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InertSep HLB-UHPLC-MS/MS K Jll%% P oH 2 Fh 8 25 5% B8

S InertSep HLB %840k SN LM LC-MSMS

1. By
L1 SRR AR e FEdf

I HSFCE . Shimadzu LC-30A 5 LCMS-8050 Ht:FH R4,

ft3%4:: Shim-pack GIST C18, 100X2.1mm, 2 um (P/N: 227-30001-04);
[ AHZEE /N InertSep HLB 200 mg/6mL (P/N: 5010-81976) ;

SHIMSEN Arc Disc HPTFE 4130t 2% (P/N: 380-00341-05) ;

LC/MS AUEFE S i LabTotal Vial (P/N: 227-34001-01) ;

SHIMSEN Pipet #4#ik: SHIMSEN Pipet PMII-10 (P/N: 380-00751-02) ;

SHIMSEN Pipet PMI1-100 (P/N: 380-00751-04) ;

SHIMSEN Pipet PMI1-1000 (P/N: 380-00751-06) -

1.2 hr&tE
UHPLC %
1) SR Z RN R Ok

SGLC-LC/MS-015
T : AR I TG A 53 A58 255k B I 52 1% . SR FH S5 InertSep HLB 77 i X 8% AIRE Shidk 47144k,

Shim-pack GIST C18 il A3 T/ 5, Sid HfBL 1% LCMS-8050 A& 43 #T. X2 AR 0.1 ug/kg A1 10.0
ng/kg WEEMbR)E, %I FIRRTAERILS AL, “PAT 3 RS EICRE R RSD, 4R R, 0.1
ng/kg AR EE B INAR AR 58.43%-107.42%, RSD N 0.35%-13.87%; 10 ug/kg kR FE I ks B iR
N 54.23%-108.97%, RSD N 0.30%-13.39%, [mIWE, BHINMELF. ZJ500a M T8 A b v s, ffliz
. VURRRIE. MR, RIFNEER. MR TR, WERE, B lmsE 8 REZREMNE.

i 4E: Shim-pack GIST C18, 100X2.1 mm, 2um (P/N: 227-30001-04)

o #: 0.3 mL/min

HFEE: 5uL

FoOWR: 40 C

Walt: A K B: HEE

BEEE BRI F anR

i (Min) 0 2 3.5 3.6 6

A (%) 50 25 25 50 50
B (%) 50 75 75 50 50
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2) oAbk
i 4E: Shim-pack GIST C18, 100X2.1 mm, 2um (P/N: 227-30001-04)
W #: 0.3 mL/min
HFEE: 5ul
£ i&: 40 C
/ﬁiﬁ]*ﬁ A: O.I%EF'E?UJ( B:
Tob FE S B AR P U T
iFIE] (Min) 0 3 8 11 12 15
A (%) 90 80 65 5 90 90
B (%) 10 20 35 95 10 10
JR %%
BT ESI, 1B/ T PR 2 &M IEI(MRM)
i< @A A &S 10 L/min
A ZA 3 Lmin FEA: B 10 L/min
BEOEE:. 300C DL EE: 250 C
INAREERE: 400 C
BALEY MRM ST £
1 Pre 3 Pre
FE % whnT | rony | O ce | &
Bias Bias
215.0 156.0 -10 -11 =27
1 i 1 I
MR 215.0 92.2 -11 -24 -14
172.0 128.1 -11 -16 -20
2 L TR
A 172.0 82.1 -11 -25 -30
142.0 96.1 -12 -17 -15
3 ¥ i e
R 142.0 95.2 -12 -23 -15
279.0 124.1 -13 -22 -19
TRt e 2790 | 186.0 13 17 17
251.0 156.1 -12 -16 -26
5 i iz s
M 251.0 108.1 -12 -23 -17
255.9 156.0 -12 -15 -26
6 i 12 PR e
Ll 255.9 108.1 -12 -23 -16
247.9 121.1 -12 -16 -18
7 e
B 247.9 128.1 -11 -21 -20
249.9 156.0 -12 -16 -26
8 Tt e g g
el e 249.9 108.1 -11 -25 -17
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2650 | 1081 | -12 26 17

9 BRI 2650 | 1560 | -12 17 13
‘ 2010 | 2301 | -10 24 22

10 FRFRE 2010 | 1231 10 24 19
| REBE e a0 | w |
2 | EPBR i ses [ e | w |
‘ 2708 | 1560 | -12 15 25

13 TR — 2708 | 1081 | -13 25 17
4449 | 481 | -10 20 18

14 BARR 4452 | 3211 10 31 20
_ 4449 | 4101 | 13 20 26

15 PR 4449 | 4102 -16 -20 -26
| REYE a0 | |
v PR ot T | w |
| REPR i ees [ s | | s
o | BMRWE e s | e | s
- 2790 | 1860 | -13 18 17

20 T — e 2790 | 1241 | 13 24 19
SEETENE == s EE ==
2 A o et | as [ a5 | s
B | WEYR e men a0 | w |
“ | AR e T | [ |
‘ \ 2809 | 1560 | -10 17 14

25 PRIAT A 2809 | 108.1 10 26 -16
| MRS e T | s |
7| BEYR e a0 | |
m | MR go oy e | |

5272 (L8R BIM AR

Shimadzu (Shanghai) Global Laboratory Consumables Co.,Ltd.

