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@iF: SHIMSEN Styra HLB £85% st frdh LC-MSMS

1. By
L1 SRRAY SR B #Edt

{X2SMCE : Shimadzu LC-30A 5 LCMS-8050 B R %4i:
B84 . Shim-pack GIST C18, 100X2.1 mm, 2 um (P/N: 227-30001-04);
[ AHAEHL /M. SHIMSEN Styra HLB - 60 mg/3 mL (P/N: 380-00855-03)

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) -

SGL-LC/MS-033
WE: AFFCEN TR 53 AN B 7%, R BEE ) SHIMSEN Styra HLB 72 i 6 48 AR i
#4754k, Shim-pack GIST C18 il #1775, B Hf B IS LCMS-8050 Kl 734 o =% A i 10.0
ng/kg WREEINAR G, ¥ LR BT AL IR 74038 5 _EAL, SPAT 3 43 FEah B 22 ISR RSD, 45 R 27, 10 ng/kg
TARIE B INAR [BIER ly 24.20%-90.89%, RSD N 0.45%-14.09%, [ E, SEIMEL . %5308 T

1.2 Srhndkt

UHPLC %

%4+ . Shim-pack GIST C18, 100X2.1 mm, 2pum (P/N: 227-30001-04)

W 3#: 0.3mbL/min

R 5l

FJE: 40 C

/fl‘iij]*ﬁ A: 7J( B: Eﬁﬂ?

RS MARF 0R
i 1] 0 2 3.5 3.6 6
(Min)
A (%) 50 25 25 50 50
B (%) 50 75 75 50 50
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JRE %A
B ESI, IEMAE T R 2 RN IET(MRM)
WES: &R In#A: &S 10 L/min
A ZA 3 LUmin TR &S 10 L/min
BEIRE:  300°C DL #EE: 250 C
AR ER . 400 C
ZALE Y MRM S50 T %2
1 Pre 3 Pre
e 25 T e E S s
Bias Bias
215.0 156.0 -10 -11 27
1 itk iz s
R 215.0 92.2 -11 24 -14
172.0 128.1 -11 -16 -20
2 LA
R 172.0 82.1 -11 -25 -30
142.0 96.1 -12 -17 -15
3 i 26 g e
b 142.0 95.2 -12 -23 -15
279.0 124.1 -13 22 -19
4 Tish iz S s
B 279.0 186.0 -13 -17 -17
N 251.0 156.1 -12 -16 -26
5 i ez v g
251.0 108.1 -12 -23 -17
255.9 156.0 -12 -15 -26
6 Eﬁ 27 NFE [IAA
e 255.9 108.1 -12 -23 -16
247.9 121.1 -12 -16 -18
7 14
LG 247.9 128.1 -11 21 -20
249.9 156.0 -12 -16 -26
8 ,%\; ,L'D uﬁﬁ
B 249.9 108.1 -11 -25 -17
265.0 108.1 -12 -26 -17
9 i Y2 P L nas v
TR 265.0 156.0 -12 -17 -13
291.0 230.1 -10 24 22
10 S
TR 291.0 123.1 -10 24 -19
363.0 320.1 -10 -16 -13
11 iy 2
RERID R 363.0 345.2 -10 22 21
369.9 326.3 -18 -19 -29
12 A= vy B2
R DE 369.9 269.2 -18 27 -23
270.8 156.0 -12 -15 -25
13 i iz EE g
TR R 270.8 108.1 -13 -25 -17
444.9 428.1 -10 -20 -18
14 HE
BB 445.2 321.1 -10 31 -20
15 7S~ 444.9 410.1 -13 -20 -26
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3- FH L MR IRE-2- PR R

444.9
361.9
361.9
321.0
321.0
334.0
334.0
281.0
281.0
279.0
279.0
219.8
219.8
461.0
461.0
319.9
319.9
331.9
331.9
280.9
280.9
284.9
284.9
360.0
360.0
357.9
357.9
352.0
352.0
254.0
254.0
396.0
396.0
399.9
399.9
281.0
281.0
268.0
268.0
386.0
386.0
189.1

410.2
318.2
261.1
303.1
232.1
316.1
290.2
156.0
108.1
186.0
124.1
128.1
82.1
426.1
443.1
302.1
276.1
314.1
231.1
156.0
108.1
156.1
108.1
316.2
342.1
340.1
82.1
265.1
308.2
156.0
108.1
352.1
295.0
382.1
356.1
156.0
108.1
156.0
113.1
368.1
342.1
143.2
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i Yz () — P A P i

EER

b 2

R s =

T fre 2 e s

BokE R

ik g e AR

EREAINibE A

HuZE K AR

189.1
310.9
310.9
310.9
310.9
479.0
479.0
393.0
393.0
843.2
843.2
315.0
315.0
869.4
869.4
300.8
300.8
262.0
262.0
772.2
772.2
828.3
828.3
261.9
261.9
353.9
353.9
355.9
355.9
320.8
320.8
407.1
407.1
437.1
437.1

145.3
156.1
108.1
156.0
108.1
444.0
462.1
349.1
292.1
174.2
142.1
158.1
160.1
696.4
174.1
156.0
108.0
244.0
216.0
109.0
174.1
109.0
174.2
2441
202.0
185.1
290.1
336.1
185.1
152.1
257.1
331.2
297.2
361.2
307.2
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1.3 PR ETALEE

1.3.1 FERREX
FEEFEURESL 1.0 ¢ T 50 mL 0% 7, Sl 8 mLMcllvaine- Na,EDTA Z24¥%", imjig 1 min, 7 20
min, 8000 r/min &> 2 min, U FIERZE T 57— S0mL E.08 A, [ R E5RIEZ LI 8 mL Mcllvaine-
NaEDTA St # iR PR GHRE 1 K. &9F 2 IRETHWT 50 mL B0, B4, S mL iE
Cbt, € 1 min, 8000 r/min B0 2 min, FEEIECK)R, FEBF L. HEELE L.

