G SHIMADZU
BT B -ZEBFREENNE

SGLC-LC/MS-018
WE: 2% [ GB 22286-2008, X HIVEFATIRA, @IL TR B-32 AP 775k B & 1 E 77
K i) WondaSep MCX [ AH A% HU/IME X6 A i34 T 146, Shim-pack GIST C18 F il A i#t47 785,
R P I 0HT, PIARIEE R . X2 FREA 0.5 pe/kg WRFEINFR G, 118 _EIRATALFE ik b FE 5 _EML, “FAT
3 A i 2B 2 AR A RSD, 45 IR, 0.5 pg/kg INFRAR EE R AR 1WA 2 88.95%-96.77%, RSD 4 0.59%-
11.80%, J7vEERfEfse, [FCRR, BHIELF. Zr0u@EH TR -2 AR sl 7715k i &l .
KEEAE: B -AKIEhF) #E A WondaSep MCX  LC-MSMS

1. SEIRFRs>

1.1 SERAYER RFEM
(PSS : Shimadzu LC-30A 5 LCMS-8050 HxH #4:;
it k. Shim-pack GIST C18, 50>2.1 mm, 2 pum (P/N: 227-30001-02) ;
[ FHAEEL /M. WondaSep MCX 60 mg/3mL (P/N: 5010-81931) ;
SHIMSEN Arc Disc HPTFE % xUid 2% (P/N: 380-00341-05) :
LC/MS PIER: 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 PMII-1000 (P/N: 380-00751-06) -
1.2 skt
UHPLC %%
B4 :  Shim-pack GIST C18, 50X2.1 mm, 2 pm (P/N: 227-30001-02)
W . 0.3 mL/min

. 5uL
MoOR: 40 C
/ﬁﬁ]*ﬁ A: 0.1%&'@3&27J( B: Eﬁ@%
b B AR P IR -
i E] (Min) 0 1.5 5 5.5 5.55 7
A (%) 97 97 20 20 97 97
B (%) 3 3 80 80 3 3
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JRE %A
B ESI, IEE R FIE 2 RN II(MRM)
WES: &R In#A: &S 10 Limin
A ZA 3 Lmin TR &S 10 L/min
BEIRE:  300°C DL #EE: 250 C
AR ER . 400 C
ZAAY) MRM S50 F %
1
5 BB MAEET | ORT Q1 Pre Bias CE Q3 Pre Bias
(m/z) (m/z)
240.00%* 148.10 -10.0 -18.0 -25.0
1 y/I\ *@‘“
T IEh 240.00 222.15 -10.0 -11.0 21.0
276.90%* 203.20 -11.0 -16.0 -19.0
2 TS REY
276.90 259.10 -11.0 -11.0 -26.0
L N 302.00 107.05 -10.0 -34.0 -17.0
3 3w % B
302.00%* 164.20 -11.0 -17.0 -15.0
4 W T EE-D3 243.10% 151.25 -11.0 -19.0 -28.0
220.00% 202.15 -10.0 -10.0 -18.0
5 FERY
220.00 160.20 -10.0 -17.0 -14.0
233.90* 160.20 -11.0 -15.0 -30.0
6 Y
233.90 143.20 -11.0 -25.0 -12.0
325.00%* 237.20 -10.0 -17.0 -23.0
7 iRy
S 325.00 217.00 -11.0 27.0 -20.0
310.80* 237.25 -15.0 -18.0 -23.0
8 AR % 310.80 216.95 -13.0 -25.0 -20.0
310.80 293.05 -12.0 -13.0 -28.0
225.90%* 152.00 -10.0 -16.0 -13.0
9 DAt AR 225.90 107.10 -11.0 -32.0 -16.0
225.90 125.20 -11.0 -23.0 -20.0
302.00 284.35 -12.0 -15.0 -26.0
10 R A il 302.00%* 107.05 -12.0 -29.0 -17.0
302.00 150.25 -12.0 -22.0 27.0
366.70%* 292.85 -11.0 -19.0 -29.0
11 RA
MY 366.70 349.00 -11.0 -13.0 21.0
322.90%* 249.00 -13.0 -18.0 -25.0
12 BT RS 322.90 305.00 -10.0 -13.0 -30.0
322.90 168.05 -14.0 -29.0 -15.0
13 AR S -D9 286.00%* 204.15 -13.0 -18.0 -19.0
R T
Z
BB (LEB)RIEEMBIRAE) 7~ s
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1.3 B ETALE

