 (ug/L) 0.0219 88
00 2 (ug/L) 0.0173 95
00 3 (ug/L) 0.0172 95
00 4 (ug/L) 0.0169 96
00 5 (ug/L) 0.0193 91
00 6 (ug/L) 0.0198 93
00 7 (ug/L) 0.0189 95
000 (ugl) 0.01876 93.3
000gd (ugl) 0.00179 2.79
MDL (pg/L)" 0.0070 -
MOQL (pg/L)™ 0.018 -
S/N [ 11 -
CV(%) 9.6 3.0
*] 0000000000000 00000000000000000

000 (n=1)

*) 0O0000OMDLOOOOOOOOODOOODOOODOOODOOO
0000000Mm=2)

*3 MDL = t(n-1,0.05) X 6.1 % 2

*4 MQL = 6,1 X 10
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Add-&5_Tamashima_MDL_Sul _MRM

2013_571

< MRR of 14 Channels ES+
. 1752 254 .06 = 156
17.58 5.34e3
17 .49
- 00odoodoodon (5pg)
17.63
[~
17.27 | 1774
15,15 1544 ~| -
1 T T T T T T T T T I‘ T T T T T T T T T T
&.00 .00 1000 1200 1400 1600 1500 2000 2200 2400 26.00 26.00
2013_571 4 MRM of 14 Channels ES+
1752 08 > 162
1 3.62ed
o T T T T T T T T T T T T T T T T
&.00 .00 1000 12700 14’00 1500 1800 2000

T T T T Time
22.00 24.00

U2 MDLOOOOOOODOOOoooooo

>&00 | 2800
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H26 SIN
MDL  ND MDL
(SIN>10 )
SIN SIN10
(2015 )

goboooood mbLOd MQLO
gooobboMbLod MQLUooooooood

e UUOUOUOUoUMDLOUMQLUUD OO

good
oooo 0o DDIZIDD B g B nod DDDDD ?HS/LD) g B (lzl/lg]?LL) g:f;LL) (% DDDDDDDDD

(ng)  (gL) (o) (/L) (ng/L) (%)
Sulfanilamide ad 2.00 20.0 ND ND 13.8 092 3.6 9.2 6.6 -
Sulfaguanidine ad 2.00 20.0 ND ND 13.7  1.60 6.2 16 12 -
Sulfacetamide oo - - - - - - - - - -
Sulfisozole oo 2.00 200 ND ND 129 132 51 13 10 -
Pyrimethamine oo 2.00 200 ND ND 172 098 38 9.8 5.7 -
Sulfapyridine oo 2.00 200 ND ND 182 180 7.0 18 9.9 -
Sulfadiazine oo 2.00 200 ND ND 176 125 49 13 7.1 85
Sulfathiazole oo 2.00 200 ND ND 159 164 64 16 10 -
Diaveridine oo 2.00 200 ND ND 200 324 13 32 16 -
Sulfamerazin oo 2.00 200 ND ND 175 1.8 73 19 11 -
Sulfatroxazole oo 2.00 200 ND ND 177 250 97 25 14 -
Sulfisoxazole oo 2.00 200 ND ND 194 185 72 19 9.5 -
Ormetoprim ad 2.00 20.0 ND ND 19.6 1.61 63 16 8.2 -
Sulfabenzamide ad 2.00 20.0 ND ND 16.5 2.63 10 26 16 -
Sulfisomidine uad 2.00 20.0 ND ND 17.8  1.59 6.2 16 8.9 -
Sulfadimidine oo 2.00 200 ND ND 190 134 52 13 7.0 98
Sulfamethoxypyridazine 0 O 2.00 20.0 ND ND 176 198 7.7 20 11 -
Sulfamonomethoxine oo 2.00 200 ND ND 160 185 72 19 12 -
Sulfachloropyridazine oo 2.00 200 ND ND 187 165 64 17 8.8 93
Trimethoprim oo 2.00 200 ND ND 203 314 12 31 16 99
Sulfaethoxypyridazine oo 2.00 200 ND ND 196 287 11 29 15 -
Sulfaquinoxaline oo 2.00 200 ND ND 146 216 84 22 15 -
Sulfadoxin oo 2.00 200 ND ND 182 1.8 73 19 10 102
Sulfadimethoxin oo 2.00 200 ND ND 187 213 83 21 11 99
Sulfanitran ad 10.0 100 ND ND 116 7.00 27 70 6.1 -
Sulfabromomethazine uad 2.00 200 ND ND 193 2.15 83 22 11 -

uobooboboooboobboobbooobbooopgbbgobboonoo

gobooooMbLOOOooooooboooono

808


sur0985
テキストボックス
H26年度調査において、混合標準試料中の各物質の検出感度差からクロマトグラムでは十分なS/Nが得られているにも関わらず分析法開発手順によるMDLではNDとなったり、MDLが検量線最低濃度より大きい事例が見られた。このため、検量線最低濃度(S/N>10を確認)の試料換算値を検出下限値として取りまとめた物質もあった。なお、検量線最低濃度においても十分なS/Nのある物質も存在し、S/N10程度まで濃度を下げた標準物質測定が望まれる。(2015年度精査等検討会コメント)


