37 56-64 (2010)

/ LC/MS/MS
/ LC MY MB 56
19 Q& MB
SAX PSA 20m
Q& MB
56 42 40 34
2-3
[CORVY:S] 19 HLC Véters AQQUTY LPLC
BEHCI8, 2.1 x 100 nm|.D 1. 7u m
LO ME MB 10
40
[col\V:) A 0.1 in HO
B 0.1 in
1
1
time %A %B Flow Curve
21 0 90 10 0.3] Initial
2 50 50 0.3 6
11 20 80 0.3 6
12.5 2 98 0.3 6
2-2 14 2 08 03 6
3 14.1 90 10 0.3 6
9mn )
1 Witers Quattro Prenmer
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ES

MM
Gapillary (kV) 1.0kV
SourceTenp ( ): 120
Desol vationTenp ( ): 400
GoneGasH ow (L/H): 501/ h
Desol vat i onGasH ow (L/ H): 8001 / h

MRV 3
2-4
as SAX PA
1 as
as 10nh
0.2y ¢/nh 1nh
20nh
5 20nh
2 SAXPA
SAX PA 50 / 10nh
0.2u g/nh
Inh 50 /
50 / 5nh 25nh
2-5
19 11 15
56 10ng/ g 40ng/ g
1 25
2
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2
ppm RSD RSD
0.01ppm 5 70 120 25 30
0.04ppm 5 70 120 15 20
1
SN 10
0. Olppm
3-1
1 OB
56 47 20M 70
as 70
20M
7 10
[cogV
10
2 SAX PSA
56 35 10m 70
SAX PSA 70
10 5
[cogV 10 13
10
25m
20 20
8 70
3-2
6 8
56 42 40
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10nh 20m

19 11 15

56
40
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0.5M

ODS

50

SAX/PSA

50

40l

25

<«

30

N

«— <«

100

|

25m

20ml

H7.0 10ml

|

3000rpm 5

|

|
|
|
|
|
l
|
|

LC/MS/MS

1000mg

500mg/500mg

20ml

50ml

10ml

Iml

1
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3 MRM
corn — —
collision collision

1 14 179.89 26 107.7 13 122.8

2 25 324.85 37 111.7 29 138.6

3 26 367.93 21 170.6 15 198.6

4 11 207.91 15 88.7 7 115.7

5 15 206.85 14 88.7 6 131.7

6 19 222.86 16 80.7 17 85.7

7 23 359.92 36 219.6 17 250.6

8 18 193.9 33 76.8 16 94.7

9 18 321.1 19 118.8 9 202.8
10 22 255.95 17 174.7 15 208.9
11 15 225.93 18 106.8 8 163.8
12 21 376.05 26 160.7 15 189.8
13 12 236.93 16 71.8 16 89.8
14 11 218.99 17 144.7 6 201.9
15 15 179.89 28 107.6 12 122.8
16 22 303.1 28 124.7 15 184.7
17 13 395.18 14 174.8 7 339
18 32 324.04 20 120.1 15 203.1
19 38 221.8 25 91.7 23 103.7
20 28 413.06 28 240.8 18 294.8
21 20 311.04 34 140.7 14 157.7
22 37 209.92 31 70.7 20 139.7
23 22 269.02 38 90.7 14 150.6
24 30 252.88 36 89.8 18 125.6
25 20 291.9 22 131.6 11 210.7
26 28 228.93 27 115.7 18 171.7
27 12 353.18 18 132.7 8 296.9
28 22 380.99 33 140.7 16 157.7
29 40 298.22 30 97.7 27 129.8
30 23 358.99 37 138.6 19 155.7
31 36 438.93 32 90.7 19 172.6
32 21 302.1 19 87.7 12 115.8
33 21 207.98 14 94.7 8 151.6
34 27 422.12 31 137.7 16 368.9
35 24 301.03 19 135.7 11 167.7
36 22 492.06 39 179.8 29 330.7
37 25 383.12 17 194.7 12 251.8
38 30 334.04 26 156.8 18 289.9
39 30 489.06 40 140.7 17 157.7
40 14 209.92 14 110.7 10 167.7
41 24 353.05 25 167.8 15 227.7
42 36 329.04 22 124.7 17 217.8
43 15 223.99 18 108.7 9 166.8
44 24 354.05 24 185.8 16 285.8
45 13 162.75 8 87.7 9 105.6
46 17 225.99 21 120.9 10 168.8
47 23 241.75 24 169.8 13 184.8
48 20 258.01 20 121.8 8 200.8
49 15 165.81 24 90.8 9 108.8
50 40 223.99 37 76.8 26 105.8
51 26 248.94 18 159.7 17 181.7
52 33 -345.05 29 -146.8 22 -281.1
53 25 -537.9 27 -354.7 13 -517.6
54 22 -459 39 -174.7 12 -438.8
55 36 -367.18 30 -104.8 19 -148.7
56 15 -508.99 23 -325.8 12 -488.5
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4 ODS