Mcllvaine- Na;EDTA & *: FREUERE 484 (Na;HPO,4 » 12H,0) 10.9 g+ PR (CeHsO7 « H,0) 12.9¢g. Z iV Z MR8tk 37.2¢, H
IKIE ARG HiREHE 22 1000 mL, A 1 mol/L NaOH ¥&R 1M pH % 4.0.

FREL.0 gHFURER 50 mL g5 B |

'8 mI Mellvaine-Na,EDTAZE 1/ |

WHET min, #7720 min, 8000 r/minE {2
$ min, B EER

H] R 2R b 4842118 mL Mcllvaine-Na,EDTAZE ik, 1% EiRE IR 2 H2ER

H 2 BT 50 mL &0

v

| us mL i S T Libieh |

WRJE1 min, 8000 r/minE. 22 min
A 4
B

1 FERRRREE
1.3.2 Bl
SHIMSEN Styra HLB 60 mg/3 mL
3mL HEF. 3 mLKiGfk, FRFEW: Rl B, FERE: 3 mL 7K. 3 mL 20% F 7K itk
B, FEEWMHW: WEMT/AME S ming 3 mL HEE-48R OFR-Z0K (502 50: 2D BEfld, YRR il
PRI T 35CTRRET, H 20%HE/KEBRERE | mL, IRiEE2S], 8000 r/min . 2

min, HU_EJERGE 0.22 pm SLIERE, fit LC-MS/MS 7#71. AR LA 2.
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2. R K
2.1 HRHES T MRM &3

3ImLAREE, 3mLAKEL, FEERHE

Fripfeif b4, Friiitif

3mLK, 3 mL20%FEEK, FERMHR: BEMT /NS min

3ImLAEE-ZBRAFE-EK (50: 50: 2) , iKdEif ik

R R R T35°C FRRE T, FI20% F BX KIS HOE 7
21 mL, {REEEA, 3022 umfiALIERE, HELC-MS/MSHHif.

B2 FaEtmER

4000000 —

3000000

2000000

1000000 —

53 FPEEZ5 K MRM G (10 pg/L)

2.2 JEPH 53 FHEZ K LC-MS/MS Kl n Bl e 45 =
BB ARE T 10.0 pg/kg WREEINFRIG, #08 EaR BiAFE i ab B s EAL, SPAT 3 ke S5 22 ml ik
M RSD, EARZERUIF: 10 pg/kg MNFriR BEIIIAR FICE N 24.20%-90.89%, RSD N 0.45%-14.09%.

BIMAF (10 pg/kg)

=
5 ksl FR (%) RSD(%)
1 it frag i P 78.22 1.00
2 FH i e 63.55 6.65
3 it flig S e i 80.90 4.96
4 it frig v g 79.68 1.30
5 ik e g e 70.80 2.36
6 B i 75.93 7.60
7 ilind 82.04 0.45
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T e FP R g
F A
RV R
WP A

it fic F g — e
CEVAESE S
UEZS~
Eal U
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D R

T ¥ FH A A g

it iz — PP s
B e
+TEZR
WA
R A

Tk i o} F A s i
iEEUINGS
B A
B A
BEDA
it g P ST e
By R
BRI A

T e [va) P A s i

T e R e ST e
T RUE

W 2 BEAR )

T[] — PR A s g
itk [ie 15— FH A s g
SHR
Hribavb 2
LY N

it P RSk e
BARER
WER
H A ER
LW HER
ENLIPN
2
WAHHR
NG R

83.00
83.85
78.76
81.13
70.66
63.63
62.18
78.65
70.52
79.32
78.92
84.93
76.80
82.79
73.18
71.29
76.33
69.82
79.24
75.54
81.14
75.45
81.90
79.76
78.11
60.25
74.00
74.67
79.49
79.43
24.20
62.33
62.54
55.50
70.95
75.80
58.20
65.60
62.77
66.10
46.96
86.83

0.98
2.82
1.74
1.23
2.23
1.71
5.73
0.50
0.83
2.48
2.59
2.06
6.56
7.14
2.13
2.30
3.00
2.43
0.67
3.06
0.77
1.36
0.51
3.09
2.05
1.86
1.97
0.94
0.88
1.05
14.09
2.05
7.11
1.70
4.64
1.47
6.69
6.20
3.42
3.15
3.47
4.20
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50 WA e H
51 AER
52 LTI
53 LE-S N/

87.75
76.84
90.89
72.58

1.78
4.34
4.36
2.63

3. &t

r b, AWEFRI & SHIMSEN Styra HLB 7 i R S 24T 19046, Shim-pack GIST C18 il

HEHEAT 73, By PR BRI LCMS-8050 A 70 #r o %28 FIRE A 10.0 p/kg IREENR)G , #218 _EIR AT 4By

FALEE EAL, PAT 3 ka5 SR A RSD, S5 5REIR, 10 pg/kg MIARAREE HIINAR LA 24.20%-

90.89%, RSD A 0.45%-14.09%, [EWRE, BIELG. Z7EEHTHE RSP EGEE . Bk, UHER

H. MR, RIAABER. BB BRIS. WE R, ML 8 JEB 25 E .
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