Re:
Cur

[y

82 0O 0O

goaon
goodaoooon

oo0oo T o000 0o ] 00
100 mL 0000000 O Oasis HLB Plus 000 15mL OO0
(000000000000-C4 10.0 ng) 10 mL/min Air5mLx 3 0
L 00 oo — 00 OO0 [ LC/MS-SRM (ESI+)
ooooo N, OO 00000/ OO O(1:1)  0.45 um 00000
5mL 0o2mLO0 1.0 mL
03 00000000000
oooon
T e

1204

12.04
1004 10.04
0.804 8.04

b ]
0.601 O 6ol X
[}
0.404 4.0
0.20] 201
0.00F e hasmnaans hasmnaans B 0 R ; Conc
0.0 0.500 1.00 1.50 2.00 0.0 5.00 10.0 15.0 20.0
ooo oo
(0) (5.00) (10.0) (15.0) (20.0) 0) (50.0) (100) (150) (200)
000 (ng/mL)d 000 (ng/mL)J
04 00O

goobooboobod 0.500020.0 ng/mLU O O 1] 0.50000 200 ng/mLL O 0J [T

809




g7 oooooooon

aoog
Hoooo oooooood oOoOooooodooo oo
ood (ng/mL) 13 o :
(Cs) godgd (As) 0 0-"Ce (Ais) (As/Ais)
(M/z2254>156) (M/z260>162)
20 200 38848 2854 13.613
10 100 23973 3800 6.308
5 50 15172 4678 3.243
2 20 7548 5628 1.341
1 10 4234 6044 0.701
0.5 5 1939 6500 0.298
0.2 2 767 6731 0.114
0.1 1 447 6815 0.066
0.05 0.5 235 6796 0.035
*JOUOOODODODOO10.0 ng/mL
ooooboooon
2013_501 4. MREM of 14 Channels Es+
17.56 254.06 = 156
2.76e4d
i Oo0ooooogoon
"= (10 ng/mL) 17.43
U B e B B B B I S i S B IS B
10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00
2013_501 4: MREM of 14 Channels ES+
_ 17.56 260.08 > 162
0ooooooo 362
= 00000000000-"C
. (10 ng/mL)
" igog | 1200 1400 1600 1800 2000 2200 @ 2400
2015_501 4: MREM of 14 Channels ES+
17.49 258.09 > 160
00000000000 -d, 22084
= ooooooo
(10 ng/mL)
A B MRS s SRS S SRS LN SRS A LARE RN SRS R R nasa sl L U
10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00

s dobbobbbooodaongmb)yooooog

gooooooon

O00b00bO0bOobOOobO0obOoooobO0obUobOobOobOonog miz2s40

goggobbobbodooooobobbood
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1ppm SMZ+CAM 100uL HPCmix1+CAM 3-43-98(1-17-22)ACN_D3_MRM

2013_173 1264 (15.624) Cm (1258:1279-1383:1407) 1: Scan ES+
- 254.0 8.44e5
K
156.0 255.4
1 147.1 \ 188.1 ‘ 276.1
1 prrer e e T R T e e e e T e e e e e e T
2013_174 1262 (15.611) Cm (1252:1273) 1: Daughters of 254ES+
- 108.0 156.0 2.65€e6
92.0
[ IS
99.0 160.1
: 110.0 147.0
b ‘ ( 146.0\‘ 188.1 254.0
R R L A o R R AR R AnaE Rananil 11174
80 100 120 140 160 180 200 220 240 260 280 300 320 340

Ueée-1 UUUOULDODOUOOOOLOLOLDLOUOOOOoon
O000o0ob0o0db0 mz25400000000000O00O0O00O0DOO

DDDDEIDDDDDD-13C6DDDDDDDDDDDDDDDDDDD m'z
00 000000 0O0OOCO0OOC0O0O0O0O0O0O0OO0
SMZ-13C6 10ppm 100ulL 5-95ACN_D5_D-scan

2013 848 220 (6.849) Cm (191:257-(56:122+343:426)) Scan ES+
B 260.05 1.05e6
e
282.03
261.68
1 162.08
2 T T T T T T T T T T T T T T T T T e T T
2013 849 243 (7.043) Cm (229:273-(98:129+332:375)) Daughters of 260ES+
B 161.98 7.20e6
[ o8
| 260.02
98.99 113.98
" 153.02 | 166.07 194.09
4 T T T T T T T T T T T T T T T T T T T e e e MYZ
80 100 120 140 160 180 200 220 240 260 280 300

