500mg 3mL HyperSep Silica (

SPE-LC/MS

60108-315)

LC/MS
2+0.05 g 50mL
15mL 3min 10min  4000rpm Hypersil Gold  5pm  2.1>150mm
50mL 0.1mol/L
NaOH 10mL 15mL
40 25005-152130
1.0mL 5mL
0.01% A B
5mL
1.
Time(min) A(%) B(%)
0 70 30
SmL 18 40 60
23 40 60
23.1 70 30
5mL 6:4  Vv/v
28 70 30
10uL
250uL/min
MS
ESI
SRM
3500V
350
1. LC/MS/MS
2. LOQ
RT: 0.00-28.02 SM: 58
7722 NL: 1.12E4
7. . isonel: m/z= 326.50-327.50 F: - ¢ ES| SRM ms2
10 - # 24 (prednisone): 403.0326.9 40§ODO@Cid20.00 [326.31 7»326.92"7‘,s
50 \ 367.165-357.175] MS ICIS 2ppb
X
0 ar ;89 NL: 1.20E4
:6. % JE#A % (prednisolone): 405.0 >329.0 miz= 328.50-329.50 F: - ¢ ES| SRM ms2
100= | = AO‘ZSTODD@CMZZ.OO [323.392»329.0025 0.1 |Jg/ L
50— f | 358.745-358.755] MS (CIS 2ppb
0 M
NL: 3.99E4
100 RT:7.20 S4L AT 9 #4 (hydrocortisone): 407.1 >331.1 miz= 330.50-331.50 F: - ¢ ESI SRM ms2 0.2
- [ 407.100@cid16.00 [331.113-331.123, :
50 | 361.075-361.085] MS ICIS 2ppb /K
g o 03¢ 233 395504 666 | 817 976 1073 1304 1406 1523 1694 19.39 2069 2235 24.85 27.76 H9/Kg
NL: 8.95E3
5 100 RT:1245 F 35 3% JE 2 (methylprednisolone): 419.0 >342.9 miz= 342.40-343.40 F: - ¢ ESI SRM ms2
5 \ 419.000@cid19.00 [342.876-342.386,
250 1 373.088-373.098] MS ICIS 2ppb 02|Jg/ L
% 0- 1341 NL: 9.23E3
2 RT: 134 " ! - . E
& 100 38 K44 (dexamethasone): 437.0 >361.0 b RT:14.44 &1ty K #2 (betamethasone): 437.0 >361.0 4'";27 ‘1%%5&31210%0[;61 gff‘sgmsfgé 0. ng /kg
50 | 391.501-391.511] MS ICIS 2ppb
0 e NL: 3,823
ey ! RT:17.95 m/z= 406.40-407.40 F: - ¢ ES| SRM ms2
100 #&SUK 4 (beclomethasone): 453.0 >406.9 i ARy g 0.2ug/L
50 146 152 \ 406.870-406.880] MS ICIS 2ppb
1% 260 428 627 7.10 918 9.92 1165 12.99 14.07 1507 1743 / | 1926 1994 2250 2498 2572 2697
0 B NL: 7.67E3
100 50T {4 (fudrocortisone): 467.1 >420.8 RT:25.33 m/z= 420.20-421.20 F: - ¢ ESI SRM ms2 O5|Jg/kg
- | 467.100@cid26.00 [349.184-349.194,
50 | 420.769-420.779] NS (CIS 2ppb 3
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