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WE . AXEILT—ERSE=SNRITRERBOUEMBEPIAEEER A, 25- BEHEER D2, D3,
MR EAMGER K 5%, RAMEEEZERNMBEHTAILE, FEIAREHRTIRIE. T 12 28586
32 MMHALE, TEEARMBOLE. FRNER. BIENGELE. BBE. EREHRHITER, HREAEE
ROINEE, TR/RESH, EHRD, BRROBIGETHIE. DELAMERE, AXARKr£0993 LE, kT
FEEE RSD 7 0.94%-13.6% Z[8), TEEERERIF . BIZmNEREBETE 86.2%~107.8% 28, FiAERERY .

%A AT BT MBS AN AL RIERERIN, HEXMVARSE,
FiIE . SERITRERBEN B EEEER EAMAELEER  Peakintelligence

BARF R

< KRAWMERZERGEAGERES, 12 28 ILSEMK 32 MUHAE, TEERMEOLE,
< EIBTHRN 5 FpEEAMHEE R, WTFE4EER K1 EERITLUXE 0.06 ng/mL,
% {# 3 Peakintelligence™ EAEIRDINEE, THIRBIRDSE, EHRIRY, BRRHFIGE T,

EAMEERREABTKMBTREBIREEMN
BRINEER, BFEERA(VA) (EEEKD(VD) .
HEZEE (VE) FIFEEERK (VK) . VARNEELE
MeE B ERF FRARTE . #iIFUK. REEKARE
%, VD WEEAENER AT HHAE . RIESH
#E. BheRheE. BHEEKRES. VD EE
PHHEEEAR 25- BEHE4 R D2 (25-0OHVD2)
N 25- RE A4 K D3 (25-OHVD3) , VE W&
MeeBMEIER . (RHEERE. RIFHERS.
IRERARE, BAME VK 8EHEEE K (VK1)
fMK2 (VK2) , AMEREEBANEER A VKT A
BlR#EmME. BHFRTRMEBREEK. S584KF
hee, WNEEAMELERNEE, NEENERET
RigkiE, ETFEEARELERTERRS. RIK
RIS SMKE, WIESHEEREAYNR LT,
MFEHEFEEEER X,

| BSEiSs)

& PR L & #0850 1M 75 o B VA ME 4 - RV AT b 12
FERARBEFRGE. BHREZERES., HPRKRER
EREZRIZHENBIHTER, FERZHA
THRESLSBRAZN, EREESBRZIEMREIK
RE, BEFERENFSBEERBENARNYME
EH#ETUR, BOBEHESZ LA SPE AH1REX
Mg, BAERN . #MEEMEZEE (MSPE) T4
Mo ERNBTZ, R A MEE A IR K
(Bixk) R, EEREER. TEMES
H. 2FTEUNRSE, IEEB0. ERESE,
HEERASHMESE ERELR,

AXFBT —fOXNETEDESIERMEINEE
B R B b IBg Z T MiEaI b8, H1E
LCMS-8050 L&z TIMEP 5 MgaMELEZN D
WHEZE ZHEERBES. BRMEEF. tEYRE
e, JAEXNLESE,

AL FER BREBSRREEIEMN LC-40B X3 5=FMRAFRIEN LCMS-8050 XA RS, BAEKEN:

1.1 2=
RpElgE ¢ SCL-40
W&k T : LC40BX3
Boh# g - SIL-40CX3

# B M : CTO-40C
B g L : LCMS-8050
B T/Euh : LabSolutions Ver. 5.128
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1.2 D

RS LS
B E M : Shim-pack GISSC18 (50 mmx 2.1 mm1.D., 1.9 um);
5% (L) LRHFMBIRAT, P/N: 227-30048-04
wom M AME-02% PERKEKR, BE-0.2% PREERR
= 3 o 50°C i & : 0.25mL/min
B RN 0 BEWE, FIIBREANBHET0%, #HF AR . 20uL
i s e
x1 BEXRER
Time Module Command Value
2.50 Pumps Pump B Conc. 100
7.50 Pumps Pump B Conc. 100
7.60 Pumps Pump B Conc. 70
10.00 Pumps Pump B Conc. 70
10.00 Controller Stop
Rl
B ¥t P ESI, EBFIER DLE & E : 200°C
B O #H K 4.0 kv MFEBEE © 400°C
F ® = %5 3.0 L/min # 0O R E : 350C
F B = &5 6.0 L/min 7o E R SREEN(MRM)
il EAS = =5 10.0 L/min MRM £ # : W%K?2
wooE S @S (230 kPa)
%2 MRME£#
e - Q1 Pre
No. L& CAS No. RIAEF BT . CE(V)
Bais(V)
93.05* -29 -23
1 VA 68-26-8 269.15
77.05 -13 -55
2 VA-dé6 2483831-77-0 275.15 96.05 -28 -22
105.00% -19 -48
3 25-OHVD2 21343-40-8 395.25
269.20 -29 -20
257.20* -18 -18
4 25-OHVD3 19356-17-3 383.25
107.10 =19 -29
5 25-OHVD3-d3 80666-48-4 407.20 371.20 =21 -13
137.00% =21 -5
6 VE 59-02-9 431.30
165.10 =21 -5
7 VE-d6 118584-54-6 437.30 143.10 =21 -44