062 00D0D0O000O0O0O0O-"GOO000000000000
OO000000oO0Omz2e00 00 000OO00OOOOOOOOO
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gobobbooooooobbogrybbooobobbboooooobbd
gogoooo

BL-1_Milli-G_CS10ng,$S10ng_5ul_3-100ACN_MRM

2013_637 4: MREM of 14 Channels ES+

17 .69 254 06 = 156

_ 426
17.85

- gogooggoggod
2 wee 0000000000000
] 14.70., e
14,35 1/8-83

11
T T T T T T T T T T
5.00 .50 10.00 12.50 15.00 17.50 20.00 22.50 25.00 27.50 30.00
2013_637 4 MREM of 14 Channels ES+

1742 258.09 = 160
2.71ed

0ooo0oooooo
m O0000000000-"C«(50 pe)

1727
1l

T R R e e R e e TME
.00 7.a0 10.00 12.50 15.00 17.50 20.00 22.80 25.00 27.80 30.00

g7 bDoboooooobboood

goooooon
gobobbooodg g uuuonbouoooobobouooooobbd
gobobbbooooooboobbooooooobobbd

U8 bugoooon

900 ooo 00 5o OO0 0o
0Doo 0Doo (L) (0g) Doo 0o %) 00 [poo
(ng/L) (%) (%)

100 100 ooo 2 114 O 2.0 87.3

0Do0oo 100 10.00 5 109 97.8 2.2 88.7
0Do0o 100 ooo 2 ND O O 95.8
0Doo 00 100 2.00 7 188 938 96 93.3
100 10.00 7 106 106 2.2 88.9
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NonAdd_Sasagase-1_CS10ng,8810ng_5ul_3-100ACN_ MRM
2013_616

4 MRM of 14 Channels ES+

- 17.81 254.06 = 156
29263
17.58
oooooodgogde¢gpei )
-y 17.36)
17 .61
17
14.5& 15281\69E /1751
2 T T T T T T T T T T T T T T T T T T T T T T T
6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
2013_618 4: MRM of 14 Channels ES+
17.47 260.08 = 162
7 7 52 3.75e4
goooooooo
=] 13
Udooooodddd-"Ces50pg)
o T T T T T T f 1 T T T T T Tirne
£.00 s.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00

T T T
24.00 26.00 28.00

U8 uubobbobbouoooooobobo

Add-1_Sasagase_CS10ng,SS10ng_Sul_3-100ACN_MRM
2013_618

4 MRM of 14 Channels ES+
254 .06 = 155
2 77ed

_ 17 51
17.45
Uoooooooadd(sopg)

- e

0 T T T T T T T T T T T T T T T T T T T

5.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00

2013_618 4: MRM 0f 14 Channels ES+

_ 17 .51

%

280.08 = 152
SaZed

Oooooooon
00000000000-"C«(50 pe)

S I | , e,

T T T T T T
10.00 12.00 14 .00 16.00 18.00

T T
20.00

T T T T T T T T Time
22.00 24.00 26.00 26.00

o oogobobobbbooooooon
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gooooooooooboboooobao
gobobbbodombobbiboooobbbouooodbyod 120%
goboobbogooooo