/
20 5 10 15 20
90.3 5.1 -
69.6 -
81.0 10.9 9.3 |-
62.5 -
59.8 -
112.1 15.7 13.9 |-
1375 10.8 -
5 SAX/PSA
/
/50 5 10 15 20 25 total

- 67.5 125 - - 80

- 65 - - - 65

- - 60 27.5 - 87.5

30 25 15 22.5 10 102.5

- 75 10 - - 85

- 85 7.5 - - 925

125 65 5 - - 82.5

- 7.5 82.5 2.5 - 92.5

45 20 - - - 65

35 125 - - - 47.5

- 75 2.5 - - 775

42.5 10 - - - 52.5

42.5 125 - - - 55

XMC 475 15 - - - 62.5

- 52.5 30 - - 82.5

80 225 - - 107.5

475 10 - - - 57.5

55 125 - - - 67.5

175 575 47.5 - - 122.5

5 105 125 2.5 - 125

20 925 2.5 0 - 115
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0.01 ppm 0.04 ppm
(RSD%) (RSD%)
% %

1|XMC 97.6 6.0 6.6 917 5.1 12.9

2 90.8 9.8 116 81.2 44 7.2

3 93.8 2.6 8.3 919 3.6 10.6

4 84.3 11.0 17.3 91.5 5.6 157

5 56.0 10.5 28.5 65.9 3.2 16.4

6 92.6 4.6 394 103.1 6.2 4.8

7 47.7 141 29.2 439 15.8 40.3

8 93.6 3.3 111 89.5 4.3 153

9 925 5.6 4.7 93.1 4.3 10.7
10 86.6 9.9 19.5 89.0 10.0 14.4
11 84.8 12.6 12.6 84.7 4.0 12.0
12 81.2 10.5 12.0 81.1 6.4 141
13 90.2 7.0 22.3 98.2 3.0 9.1
14 99.9 6.6 10.7 97.2 2.9 10.9
15 95.0 5.6 10.9 94.9 4.7 9.3
16 925 7.7 7.4 90.0 4.8 8.9
17 85.5 5.5 14.4 87.8 4.8 135
18 69.3 28.3 22.3 69.2 21.9 28.5
19 76.0 9.7 29.9 85.7 2.6 24.0
20 849 7.2 11.2 82.8 5.4 111
21 98.3 6.3 6.2 89.7 6.6 8.8
22 518 111 152 48.5 8.1 125
23 859 6.8 12.8 85.4 2.9 159
24 916 7.9 144 95.8 5.0 12.2
25 70.9 12.8 455 712 6.3 359
26 91.8 6.2 9.0 925 3.3 118
27 911 3.7 6.4 88.7 5.1 9.3
28 78.5 62.8 56.2 40.0 73.4 62.3
29 60.1 244 43.8 545 10.3 25.0
30 82.6 9.0 9.1 81.3 8.2 119
31 79.9 6.4 7.4 68.9 2.4 4.5
32 947 10.8 116 91.2 5.6 14.6
33 93.0 7.1 6.9 91.1 5.9 12.1
34 739 16.8 257 60.4 13.2 19.2
35 86.7 4.6 12.4 88.2 10.6 16.1
36 945 7.8 141 91.3 7.0 141
37 87.2 10.1 125 86.8 44 129
38 92.8 7.2 10.1 95.0 4.6 8.8
39 83.6 443 428 56.0 584 495
40 928 7.1 115 94.1 19 146
41 79.6 144 20.2 67.6 9.9 19.3
42 85.0 5.5 9.3 84.4 5.6 13.1
43 100.2 7.4 9.2 98.3 4.8 9.0
44 77.5 35.0 31.0 72.3 474 43.8
45 925 8.9 8.1 95.0 5.5 8.1
46 93.2 5.9 6.5 88.1 4.1 9.1
47 82.1 8.5 159 83.8 4.8 16.1
48 82.9 214 394 85.2 7.9 24.0
49 91.7 3.7 9.7 87.9 3.7 154
50 95.1 5.7 7.2 91.1 3.0 7.4
51 1034 3.7 3.6 95.4 3.2 6.1
52 82.6 13.0 16.7 74.8 8.4 22.3
53 101.2 10.6 8.7 95.4 4.1 8.1
54 913 13.8 17.2 955 3.3 8.7
55 957 6.5 153 93.1 8.1 7.3
56 96.8 17.3 26.1 94.6 12.2 113
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0.01 ppm 0.04 ppm
(RSD%) (RSD%)
% %