1.3.1 B R EL
HY 2.0 g H5SE A, M 20 ul 50 ng/ mL A ARAT 8 mL 0.2 mol/L ZBREN-Z BRI (pH=5.2) , 7R
51, PRI 50 pb P-4 WE RS TG/ 75 SR IR BRI, VRAIJS, 37°C JK¥B/KME 12 h. 8000 r/min &0 2 min,
W B3EW, FE4REENA 8 mL 0.1mol/L = & BRH, #R% 42X 2 min, 8000 r/min B.0» 2 min, &JF
2 K EW, RA, FRp. AEELTE.

FRIR2.0 gh¥ fh T50 mL B0 o |

\ HNA20 pL 50 ng/ mLPA b5 418 mL 0.2 mol/LZ K- 2. B 25 . (pH=5.2)
| wams
| NS0 L - RS 1Al 5 S ARG |

WA, 37°C 7KK A%12 ho 8000 r/min
& L2 min, MU L

| F/Z44: A8 mL 0.1mol/Li MR |
7% 22 min, 8000 r/min #4:2 min

A 4
| &3¢ i, RS, etk |

1.3.2 Bl
WondaSep MCX 60 mg/3 mL
3mL HEE. 3mL KiEAL; Rl BRE, FRRUHNRG 3mL K. 3mL HIEE#kE, FEEMHEG 2.5mL
5902 /K H B UENE , ARV, 40°C RRE T, 0.1%HRKIFRUERE 1 mL, 85, M 0.22 um

AHLUERBEIE, BEIE. FAERE TR,

|

Wtk: 3mLAAE. 3mL/K
l It
RE: Rt bR
l 3 23t

#k: 3mbL oK, 3 mLHEE
l F7 B L HE

Tlle: 2.5 mL 5%% /K FF L

1 g S

BT 400CHEIRE T, 0.1%H BT EZ A1 mL,
WRE), H0.22 pmAT HLuENE ISk, e
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2. R KR
2.1 RHES ) MRM &3

(x100,000)

5.0+

4.0+

3.0+

20+

1.0+

0.0+

B B B B By B B B By B B B B B By B B By B B
0.0 05 10 15 20 25 30 35 4.0 45 50 55 6.0 6.5 min

11 AN B-S2 A 71N 2 A I ARARHE ) MRM 3518 (0.5 pg/L )
2.2 B B-ZAARBSNFIN LC-MS/MS Ry im B 4 1
a8 A2 ARE S IEAT 0.5 ng/kg IRBEINFR G, TR FIRATAEE T Ab 3 5 FAL, “FAT 3 0 AF b % 52 1Rl
A RSD, BARGERANT 0.5 pg/kg AR LRI IR 2y 88.95%-96.77%, RSD 4 0.59%-11.80%.

WIN/KE (0.5 pg/kg)

BY AR

FECER (%) RSD (%)

W 92.49 2.89
RS 93.29 10.40
P E i 90.28 5.71
[iETEEA 90.78 8.55
FEMFEY 92.56 4.20
E A 95.31 0.59
ik 96.77 6.65
AP AR 94.82 4.69
AN % 88.95 4.05
RAR: % 93.84 0.67
R 93.98 11.80

3. &k
R 2% [H b5 GB 22286-2008, H0f Hr gt T4k, #ES2 TR B-S2AABEh 7R B =l e Iy
%o K 1) WondaSep MCX B AH AL B/ IME X HE AL fh 4T 15+4K, Shim-pack GIST C18 ik 441447 4>
B, BB, AR B X EARE 0.5 ng/kg IR INbR IR, 108 BRI AL E LA B G E
Bl “FAT 3 BrkE S B S AR AT RSD, 455 EIR, 0.5 pg/kg MIFRAEERIIIFREICR A 88.95%-96.77%,
RSD 4 0.59%-11.80%, J7vEBRfERIs, B R, EIMEL . Z7EER TR A B-SZ sl 7k E &
I € o
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