goguobobboooooobbbuodogd

oon 10ng 00O

0000 000 DDD gg 00 00w o5, 0O OO0 OO0 000000
(mL) oo bOgd 0 oo O od gono

(ng/L) (%) (mg/) (%) (%) (%)
Sulfanilamide gogd 100 2 ND - 5 90 90 34 -
Sulfaguanidine gog 100 2 ND - 5 79 79 3.1 -
Sulfacetamide goog 100 2 ND - 5 6.3 6.3 20 -
Sulfisozole gog 100 2 ND - 5 73 73 4.5 -
Pyrimethamine oog 100 2 ND - 5 100 100 7.1 -
Sulfapyridine oog 100 2 11 - 5 100 89 32 -
Sulfadiazine oog 100 2 ND 81 5 103 103 2.7 78
Sulfathiazole oog 100 2 ND - 5 80 80 4.7 -
Diaveridine godo 100 2 ND - 5 99 97 4.5 -
Sulfamerazin goog 100 2 ND - 5 94 94 1.1 -
Sulfatroxazole goo 100 2 ND - 5 101 101 3.8 -
Sulfisoxazole oog 100 2 ND - 5 73 73 3.3 -
Ormetoprim goo 100 2 ND - 5 96 96 23 -
Sulfabenzamide godo 100 2 ND - 5 79 79 9.3 -
Sulfisomidine oog 100 2 ND - 5 83 83 4.6 -
Sulfadimidine gog 100 2 ND 95 5 97 97 23 98
Sulfamethoxypyridazine OO O 100 2 ND - 5 90 90 22 -
Sulfamonomethoxine goo 100 2 ND - 5 79 79 4.1 -
Sulfachloropyridazine 0O OO 100 2 ND 79 5 100 100 35 78
Trimethoprim oog 100 2 ND 91 5 101 99 6.3 98
Sulfaethoxypyridazine OO O 100 2 ND - 5 107 107 3.5 -
Sulfaquinoxaline gdo 100 2 ND - 5 77 77 4.0 -
Sulfadoxin gog 100 2 ND 89 5 93 93 9.4 115
Sulfadimethoxin oog 100 2 ND 97 5 102 102 34 100
Sulfanitran gogd 100 2 ND - 5 133 133 1.8 -
Sulfabromomethazine O OO 100 2 ND - 5 95 95 54 -

gobbobobbbogooooobbbuoboooobbbtdpgo
gbogbbogbobobobgooogbogbotooonogbo
ESI-Negative U L U 0D O OO 000000 OO OESI-Positive U U O 00 O
U 4% 0b0obo0uoogaagoboo
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gobobbbotboooboobbuoooooobbboooooobbbd
gobobbbobooooobbooog 710%uobooggoooon

g oodogoooboboooooooon

ooo 10ng 00

oooo 000 DDD gg 00 00000 o, OO0 OO0 OO0 000000
(mL) oo oOoOoo 0 oo o 00 0bo

(ng/L) (%) (ng/lL) (%) (o) (%)
Sulfanilamide oo 100 2 ND - 7 78 78 6.9 -
Sulfaguanidine oo 100 2 ND - 7 58 58 7.5 -
Sulfacetamide oo 100 2 - - 7 - - - -
Sulfisozole oo 100 2 ND - 7 65 65 4.7 -
Pyrimethamine go 100 2 ND - 7 97 97 3.7 -
Sulfapyridine oo 100 2 ND - 7 87 87 1.5 -
Sulfadiazine oo 100 2 ND 84 7 101 101 5.7 76
Sulfathiazole od 100 2 ND - 7 81 81 3.9 -
Diaveridine od 100 2 ND - 7 94 94 44 -
Sulfamerazin oo 100 2 ND - 7 88 88 3.2 -
Sulfatroxazole oo 100 2 ND - 7 98 98 4.1 -
Sulfisoxazole oo 100 2 ND - 7 81 81 34 -
Ormetoprim gg 100 2 ND - 7 94 94 32 -
Sulfabenzamide oo 100 2 ND - 7 95 95 2.6 -
Sulfisomidine oo 100 2 ND - 7 85 85 3.6 -
Sulfadimidine oo 100 2 ND 98 7 103 103 5.8 96
Sulfamethoxypyridazine 00O 100 2 ND - 7 95 95 29 -
Sulfamonomethoxine go 100 2 ND - 7 93 93 4.7 -
Sulfachloropyridazine ggd 100 2 ND 91 7 102 102 24 87
Trimethoprim gg 100 2 ND 98 7 103 103 6.1 91
Sulfaethoxypyridazine gg 100 2 ND - 7 102 102 1.7 -
Sulfaquinoxaline oo 100 2 ND - 7 90 90 32 -
Sulfadoxin oo 100 2 ND 108 7 95 95 55 102
Sulfadimethoxin oo 100 2 ND 103 7 96 9% 59 112
Sulfanitran go 100 2 ND - 7 116 116 6.1 -
Sulfabromomethazine oo 100 2 ND - 7 100 100 24 -

gobbbobbbggooooobbbuooooobbbtdpgb
gobobbbooooooobbogooooon
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goooooooobooboboo
gobobgoobgobbooob inobooboooboobboood

U1l ogogoooobogodad

0000 10000 7000000(%)

0og pH 0OOO
(ng/L) 000 (%) 0o 00
5 2 500 88 100 0
ooooooooooo 7 2 500 92 105 100
9 2 500 90 105 O

*J70000000C010000000D100000D00000

gobobbodoooobbbgooooobb1izobboooobbd
goboobboobbgoboboobooobbooboobobooobd
gobobgoobbodooobuoobbbooobbuooobbddpH
gobobbbobooooobbuoooooon

