G SHIMADZU

LC-MSMS Al e BREZH 30 MR B Y

SGL-LC/MS-037

P AT T R 30 MEERIR R MIMINE k. SR (hIEZ0) 2020 AERCGE I 2341 55T
43 R 2 BB, R S SHIMSEN Styra HLB /NMEXH AR 4714k, SHIMSEN Ankylo
C18-NC il A AT 70 55, By it Hf BRI 1 LCMS-8050 A I 37 o X 2% FURE Sl b S GO Ak 5 DA FR e ol -
0.05mg/kg), %M FIRFTAFE I ELAT G EAL, AT 3 M FEm SRR RSD, 45 2R, Inds i
N 90.64%-109.20%, RSD 4 0.10%-4.79%, B E, BEIMELF. ZI7EARRRE Y 30 NMERRZREY)
e R 5% .

H1A: SHIMSEN Styra HLB ZEFI& 24 BRZ LC-MSMS

1. SERERS
1.1 2B AR R Fett
1Y #8F E . Shimadzu LC-30A 5 LCMS-8050 BEFH R4k;

B34+ . SHIMSEN Ankylo C18-NC, 100X2.1 mm, 2.6 um (P/N: 380-01204-94);

B FHALH /M. SHIMSEN Styra HLB - 200 mg/6 mL (P/N: 380-00855-10)

SHIMSEN Arc Disc HPTFE £F=Uik €% (P/N: 380-00341-05) ;

LC/MS T\IEFE 59 LabTotal Vial (P/N: 227-34001-01) ;

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

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

SHIMSEN Pipet PMI11-1000 (P/N: 380-00751-06) -

12 SHrdkiE
UHPLC %1

AL
W
R
-
TEhAH:

SHIMSEN Ankylo C18-NC, 100X2.1 mm, 2.6 um (P/N: 380-01204-94)
0.3 mL/min

1uL

40 C

A: 0.1 %HRRAKFEMHR (& 5mmol/L FREL)

B: ZJE-0.1%FE/KER (7 5 mmol/L HERE:) (95:5, viv)
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1o FEE e B R P U T
FJ 1] (Min) 0 1 12 14 14.1 17
A (%) 70 70 0 70 70
B (%) 30 30 100 100 30 30
JR %A
B ESI, IEE A PR 2 &M IEI(MRM)
MiES: ER IR T2 10 L/min
FHA: B 3 LUmin TS 2 10 L/min
BEOREE:  300°C DL J#&/E: 250 C
INAREER . 400 C K gs L E: 4.0kV
BAEY) MRM 8L T %
No. 44 WIE 7% Q1 Pre (V) CE  Q3Pre (V)
. 142.05>94.00 -15.0 -15.0 -18.0
1 FH R
142.05>125.05 -10.0 -17.0 -20.0
N \ 207.10>89.00 -15.0 -16.0 -28.0
2 1o K JEIE AR
207.10>132.00 -15.0 9.0 -13.0
196.90>46.10 -10.0 21.0 -17.0
3 & UK 196.90>117.05 -15.0 -28.0 -23.0
196.90>152.00 -14.0 -19.0 24.0
i . 240.10>86.00 -18.0 221.0 -15.0
4 o6 KB
240.10>223.00 -18.0 9.0 -10.0
o 224.10>193.10 -16.0 -10.0 -20.0
5 I
224.10>127.00 -17.0 -17.0 22.0
238.10>163.10 -18.0 -16.0 -30.0
6 - ETHE,  238.10>181.10 -18.0 -12.0 -30.0
238.10>220.20 -19.0 -8.0 -10.0
256.00>140.10 -19.0 -23.0 -25.0
7 e N
256.00>168.10 -19.0 -16.0 -17.0
. 208.00>115.90 -10.0 9.0 -11.0
8 o6 K
208.00>88.90 -10.0 -16.0 -16.0
N 300.20>174.15 -16.0 -13.0 -30.0
9 ik e
300.20>127.00 -16.0 -25.0 21.0
382.30>167.20 -11.0 -18.0 -16.0
10 FH fieh [
382.20>199.00 -15.0 22.0 -19.0
11 7 A 222.10>165.10 -16.0 -13.0 -30.0
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222.10>123.10 -16.0 21.0 -12.0
320.10>233.00 -12.0 -26.0 -15.0
12 IR 2R 1 VAN 320.10>291.95 22,0 -17.0 -29.0
320.10>171.3 -13.0 -40.0 -30.0
‘ 336.30>265.90 -17.0 21.0 -17.0

13 IR LR RN
336.30>188.10 -10.0 -28.0 -18.0
358.00>141.20 27.0 -20.0 -28.0

14 SR [
358.00>167.10 -13.0 -19.0 -16.0
- 411.30>196.00 -12.0 -18.0 20.0

15 Jre A e
411.30>168.10 -16.0 -30.0 -16.0
277.00>97.00 -20.0 -34.0 -17.0
277.00>199.05 -11.0 -10.0 -13.0

16 FHPERE PR
277.00>170.90 -10.0 -14.0 -16.0
277.00>142.90 21.0 21.0 27.0
293.00>247.00 22.0 -8.0 -11.0
17 FH BRI 293.00>114.90 21.0 -25.0 22.0
293.00>171.15 -14.0 -11.0 -29.0
291.00>231.00 -22.0 -15.0 -15.0
o 291.00>121.10 22.0 -32.0 21.0