1{XMC 77.7 3.4 9.4 74.9 6.4 12.9
2 76.4 10.3 155 77.9 6.8 9.5
3 83.1 75 16.8 81.7 7.1 11.6
4 65.1 20.5 27.1 70.2 7.2 15.2
5 66.2 13.0 19.5 69.1 7.1 9.9
6 94.1 5.2 16.5 85.0 7.9 7.4
7 50.0 25.0 50.9 45.2 6.8 50.9
8 67.2 6.7 23.4 72.4 6.5 15.4
9 91.0 7.2 17.2 88.3 2.8 8.0
10 84.3 9.8 13.5 82.5 4.2 7.2
11 53.0 21.8 30.7 53.9 5.1 10.2
12 82.6 4.7 14.6 71.8 5.0 17.1
13 78.1 14.8 17.1 72.9 4.6 8.7
14 87.9 9.6 13.1 85.7 6.0 6.8
15 815 8.6 15.1 78.3 4.3 13.0
16 84.0 5.3 14.7 85.5 5.7 7.7
17 90.7 4.6 14.4 84.1 5.9 9.1
18 47.9 40.7 85.3 54.7 11.6 22.6
19 79.9 8.6 12.4 87.2 4.3 8.8
20 82.0 9.2 11.1 72.6 6.0 13.9
21 89.5 9.8 14.4 84.1 9.9 14.1
22 83.4 7.0 12.8 84.7 3.1 4.9
23 87.7 6.3 12.6 87.3 4.6 9.8
24 92.4 9.9 10.8 92.3 5.5 8.1
25 75.6 125 14.9 76.0 12.6 13.6
26 87.3 6.0 11.3 85.5 4.3 5.7
27 90.1 4.9 11.1 84.9 4.2 10.4
28 91.2 54.9 56.8 59.2 44.2 42.1
29 75.4 13.8 13.8 60.7 17.1 23.9
30 83.8 12.9 17.9 76.6 7.1 18.4
31 68.8 9.5 22.0 52.9 7.9 12.8
32 82.3 12.4 17.3 66.9 4.6 12.0
33 73.2 4.3 22.5 76.3 5.2 14.3
34 61.8 26.7 55.2 69.4 12.0 24.4
35 78.5 6.0 17.7 76.8 4.6 12.0
36 80.3 9.4 14.2 80.7 4.0 9.2
37 85.4 5.8 17.4 76.3 5.9 16.8
38 87.7 5.4 12.7 88.4 6.6 7.2
39 143.2 38.5 66.7 1104 70.5 100.3
40 74.9 18.1 24.9 78.2 5.4 9.7
41 87.8 8.4 19.9 71.4 13.1 23.4
42 815 5.2 9.8 74.9 4.7 15.7
43 78.6 4.1 19.3 81.2 4.9 8.1
44 72.9 29.2 86.1 60.5 54.5 52.8
45 87.4 105 20.2 84.3 7.3 8.0
46 83.0 6.1 19.1 85.0 2.1 7.6
47 84.8 14.8 15.2 85.4 7.3 6.5
48 82.6 17.9 21.2 82.5 125 17.9
49 59.2 8.1 32.4 65.7 6.9 19.1
50 90.7 4.3 115 84.8 4.9 8.4
51 94.5 5.4 21.2 87.0 5.8 7.9
52 46.3 66.3 75.6 60.8 329 30.6
53 88.0 14.0 18.7 92.2 8.1 8.1
54 96.3 104 12.4 94.5 7.8 6.3
55 90.8 12.2 135 92.1 6.5 5.7
56 91.2 16.4 19.0 91.3 6.6 6.4
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0.01 ppm 0.04 ppm
(RSD%) (RSD%)
% %