U112 gobbobbogogooobbuooooooo

og DO 1oooag 7000000(%)
good y ood 0oo @) g o
(ng/Ly pHS pH7 pHY9 pHS pH7 pHY9 pH7
Sulfanilamide 2 500 61 74 71 95 96 101 47
Sulfaguanidine 2 500 61 75 72 98 98 104 78
Sulfacetamide 2 500 84 66 86 108 101 106 78
Sulfisozole 2 500 87 88 85 107 108 111 93
Pyrimethamine 2 500 89 87 81 96 103 109 101
Sulfapyridine 2 500 83 93 86 97 99 110 89
Sulfadiazine 2 500 83 90 89 91 103 101 94
Sulfathiazole 2 500 86 93 87 102 103 111 86
Diaveridine 2 500 89 89 80 96 100 118 102
Sulfamerazin 2 500 91 93 88 104 105 110 89
Sulfatroxazole 2 500 85 95 87 91 92 106 94
Sulfisoxazole 2 500 100 105 107 101 106 105 103
Ormetoprim 2 500 80 86 84 97 103 105 104
Sulfabenzamide 2 500 86 93 88 99 104 110 105
Sulfisomidine 2 500 85 93 87 100 106 111 104
Sulfadimidine 2 500 90 93 88 100 105 108 95
Sulfamethoxypyridazine 2 500 86 91 85 97 99 111 81
Sulfamonomethoxine 2 500 89 91 85 102 111 115 108
Sulfachloropyridazine 2 500 89 93 88 98 104 112 92
Trimethoprim 2 500 89 89 80 96 100 118 102
Sulfaethoxypyridazine 2 500 88 97 91 96 96 104 74
Sulfaquinoxaline 2 500 89 101 90 95 95 105 94
Sulfadoxin 2 500 87 96 88 96 100 112 94
Sulfadimethoxin 2 500 89 99 89 101 102 113 101
Sulfanitran 2 500 79 80 79 109 119 135 145
Sulfabromomethazine 2 500 94 97 91 102 112 117 92

*W70000000010000000010000000000
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H26

4

(68-79%/ 12
)

gooooon
gobobbbdopBogoobbogoooooobobd

) 80%

g3 ooooodd

(HLB)

96~131

(
(2015

0o0Q ooood 000 (%)
oo ogooo ooo (ng/LHO O
(n) (ng/mLy 700 1400 100
oooo 00 ooag 2 61.4" 104 O O
o0Ooo Ooood oood 2 6.14 O 100 O
oood oood oood 2 5.00 O O 103
*1MOODOD0O0O0O N4ng/LOODODODO 50ng/L OO
goodooooooooooot4ooooooonoooooooo
014 00000000000 boon
oad ala oo Oooo oo oo ooo
ooon agoo 0o 0o 00 (%) 00 a0 (%)
(n) (ng/L)y 700 (ng/mL) 1400
Sulfanilamide ooao 2 OO0 50 120 oooo 5.0 100
Sulfaguanidine ooao 2 OO0 50 119 oooo 5.0 102
Sulfacetamide ooo0 2 00 50 O 0000 5.0 o*
Sulfisozole oon 2 OO 50 125 oooo 5.0 105
Pyrimethamine ooo 2 OO0 50 94 oooo 5.0 99
Sulfapyridine oono 2 OO0 617 106 ooono 6.1 107
Sulfadiazine ooao 2 oo 50 112 ooono 5.0 90
Sulfathiazole oono 2 00O 50 102 o000 5.0 103
Diaveridine ooo 2 OO0 527 114 oooo 52 100
Sulfamerazin ooao 2 00 50 105 oooo 5.0 100
Sulfatroxazole ooao 2 OO0 50 98 oooo 5.0 94
Sulfisoxazole ooo 2 00O 50 127 onooo 5.0 99
Ormetoprim ooo 2 OO 50 109 opoono 5.0 103
Sulfabenzamide oood 2 00 50 121 oooo 5.0 105
Sulfisomidine ooo 2 oo 50 108 oooo 5.0 108
Sulfadimidine ooao 2 oo 50 100 o000 5.0 100
Sulfamethoxypyridazine O OO 2 OO 50 102 oooo 5.0 102
Sulfamonomethoxine ooao 2 00 50 104 oooo 5.0 98
Sulfachloropyridazine [0 0 [ 2 OO0 50 101 ooon 5.0 104
Trimethoprim ggn 2 OO 53¢ 100 ooono 53 103
Sulfaethoxypyridazine 0O O[O 2 00 50 105 ooono 5.0 98
Sulfaquinoxaline ooo 2 OO0 50 118 ooono 5.0 107
Sulfadoxin oono 2 00 50 96 oooo 5.0 102
Sulfadimethoxin oono 2 00 50 95 ooono 5.0 100
Sulfanitran ooao 2 oo 50 92 o000 5.0 95
Sulfabromomethazine 0O 00O 2 00 50 102 oooo 5.0 103