18 TK G T 1
312.10>235.80 -17.0 -17.0 -16.0
312.10>270.60 -12.0 9.0 27.0
259.00>88.95 -20.0 -12.0 -16.0

19 DA R ik
259.00>61.15 -10.0 -36.0 21.0
) 305.00>186.90 22.0 -12.0 -19.0

20 RETBREELAA
305.00>96.95 22.0 -43.0 -17.0
) 321.30>170.95 -11.0 -12.0 -30.0

21 R T RN
321.10>96.90 -12.0 -41.0 -17.0
314.00>162.10 -24.0 -18.0 -30.0

22 SR
314.00>120.00 -22.0 -26.0 22.0
) 243.20>130.90 -10.0 -20.0 25.0

23 KL
243.20>97.00 -13.0 -35.0 -16.0
304.10>217.00 22.0 -24.0 21.0
24 IR LR 304.10>202.05 22,0 -36.0 21.0
304.10>234.10 -11.0 -18.0 -15.0
323.00>115.05 -24.0 -28.0 23.0
25 MEL X 323.00>171.15 -24.0 -15.0 -29.0
323.00>96.95 -12.0 -40.0 -19.0
26 FH 22 S M0l 332.05>231.00 -26.0 -14.0 23.0
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332.05>272.90 -24.0 -8.0 -12.0

363.00>226.90 -14.0 -26.0 22.0
27 0 7 Tl

363.20>306.80 -15.0 -19.0 -20.0

247.20>108.80 -19.0 21.0 -18.0
28 b HURR i

247.20>137.10 -10.0 -12.0 23.0

261.25>75.10 -11.0 -12.0 28.0
29 PR

261.25>47.10 -12.0 -37.0 -14.0

271.10>159.00 -10.0 -14.0 -15.0
30 Tt 2k 1o 271.10>97.00 -20.0 -37.0 -17.0

271.10>131.00 -10.0 24.0 -13.0

RSP S ENE A HEEIIE D ERER.

1.3 BRI 2

1.3.1 FE AR ER
BRSO R GE=508) 59, KEME, a1y, SCEEHL FHIMAZKE 50mL, 53 4abE 2
G CREEAMC T840 8h 12000 ), B0 (4% 4000 %), /B RIS, DUREFINZE 50 mL,
SIHRALEE 1 AyEh, B, BIFFIIKIRIUN BIEW, WURIRAEEL) 35 mL, A, MRS 100
mL, #5J, RfF. FEmRBURIEE W TE 1.

RERASs g, A 1g |
| T
léjﬂféﬁﬁﬁa\fﬁ. s, AL
DA 50 mLZ i
liﬂi‘z, BL, AIFFR R,

IR AR 223-5 mL
ZHEWEE0.0mL, 55, B, |

1 HRRERREE

132 Femgl
SHIMSEN Styra HLB 200 mg/6 mL
AR A B A R 3 mL, i R HLB BEARAHCME L, WA, RS, BIfE.
ENL AT, RS EBGHOI 1 mL, FEEA 0.3 mL K, A, JE, HIfS.

2. EREVHR

2.1 IRBAARE R i
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0.5+

0.0

|

0.

ML

—
4.0

MA/M

30 MAE AR Z5IR A AR A IR TIC tai B (DL Ik it 50 ng/mL)

2.2 BREZ 30 ANBERIR 2R Y LC-MS/MS Kl R hnds] o4 51
W 2 A RE AT AR S A IR E DL R BT 0.05 mg/kg), %08 IR AT ALEE 5924028 5 _EAL, F
17 3 B FEaL B ZE RIS RSD, S5 R BoR, MR DY 90.64%-109.20%, RSD 4 0.10%-4.79%, [7]
WK m, HBLELT.

—
100

—
11.0 12.0 13.0

min

F5 Hir4 SEEIERER (%) RSD(%) BIREE (mg/kg)
1 FH st 102.81 2.89 0.05
2 FH iz [ 99.43 135 0.05
3 DRI 103.34 1.33 0.05
4 E 99.62 0.17 0.05
5 AR 105.50 3.01 0.03
6 T KB, 104.13 2.19 0.05
7 3-FREETL A B 104.64 1.94 0.05
8 i R Tk 99.83 0.91 0.05
9 TEZN T 100.19 0.41 0.03
10 IR TN 101.73 0.54 0.02
11 i 103.82 0.10 0.05
12 K B 101.73 2.72 0.05
13 A% Uk 105.09 4.24 0.02
14 LR BRIN 109.20 1.18 0.02
15 T H B 105.55 2.02 0.05
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16 F - SV B,
17 Py IR T

18 SRR RIRO
19 HREBEIA

20 7K J i
21 R
22 KA
23 5T R RN
24 ElLR
25 T 2 1o
26 i B

27 FF 3 SO0t
28 b o A A
29 VA MR

30 FH P

104.28

99.26

102.67

104.59

103.06

102.34

102.40

107.64

103.69

106.86

100.07

90.64

102.50

102.24

100.48

1.31

1.85

1.04

2.61

2.33

1.31

1.63

1.29

1.18

3.18

1.20

4.79

1.95

1.12

3.62

0.02

0.02

0.02

0.02

0.05

0.02

0.02

0.02

0.01

0.02

0.05

0.02

0.02

0.02

0.02

3. &t

A FCENL T R e 30 MR AR 2R BRI E T3 . SR (P E 24 80 2020 AERGE I 2341 5 Tk
43 J 2 BAES IR, KA BEER SHIMSEN Styra HLB /NS B A 335471446, SHIMSEN Ankylo C18-
NC il pE AT 70 55, By f BT LCMS-8050 Al 4341 o X 2% FURE S AR f5 - GAS IR BE LA R 12 0.05
mg/kg), 1% FIRATALE VAL S EAL, SPAT 3 AR B S EICEA RSD, 4R EIR, IAREIUE N
80.96%-119.14%, RSD N 0.37%-12.30%, [mliids, BHINELF. 1207 9Bk 30 MR 255 B )

MRS .
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