AN




G SHIMADZU

o | R e e | a0 | s |
» 2540 | 1560 12 16 -25

30 R 2540 | 108.1 12 24 17
| MESE e i | s
@ | REBE e T | a |xs
o 2810 | 1560 13 18 14

33 TRIBCIR] PR 2610 | 1081 | -13 27 17
T e ———
N N 3860 | 368.1 11 23 -23
3860 | 3421 11 20 21

3| S HE ——e— ————
- [ 3109 | 1861 11 21 -26

ST BRMSRRURE 00 [ 1081 | -t 29 17
B | WA
IEETENE I SEEESE
© | R et T | s
o | owEEE et e e | b
‘ 3150 | 1581 11 29 14

42 AL 3150 | 160.1 11 22 14
o | R e T e
‘ 3008 | 1560 10 17 14

44 T A 3008 | 108.0 13 26 17
i B o T T R
S IR o o T
| ew e lel el
2619 | 2441 12 20 23

48 i 261.9 | 202.0 12 33 18
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3539 | 185.1 17 21 12
49 R R 353.9 290.1 17 13 14
- 3559 | 336.1 18 11 12

50 ] 3559 | 185.1 17 20 12
1 B U Y 2 I N
407.1 331.2 20 19 16

52 AT HH 4071 | 297.2 20 32 20
i 4371 | 3612 22 19 17

53 HEAH 4371 | 307.2 22 33 20

1.3 A RTALE

1.3.1 FEARIRER
WS FRERES, 1.0 g F 50 mL B0 A, il 8 mLMcllvaine- Na,EDTA Z2 3", #A5E 1 min, #7 20
min, 8000 r/min 250> 2 min, BUH _EIEWRZE T3 — 50 mL B.0E H, [ FJEZ5RE 4S8 mL Mcllvaine-
NaEDTA i #% Fi PIREE IR 1 IR &3F 2 R E3EWT 50 mL B.0& ., W82, fiS mL ik
CUft, WABE 1 min, 8000 r/min BS54 2 min, FEIECKZE, FIHRAHE. REELE 1.
Mcllvaine- Na;EDTA £ % FREUMERE %84 (Na;HPO,4 = 12H,0) 10.9 g+ PR (CeHsO; « H,0) 12.9g. Z fiV Z MR8tk 37.2¢, H

IR A R T 2 25 25 1000 mL, 1 mol/L NaOH ¥4 1 pH %= 4.0.

FRIL1.0 gh4) 7 #dh T50 mL B 0 |

i1 8 mL Mellvaine-Na,EDTAZEM i |

WEHET min, #7520 min, 8000 r/imini&.(»2
min, U ik

Fil " JE 3% o 45 418 mlL Mellvaine-Na, EDTAZE I, fic L3 08l 8 UMLK |
l EIF2U LT S0 mL B0y

| S mL i T Lt |

1@ JiET min, 8000 r/minZ(»2 min

| R, i |

B 1 RRREREE
1.3.2 ML
InertSep HLB 200 mg/6 mL
5mL FEE. 5 mL KM, FERMHR: Rl BRE, 35 I 5 mL /K. 5 mL 20% FEE /K
e, ALV BEMT /N S ming 5 mL FEE-Z8R ORE-20K (50: 50: 2) P, UCHRIA IR
KRBT 35°C NERET, M 20%HB/KIEHERZE 1 mL, RS, 8000 r/min &L 2
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min, B EIEWEE 0.22 pm FLFLIEREE, it LC-MS/MS 73#71. JFEE LK 2.

|

WWt: SmLFEE

J AAEU

SE#F: SmLK

F W
v

R R bR

V?cﬁ?g“ifﬁﬂi&

EPE: SmLK. 5mL20% P EEK

! FEEPLGE, WERT/MES min

Belii: 5 mLHEE- 2[R L lE-%0K (50: 50: 2)

! WL E L H

EFER: BIEMERR T/ CEARET, F20%HFEAERSET mL, WIEES], 8000

r/minES .2 min, L Ei#GL0.22 pmiFL SR, {ELC-MS/MSrHr

B2 HRELRER

2. R KR
2.1 FRUYESE MRM i E

5000000

4000000 —

3000000 +

2000000 +

1000000

0.0 25 50 75 10.0 125

48 Fh a2 MRM B3 & (10 pg/L)
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TFANEZ 353.90>185.10(-) CE: 21.0(3.00)

2500 J2:EAES 355.90>336.05(-) CE: 11.0
35 = 320.80>152.10(-) CE: 17.0

4-SU4 PTATRA 407.10>331.20(-) CE: 1.0(0.50)

5:hEESRAN 437.10>361.20(-) CE: 19.¢40.50)

3000 +

2500 o
2000 o
1500 o

1000 o

500 %

A R ARE R PR RS 271 MRM B35 E] (0.1 pg/L)

2.2 B 34 FHEZEH LC-MS/MS ReJURIn B e 45 51
BN FRESEAT 0.1 pg/kg M110.0 pg/kg WIS, #&I8 EIRFTALBE VAL S EAL, ~FAT 3
FEMEZZ RN A RSD, EARGERUIT: 0.1 pg/kg MFRRE FIINPR R A 58.43%-107.42%, RSD K
0.35%-13.87%; 10 pg/kg MIFRIRE FIINFR U 54.23%-108.97%, RSD A4 0.30%-13.39%.