1 ooooooooooooooooooooooooobboobbouougog
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sur0985
テキストボックス
H26年度調査において、試料を通水した固相カートリッジ (HLB)を冷凍して96～131日間保存した後、溶出・測定した事例があった。使用した7種のサロゲートの添加回収率に問題はなく(スルファクロロピリダジンの4検体(68-79%/全12検体)を除き80%以上）、保存性に支障なしと判断された。(2015年度精査等検討会コメント)


gooogobboooooo
20000000 1lngLODOODOO 50ng/LODO
UOOOOOO 2ngLODODODODO 50ng/L OO
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gooooooon

o loomLlO0O0000 100ng000O0I0mL/mn 000000000
SmLUO0000000O0000  SmLO000O000O0O0O0O0O0O0O0O00 5SmL
gobobboooooobbb smLgooobgggooon

gobobbbooogbbotoooooobbboooooobobbogoo
gobobobooogoooo

gobobbododoooobbbuoooooobbsgiomLl 0
U 1%iidoibibgdggoooib 2% boboggooooogaoaon s
mLUOOO0O0OO0OO0O00O0

015 Dodoggobbbn (Oasis HLB)

gggd (%)
ooo0 gooog ooooooo
0-5mL 5-10mL 0l 0-5mL 5-10mL O

Sulfamethoxazole 101 0.8 101 99 1.4 101
Sulfanilamide 62 0.4 62 59 0.1 59
Sulfaguanidine 51 0.2 51 48 0.2 49
Sulfacetamide 94 0.5 94 93 0.2 93
Sulfisozole 93 0.6 93 96 0.8 97
Pyrimethamine 100 0.7 101 3 259 29
Sulfapyridine 94 0.5 94 104 0.9 105
Sulfadiazine 96 0.7 97 105 0.9 106
Sulfathiazole 91 1.1 92 85 15.7 101
Diaveridine 99 1.2 101 5 7.8 13
Sulfamerazin 92 0.4 93 110 0.9 111
Sulfatroxazole 102 0.7 103 105 0.9 106
Sulfisoxazole 97 0.7 98 102 0.8 102
Ormetoprim 101 0.9 102 5 7.1 12
Sulfabenzamide 100 0.6 101 85 11.9 97
Sulfisomidine 101 0.1 101 101 2.0 103
Sulfadimidine 98 0.4 99 103 0.6 103
Sulfamethoxypyridazine 96 0.7 97 97 1.4 99
Sulfamonomethoxine 91 0.8 92 95 3.0 98
Sulfachloropyridazine 90 1.2 91 95 4.0 99
Trimethoprim 100 0.6 101 10 20.8 31
Sulfaethoxypyridazine 102 0.9 102 103 1.4 104
Sulfaquinoxaline 103 2.0 105 91 21.0 112
Sulfadoxin 102 0.5 102 102 0.5 103
Sulfadimethoxin 103 0.6 103 103 1.5 105
Sulfanitran 85 0.0 85 84 0.0 84
Sulfabromomethazine 117 1.0 118 117 1.8 119

819



gogoooobooobobobbooboom
gogbbobbodomboogoodggioomtDOOO0O0 100ng 00O
ddlombmmn 0000000000 SmLO0O0O0O0O0OOOOO0OO0O0O0
U
goobobobbodoododgo g ooooon
gooboboobod 0% udoon 1%suooon

U1l6 DUOUOOOOOODODODOO (Oasis HLB)

gogd (%)

ooon ooo Ooad

aoad aad ooad aad
Sulfamethoxazole <1 100 <1 100
Sulfanilamide <1 67 <1 71
Sulfaguanidine <1 62 <1 70
Sulfacetamide <1 10 <1 1
Sulfisozole <1 88 <1 61
Pyrimethamine <1 100 <1 101
Sulfapyridine <1 88 <1 91
Sulfadiazine <1 87 <1 78
Sulfathiazole <1 77 <1 86
Diaveridine <1 95 <1 99
Sulfamerazin <1 94 <1 95
Sulfatroxazole <1 96 <1 103
Sulfisoxazole <1 101 <1 104
Ormetoprim <1 95 <1 100
Sulfabenzamide <1 97 <1 101
Sulfisomidine <1 94 <1 95
Sulfadimidine <1 101 <1 103
Sulfamethoxypyridazine <1 100 <1 102
Sulfamonomethoxine <1 96 <1 97
Sulfachloropyridazine <1 89 <1 97
Trimethoprim <1 94 <1 97
Sulfaethoxypyridazine <1 109 <1 110
Sulfaquinoxaline <1 105 <1 107
Sulfadoxin <1 99 <1 101
Sulfadimethoxin <1 103 <1 105
Sulfanitran <1 68 <1 125
Sulfabromomethazine <1 125 <1 128
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guobgggdrloomL OD0O0O00OO0 100ng0O000OpHDODOOO 3,4,5,7,9
goobobbob0iomb/mn 000000000 SmLO00000MO0OO0O00OO
obObOpHSU pHU DD OOODODOUOOOOOLOOOLOOOO0OOo4ooooon
ggooobboobbbodooooobobbbdpHo oo
gobobbbtboddpm3o8uoboobbdgoobooibibidpH
goboobbogooooo