1IXMC 84.7 3.3 10.3 83.8 5.7 6.2

2 76.5 10.6 20.9 79.4 10.5 26.0

3 87.2 4.4 6.7 81.7 7.4 6.8

4 67.2 9.0 15.9 72.8 7.6 8.8

5 42.3 29.3 44.7 58.6 17.6 13.7

6 70.5 20.7 43.9 76.5 12.3 28.9

7 59.1 6.5 10.0 55.5 3.7 13.2

8 81.0 2.6 6.9 79.3 6.2 6.3

9 85.4 4.7 8.0 84.9 6.5 5.5
10 50.8 25.5 46.8 58.5 22.8 17.9
11 20.1 43.1 38.1 235 15.1 42.4
12 80.1 124 16.5 80.1 9.2 12.0
13 75.6 9.5 11.4 81.3 7.2 15.7
14 89.3 3.2 10.2 92.3 34 5.1
15 83.0 5.3 10.9 86.1 6.7 7.7
16 86.5 3.6 10.9 86.2 6.0 6.2
17 82.9 5.9 11.0 82.4 7.9 8.6
18 101.7 55.7 47.5 62.6 35.2 31.1
19 56.0 215 46.0 71.9 18.3 18.3
20 94.0 5.2 9.8 79.7 8.1 6.9
21 83.4 11.6 16.4 89.0 8.4 10.0
22 78.7 6.6 8.2 75.8 5.0 5.7
23 83.3 3.6 9.2 83.0 7.0 6.4
24 55.7 15.1 33.2 66.2 27.3 24.2
25 40.1 20.6 37.3 53.0 34.8 29.0
26 84.9 3.5 7.3 83.8 6.9 6.4
27 85.9 3.9 8.4 84.7 7.9 8.7
28 242.8 65.7 166.5 95.2 71.6 70.4
29 58.7 14.2 50.0 49.8 22.3 46.5
30 85.7 18.5 17.1 77.1 7.5 12.0
31 87.6 14.1 14.0 75.9 15.1 13.0
32 88.5 9.6 10.9 85.7 8.0 8.5
33 86.6 4.8 9.0 86.5 7.3 7.8
34 61.5 184 524 60.3 23.7 37.8
35 61.2 43.3 40.3 73.0 12.2 10.1
36 92.9 4.3 4.2 84.7 74 5.8
37 81.1 10.3 16.0 75.6 9.1 14.1
38 79.5 3.4 7.1 82.1 55 5.2
39 78.2 34.4 48.9 57.2 62.0 55.6
40 81.7 7.4 11.1 79.1 6.1 5.9
41 75.0 17.3 25.7 64.2 25.5 36.1
42 83.1 2.8 9.0 71.8 24.5 25.1
43 88.4 7.4 7.2 88.0 7.3 10.1
44 106.5 1005 82.5 87.2 42.2 49.5
45 92.3 6.7 12.8 102.2 1.2 6.5
46 92.4 4.7 8.9 87.7 6.8 7.4
47 84.1 9.2 21.4 86.4 11.5 13.1
48 79.8 64.4 94.6 77.0 46.4 74.8
49 73.3 7.1 104 76.1 5.4 6.1
50 89.5 4.1 6.4 84.8 7.1 7.2
51 86.9 8.2 94 85.4 7.0 6.6
52 47.4 445 59.5 56.2 64.1 51.3
53 89.9 6.0 16.9 87.9 8.0 9.8
54 84.6 4.7 15.4 86.9 5.6 11.2
55 89.3 11.6 12.5 84.0 8.0 10.8
56 91.2 6.8 12.5 96.4 7.2 9.0
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