WIKSE (0.1 pg/kg) | WMMKE (10 pg/kg)
P55 B EL & RSD(%) EL & RSD(%)
(%) (%)

1 it e s Pt 80.71 4.40 83.81 0.81
2 FH i e 86.78 8.11 91.2 0.65
3 i 5 Fi e 79.44 7.84 91.14 1.92
4 it fiz S W e 83.42 0.35 92.05 0.3
5 i 83.74 0.76 90.99 1.92
6 it fic g e 83.40 2.33 85.56 0.97
7 B e 88.57 9.68 108.97 1.8
8 it i e e 87.23 13.42 83.05 0.9
9 itk fli R ks g 72.78 4.42 70.55 0.85
10 FA e 83.99 5.91 90.67 3.43
11 RIS 82.16 12.78 99.58 1.15
12 BEP VR 80.38 8.23 85.66 1.94
13 i fc F g — s 80.44 4.82 82.09 2.7
14 AR 70.08 10.13 75.4 1.57
15 2NN 71.42 4.78 75.59 3.00
16 ARV E 88.11 2.86 86.25 0.43
17 VR 70.35 6.34 84.35 2.26
18 BRI R 90.70 10.15 90.47 0.31
19 it fl FY A ik e 90.74 7.34 88.02 0.68
20 it fle — F g g 95.34 2.38 107.92 7.00
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21 R e 97.64 10.96 93.93 4.12
22 +EX 107.42 3.71 96.22 13.39
23 RV R 80.86 11.86 90.17 6.88
24 WV R 78.22 481 83.65 1.39
25 it Jl h HH AU g 70.11 2.08 88.17 0.83
26 it flz S Wk R 77.74 13.87 76.13 2.23
27 B R 90.43 9.10 80.53 2.9

28 LTI R 80.12 9.20 81.29 0.49
29 KEWE 87.15 1.17 86 1.18
30 itk fic R Sl e 81.86 6.52 79.51 2.02
31 By R 89.57 3.95 95.24 1.73
32 PE NI 78.06 4.45 87.18 1.03
33 it fc 1) P S i e 88.82 4.12 92.78 3.08
34 it fi FH ik S ol e 75.41 10.74 77.01 1.03
35 W R 84.93 3.23 80.48 3.64
36 W 2 AU 88.04 5.47 88.82 1.13
37 it fic (7] — FR 4 s g 78.83 2.69 80.64 0.32
38 it flc &1 — HH 4 s g 76.18 5.12 81.49 1.71
39 ERHR 62.67 6.33 64.77 5.43
40 Hrihyb 2 72.79 10.33 78.43 4.66
41 IRTE R R 83.04 13.84 75.23 3.09
42 it flig Rt s 68.75 12.27 67.77 5.02
43 BAEE 68.17 4.38 68.21 2.29
44 itk e 22 5k 58.43 6.85 54.23 5.39
45 TR 78.08 4.83 80.78 221
46 HihE R 91.16 11.01 74.39 0.78
47 LI E 78.59 8.41 78.94 4.85
48 2 74.92 8.00 76.63 0.54
49 I = 91.34 10.69 88.45 572
50 WA e 91.28 2.86 85.38 1.14
51 AER 77.13 9.56 83.76 0.4

52 RTINS 72.11 7.27 79.17 1.16
53 Hi FE KA 70.48 25.65 71.74 2.91

3. &
gr b, AR SR InertSep HLB 77 o468 PAFE i idE 47134k,  Shim-pack GIST C18 itk
IT4r 8, SR LCMS-8050 F&ill 434T. X2 FIFEA, 0.1 ng/kg A1 10.0 pg/kg WBEE bR 5, %08

RHTAEBE I FAC B A EAL, PAT 3 AR FEAR B RICR A RSD, 45 R &R, 0.1 pg/kg IIFKEE IR ]

Z
53 (LB)LKNEMBIRAT 77 SGLC
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WE A 58.43%-107.42%, RSD AN 0.35%-13.87%; 10 pg/kg IIFRAKFEHIIIAR B A 54.23%-108.97%,
RSD 4 0.30%-13.39%, [BIWEm, BEINEL . 075 EH TR R EEme . s, WUHEIE. M
M RIANEE . PR PR R, |ERE MO Y5 8 RE AR RINE .
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