100
30
B
4
2
(s} T T T T T
pH3 pH4 prHS pH9

pHS5 pH7T

=]

Q

=]

m 2L e A R —oL

U1l ddddpHOUOOOODODO (Oasis HLB)

017 ODODOOpHODOOUOOOO (Oasis HLB)

ooo0on D00 ()

pH3 pH4 pHS pH7 pHS pHO9
Sulfamethoxazole 99 98 101 98 100 73
Sulfanilamide 40 57 60 57 71 52
Sulfaguanidine 53 67 67 65 70 54
Sulfacetamide 89 87 91 7 0.9 0.5
Sulfisozole 88 88 92 83 61 10
Pyrimethamine 101 94 98 97 101 86
Sulfapyridine 86 87 90 91 91 82
Sulfadiazine 85 85 91 90 78 17
Sulfathiazole 70 83 89 85 86 77
Diaveridine 96 93 94 94 99 86
Sulfamerazin 91 95 94 91 95 81
Sulfatroxazole 94 95 99 95 103 70
Sulfisoxazole 99 97 103 101 104 77
Ormetoprim 100 95 98 97 100 89
Sulfabenzamide 99 104 106 103 101 90
Sulfisomidine 83 86 94 91 95 82
Sulfadimidine 93 98 102 99 103 92
Sulfamethoxypyridazine 97 100 104 100 102 94
Sulfamonomethoxine 88 93 96 92 97 83
Sulfachloropyridazine 78 85 86 86 97 78
Trimethoprim 99 94 96 95 97 87
Sulfaethoxypyridazine 104 104 110 107 110 98
Sulfaquinoxaline 102 103 104 105 107 97
Sulfadoxin 104 102 106 104 101 94
Sulfadimethoxin 97 98 104 101 105 93
Sulfanitran 125 109 114 117 125 105
Sulfabromomethazine 101 106 111 114 128 103
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god-obobbobobooooooooonon

goobobobbbooomboooooogorloome OO O0d 100ng 00O
d01omLbmn0000MAXOUOOOOOOO/MODOO 695 000OoOO
gd@miodod smLO000Mooo/oononD @9)smL0dodon
Mcxoo2xioouooobogoooooooib sme oo d
goooboo/moogg ¢G9S bbbhoooooooboobobooomm

gobobbbotbooooobbuoooooobbboooooobbbd
gobobbodgoooo MCXU 15% b 0uogoooobbooaga

gogoobbobbodoooooboboobbbooooooo/obooboobobooa
gogoo/qmoobbodoooooboobooooooonbbobbooooon
goboobbogooooobobd

