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it Agilent InfinityLab Poroshell 120 EC-C18, 2.1 x 100 mm, 2.7 ym (&}45 695775-902)
[E 40°C
Boh# i RRE 15°C
HEEE 5pL
o A) & 0.1% FA. 4.5 mmol/L FRER3ZAN 0.5 mmol/L SILTEEIKIER
A B) & 0.1% FA. 4.5 mmol/L FEAS20 0.5 mmol/L i ALHRH BB
IR 0.4 mL/min
AFiE) (min)  B%
0 88
1 88
i 5 03
5.1 94
5.8 94
6 100
{=1ERY(a] 17 min
EEE EBF
hNREE E 4
SERE 300 °C
SR 5 L/min
Eig ] 45 psi
HRRE 250 °C
MR 11 L/min
EME 4000V
HPLC %1
B Agilent InfinityLab Poroshell 120 PFP, 2.1 x 100 mm, 2.7 ym (&84S 695775-408)
(e 40°C
Hohi#ERRE 15°C
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et g
BYiE] (min)  %B AR (mL/min)
0 80 05
e 3 0 05
6 90 05
7 100 05
{Z1EATE) 9 min
DAD #&1 HEREN 294nm, HEZAR3250m
&R 1R 22 Ra] BFX (m/z) TR E (V) IEREE (eV)
Vb2 714 ora - ar0 100 70
VD2-d3 7.13 400.3 > 125.4 120 10
0
VD3-d3 7.18 388.3 > 370.4 100 10
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B 3. £&: B40) LA IR &E 9 25 ug/g BILEEZR A (325 nm) DIRIIARRE S 250 pg/g B9 a-. B-. v-F1 &- 443K E (294 nm) B9 HPLC &35 El, AE: &
%) LEC 93 R INARRE D 0.8 pg/g B3R D2 # D3 DI INARARE 7T 0.4 pg/g BIRBRNFREY LC/MS/MS BiLE]



E5h, I EREEHRAERIA, £ o A0
£% D2 f D3 B LO/MS/MS REERE  °° | s
8.0 — %&f*3

128, fE 4 Fim. SIUEREERMA

R (% 1) #8tb, 0N 4.5 mmol/L 70.
Mg (502 IEERBEBRE. A% o
fF 2 OEEE, BN 05 mmol/L Ff 6o
@, AL SREAERD2AMDIN 55
BFUHEE, MR, 501

4.5

— %2 109 — 43 I\
— &1 — %2

0.9 — &1 [ |

7.5

a]wi
]

4.04
3.5
3.0
2.5
2.0
1.5
1.0
0.5

70 71 72 73 74 70 71 72 73 T4
KEEBY(E] (min) SKEEET(E] (min)

IS E

LC/MS FEntBS&R M HHEZ D2 #$HEZ D3
M1 1 1
2 30 41
%143 54 73
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BRI ThEBEBEEF AN, L&
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HEmBUERERS DT HITES. &
LC/MS/MS _ERVE IR @S E AR ELT
EH AR RHITIRIE, XJTF LC-DAD
D, RANEEXYBEFSEIT REFND
B, TEEERYNAIRE, XWERWR

HITTEE, KMEER ERREIFER
B (EBEBmHE21T8 9.8mg/1009) ,
M4 E DI RERIE (13 ug/100 g)o

b5 RIESR T @ HPLC-DAD I
LC/MS/MS B EEDTFTEIRHNEKX
ko ZERMKRRA, BAFEA HPLC-
DAD EENMERENLEER A M E,

B LC/MS/MS EENTERENLEE
% D2 M D3, AEEHIFmMIRER IR
QC ¥, HEAERXYBRMRIEH

R EIARRENSIARRET, 24) BRI ELERNGEZEENNER (n=4)

THUXEEEEN. RKRE QC
BIARRENERX R 2-3 &, Mm
ARE QC #F @By IiAR AR E A E R IRAEY
4-5 1%, EAERNERRMREITEX
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2R QC-ERE QC-BRE

R | RSD% | MIERE | HERE | RIERE RSD% | NARKE | HERE | REKE RSD%
i (Hg/g) | (n=4)| (ng/g) (no/g) (no/g) ElE% | (n=4) | (ug/g) (na/g) (vg/9) EU=E% | (n=4)
VA 5.4 9.1 15.0 19.5 14.1 95.6 8.5 25.0 27.5 22.1 89.9 8.9
VD2 0 0 0.4 0.36 0.36 89.5 2.0 0.8 0.65 0.65 81.2 4.5
VD3 0.13 6.2 0.4 0.46 0.33 87.9 3.4 0.8 0.88 0.75 94.6 2.2
a-VE 87.2 24 150.0 229.3 142.1 96.7 8.8 250.0 301.3 214.1 89.4 1.5
B-VE 1.3 6.5 150.0 144.0 142.7 95.2 5.6 250.0 213.3 212.0 84.9 2.2
y-VE 99.5 1.2 150.0 242.7 143.2 97.3 6.9 250.0 309.3 209.8 88.5 1.5
0-VE 44.0 6.6 150.0 186.7 142.7 96.2 8.6 250.0 248 204.0 84.4 3.2
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