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LC-MS/MS
26 LC-MS/MS
LC-MS/MS
B.
25

SDZ SMXZ
TBZ TMP
25 d 13
Bc SDZ-d, SDZ-BCs SMXZ-d,
SMXZ-B®C; TBZ-ds TBZ-Cs TMP-d;
TMP-C; TMP-dg 1

1 mg/mL
0.1

vol%

0.1 vol%

11

MS/MS

100 ng/mL

MS/MS

LC
25 3

LC-MS/MS
LC-MS/MS

100 g
50 mL
50 mL
2049
3,000 5

50 mL

n-



100 mL 20 mL
2.00 g 40
0.02 mg/L
1 mL
0.1 vol%
0.1 vol% 11
1mL

0.01 mg/L 0.015 mg/L
0.02 mg/L 0.025 mg/L 0.03 mg/L
LC-MS/MS

LC-MS/MS

0.02 mg/L

LC-MSIMS

LC
Acquity UPLC
Waters
L-column2 ODS 3 mm
150 mm 3 um
40
0.1 vol% A 0.1 vol%
B
t
to, B=1% ts, B=1% t3, B=63.5% t30.1,
B=99% t35, B=99% t35;, B=1% 145,
B=1%
t
to, B=1% ts5, B=1% t55, B=67% tys1,
B=99% t5, B=99% t301, B=1% tu,
B=1%
t
to, B=1% ts5, B=1% ty, B=61% ty,
B=99% t5, B=99% ty5;, B=1% t35,
B=1%
0.4 mL/
1 pL

MS/MS Xevo TQ-S Waters
150
600
1000 L/hr
150 L/hr
1.5kV



LC-MS/MS
LC 0.99
LC-MS/MS
2
100%
2
LC
100%
4

100%

3
LC
4
LC
PAgd 100
=100
5
6 LC
6

100%

100%

PAMstd 0.02 mg/L

PAMstd/ PASstd

LC



SDZ TMP

100%
LC 0.99
80%
TBZ
80%
70%
84% - 66% — 82%
2
100%
3 4
SMXZ LC
100%
100%



PAMsta/PAssia>< 100 5

TMP TMP-d, 108%
SDZ 92% TBZ 89% PA s/ PAsga>< 100
TMP TMP-d; 112% 2
100%
d
SDZ-d; 92%  TBZ-ds 73% TMP-d,
77%
PAgia/PAsgig >< 100 SDZ 84% TBZ
67% TMP 85%
100% SDZ
92% TBZ 89% TMP TMP-d;
112%
100%
100%
4 Bc Bc PAg1a/PAssa><
100
100% TMP-C;
B PA s/ PAssa < 100
TMP-C;, Bc
100%
TMP-C;
PAua/PAsga>< 100 PAyia/PAsgig>< 100 88%

TMP  PApsa/PAssia>< 100 97%



100%

TMP-C;,
TMP

6 100%
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%
SbZ 250.3 99.8 wee | oo |
SDZ-d, 2543 99.9 ]
SDZ-"C, 256.2 99.7 wpLC | |
SMXZ 2533 99.0 weLe | o |
SMXZ-d, 2573 97.4 )
SMXZ-"C, | 2592 99.3 wpLc || T
TBZ 201.3 99.9 Ge | e T
TBZ-d4 207.3 98.0 HPLC ) C-H
TBZ-"C, 207.3 oraf | T
TMP 290.3 100.0 HPLC | T
TMP-d; 2933 996 aomwd |4 |
TMP-"C, 293.3 99.0 3,4
TMP-d, 299.4 99.9 HPLC 345- |
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%

2.5%/ 3.3%/ 4.0%/
SDZ 95 84 82
SMXZ 96 99 93
TBZ 84 66 82
T™MP 96 84 82

11




3d

%

2.5%/ 3.3%/ 4.0%/
Sbz sbzd, 96 92 106
SMXZ SMxz-d, 100 99 100
TBZ TBZ-dg 97 89 98
TMP TMP-d 3 104 112 100
TMP-d9 TMP-d 4 108 101 96
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4 B¢

%

2.5%] 3.3%/ 4.0%/
SDZ SDz-®C 100 102 102
SMXZ SMXxzZ-**C 102 102 101
TBZ TBZ-°C 100 100 100
T™MP TMP-2C, 101 100 100
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5 PA vigta/PAsgiq>< 100
PAstd/PAssta>< 100
2.5%] 3.3%/ 4.0%/

SDz 94 84 82
sSbz-d, 100 92 79
SDZ-BC, 91 82 82
SMXZ 97 99 95
SMXz-d, 96 99 95
SMXZ-C 4 98 98 93
TBZ 84 67 80
TBZ-dg 88 73 82
TBZ-2*C 83 68 80
TMP 96 85 81
TMP-d , 97 77 81
TMP-d g 95 86 88
TMP-C , 88 84 77
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2.5%/ 3.3%/ 4.0%/
SDz 12.15 11.47 11.05
Sbz-d, 12.09| -0.06| -3.6] 11.41| -006| -3.6| 11.01| -004| -2.4
SDz-"C 12.15 0 0| 11.47 0 0| 11.05 0 0
SMXZ 17.94 16.00 14.88
SMXzZ-d , 17.89| -0.05| -3.0| 1596 -0.04| -2.4| 1485 -003] -18
SMXZ-C ¢ 17.94 0 0| 16.00 0 0| 1488 0 0
TBZ 12.18 11.28 10.75
TBZ-d g 12.12| -0.06| -3.6] 11.22| -006| -3.6/ 1069 -0.06| -3.6
TBZ-*C 12.18 0 o] 11.28 0 ol 1075 0 0
T™P 12.71 11.63 11.03
TMP-d , 12.68| -003| -18| 1161| -002| -12| 11.00| -003| -18
TMP-d g 12.61| -0.10| -6.0/ 1155 -0.08| -48| 1095/ -0.08| -4.8
T™MP-1C, 12.71 0 o] 11.63 0 o] 11.03 0 0
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4000000 r
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5000000
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2000000

1000000 -

11 12

5000000 [

4000000 r
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105 115

7 SDZ SDz-d, SDZ-C;
SDZ SDZ-d, —--—- SDZ-"C;
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3000000

2000000 r
1000000 [
O ]
17.5 18.5
3000000 ¢
2000000 r
1000000 (
O ]
15.5 16.5
3000000 ¢
2000000 -
1000000 r
O 1
14.4 14.9 15.4
_ _ SMXZ SMXZ-d, SMXZ-C;
—— SMXZ SMXZ-d, —--—- SMXZ-Cq
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15000000

10000000

5000000

15000000

10000000

5000000

15000000

10000000

5000000

10.2

11.5 12

125

10.7 11.2

———TBZ TBZ-d, TBZ-C;
TBZ TBZ-d;, —-.—. TBZ-C;
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