U118 gu-guoboobogoooobobobuogooogd

oo (%)
od ooao
goon MAX MCX MAX MCX
MeOH\ ol O MeOH o O MeOH G ol 0 MeOH o O

Sulfamethoxazole 0 74 74 15 59 74 0 78 78 1 71 72
Sulfanilamide 27 2 29 5 52 57 27 3 29 0 45 46
Sulfaguanidine 29 0 29 0 61 61 27 1 27 0 55 55
Sulfacetamide 1 6 7 0 1 1 0 67 67 3 53 56
Sulfisozole 0 59 59 7 22 29 0 66 66 1 58 58
Pyrimethamine 101 0 101 0 90 90 99 0 99 0 82 82
Sulfapyridine 0 62 62 0 71 72 0 67 67 0 66 66
Sulfadiazine 0 45 45 8 39 48 0 56 56 0 61 61
Sulfathiazole 0 47 47 0 48 49 0 52 52 0 49 49
Diaveridine 90 0 90 0 89 89 93 0 93 0 81 81
Sulfamerazin 1 69 70 4 69 73 1 72 74 0 71 72
Sulfatroxazole 1 71 72 10 59 70 0 76 76 2 69 70
Sulfisoxazole 1 71 72 12 27 39 0 66 66 2 63 65
Ormetoprim 91 0 91 0 88 88 93 0 94 0 83 83
Sulfabenzamide 1 70 70 11 45 56 0 58 59 1 62 63
Sulfisomidine 0 71 72 0 67 67 0 67 67 0 64 64
Sulfadimidine 0 66 66 0 71 72 0 77 78 0 70 70
Sulfamethoxypyridazine 0 54 55 1 69 69 0 64 64 0 69 69
Sulfamonomethoxine 0 59 59 3 50 53 0 62 63 0 62 62
Sulfachloropyridazine 0 55 56 6 47 53 0 58 58 0 48 49
Trimethoprim 91 0 92 0 88 88 90 0 90 0 78 78
Sulfaethoxypyridazine 1 61 62 0 77 77 0 71 71 0 72 72
Sulfaquinoxaline 1 73 74 1 75 76 0 81 81 0 73 74
Sulfadoxin 0 71 72 8 67 74 0 81 81 1 73 73
Sulfadimethoxin 1 77 78 3 73 76 0 79 79 0 68 69
Sulfanitran 6 58 64 65 6 71 5 65 70 35 5 40
Sulfabromomethazine 1 77 78 1 62 63 0 91 91 1 64 64
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0000000 Waters U XTerra MS 2.1 mm % 150 mm, 3.5 umU U U O 0 10 pLL.OJ

20ppb-10%CH3CN HPCmix1+CAM 3-43-98(1-17-22)ACN_D3_MRM

2013_151 2: MRM of 20 Channels ES+
B 15.52 254.06 > 156
2.88e4
C 10%0 000000 goooooooooo
o T
14.00 14.25 14.50 14.75 15.00 15.25 15.50 15.75 16.00 16.25 16.50 16.75
2013_152 2: MRM of 20 Channels ES+
_ 15.50 254.06 > 156
3.10e4
] 2000 000000
]
o fmo-rr——1p"-7n-- - T
14.00 14.25 14.50 14.75 15.00 15.25 15.50 15.75 16.00 16.25 16.50 16.75
2013_153 2: MRM of 20 Channels ES+
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Pyrimethamine 88 100 96 99 101 99
Sulfapyridine 87 93 83 93 89 83
Sulfadiazine 86 90 84 83 79 73
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Diaveridine 86 94 89 97 98 91
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Ormetoprim 88 95 93 98 99 93
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Trimethoprim 89 92 93 100 97 93
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Sulfaguanidine 3.91 Sulfamonomethoxine 15.31
Sulfanilamide 4.81 Sulfachloropyridazine 16.21
Sulfacetamide 8.66 Pyrimethamine 17.00
Sulfisomidine 8.69 Sulfadoxin 17.45
]Sjlllallf\‘;drili?rfe ZZ; Sulfamethoxazole 17.53
Sulfathiazole 10.25 Sulfatroxazole 17.88
Trimethoprim 10.26 Sulfaethoxypyridazine 17.90
Sulfapyridine 10.65 Sulfisoxazole 18.50
Ormetoprim 11.16 Sulfabenzamide 19.57
Sulfamerazin 11.42 Sulfadimethoxin 20.00
Sulfadimidine 13.08 Sulfaquinoxaline 20.03
Sulfamethoxypyridazine 13.48 Sulfanitran 22.03
Sulfisozole 13.75 Sulfabromomethazine 22.19
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Sulfamethoxazole

This method is suitable for the determination of Sulfamethoxazole in water sample by liquid
chromatography-tandem mass spectrometry (LC/MS/MS). After 5 puL of Sulfamethoxazole
-PCy (surrogate, 2 ng/uL) is added to 100 mL of water sample, the sample is passed through a
preconditioned solid phase extraction cartridge (Oasis HLB plus) at a flow rate of 10 mL/min.
The cartridge is washed with 15 mL of pure water, and then the extract is eluted with 5 mL
of methanol. The eluate is concentrated under gentle stream of ultra-pure grade nitrogen gas
to about 0.2 mL and made up to 1 mL with methanol/water (1:1) , and analyzed by
LC/MS/MS. The method detection limit (MDL) of Sulfamethoxazole is 0.0070 pg/L . The
recovery of Sulfamethoxazole in river surface water was 98%. That in sea surface water

was 94%. Using this method, Sulfamethoxazole was detected in river surface water.

Water sample 5 Solid phase extraction [

100 mL surrogate Oasis HLB 10 mL/min
[ Sulfamethoxazole-'*Cq ]
L Wash .

10.0 ng
pure water 15 mL Air 5 mL 3times CH;0H 5mL under N, gas to 0.2 mL

Dehydration [ Elution Concentration [

Making up volume LC/MS/MS-SRM

CH;0H/Water (1:1) 1 mL ESI-Positive
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