LCMSMS-928

Q3 Pre
Bais(V)

-15
-30
-16
-18
-19
-30
-12
-22
22
22
24
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187.10% -22 -26 -18
8 VK1 84-80-0 451.20
197.10 -22 -25 -19
9 VK1-d7 1233937-39-7 458.20 194.10 -20 -24 -18

1L RREEBR T
2.VE HIEERESH, RERHKEKERS, ERIE LN ERK.
3. 25-OHVD2 AR A VA-d6,

W Bl E . R R RIE A R EC

2.1 #FamBpIatiE
HmA L EEREARNLIERSE (MIP32, BRIGEERKXERAT)) 2, LE 1

VL

_,r";,‘ '
 a

-
£

S\
- <

SHO T

B 1 ATALIEIREINIL . ABREM R EHIRFLIR

OHERESTIER (#Ek, B2 MSP2012PD-C1B, mREEREBERAT) : £/ 80% BEEAKRE
R P ECE B HER TAERGREN 10 mg/mL, SRFERS 30s, ERENES, -4°CHETF.

OHATIER: B 7.5 L RARRINAZ 142.5 uL MiEHEARG, JBHEERES 30 s.
ORFLRAIIABIKFIFNFE RN T

1. #EFL: 150 L ERRE TER

2. ERFIRBEFL: 150 uL BESRTIEMR + 150 pL 47K +450 pL PEz

3. F&mFL: 500 pl 30% ERESIK

4. 35 FL . 500 ul 20% BPEEK

5. % FL: 500 pl 20% ERESIK

6. B FL: 150 L (PEZ - RABEEER)
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/

HAERIR M m**'fg% _ Afﬁ“&"ﬁ o

IR 20 s = OU's wE s (45°C)
W 20 s IRH 20 s
Eﬁ'%%m HEERTE R 2 IR

ﬂ-ﬁﬁﬁiﬂi

/l:bl:l 60s

BE 60s
%% 20 s

A 1205 (45°C)
&H% 20 s
_

IR FHETR

Y
FES
e, £

o

BRI FRRANE 2 Fis, HmEAED
20 uL KREER S & EAIIE .

2.2 RINRER R RIZE 5
EREEMEREDR, FACEEERETEEEKR, EERERN 100 ug/mL, -18°CHETF.
BAEHBBLAMBRAKRIREBERBRAEINETEA IR, RES: VA-40 yg/mL. 25-OHVD2-3 ug/mL.

25-OHVD3-2 pg/mL. VE-400 ug/mL. VK1-0.12 ug/mL.

Bl 5% WAMBEREA (BSA) KFBRENMBEREN S, BX950 pL5%BSA BRMA 50 uL ;B E R
ERETIER, RIERS, BSERIEBESIRETIEBRRRES S 400, 800. 1600, 4000, 8000. 16000.
400000 ng/mL (PAVA ) , IIRFELEL,

RIEZEFERREAWES B TIERM 5% BSA A&RHREEl 40, 250,

mERSWIE
3.1 MRM &%

/

EX 100 pL HEamiaRmA

2 EIStEREBDUER

HATRIR M . ZEEX. MOEMERE B EIERIBR,

1000 pg/mL (BAVA i) , IGFBHEIE.

FREMZRERES MRMIZEENT, BBIEERY, BEL T,
Q 269.15>93.05 (+) 110e4  ISTD 275.15>96.05 (+) 6.99e4 Q 395.25>105.00 (+) 9.08e3
RT=3437 RT=3430 RT=3624
] ] ] RT=3256
1004 6.0e4 - 8.0e3
8.0e3 ] ] ]
1 : 6.063-_
6.0e3 404+ ]
; i 40e3
40e3 - ] ]
] RT=3.584 2.0e4 - ]
2.0e3 ] 4 ] RT=4.119 2.0e3 -
0'060':.----..--..---..-..- 0.0e0-'_|I____.___.I_H_o.Oeo-'._H._I”IH___
25 30 35 40 25 30 35 40 25 30 35 40
{REBETE) (min) {REBETE) (min) {REBESE) (min)
VA(20 ng/mL) VA-d6 25-OHVD2(2 ng/mL)



EI-

SHIMADZU
Excellence in Science

LCMSMS-928
Q 383.25>257.20 (+) 6.55e3  ISTD 407.20>371.20 (+) 4.66e4 Q431.30>137.05 (+) 28263
RT=3.182 RT=3.180 RT=5.150

6.0e3 - 4.0e4 _ 2.5e3 -
5‘0e3—E 2.0e3—f
40e3 3 3.0e4 - ]
] 1 1.5e3
30e3? 2.0e4 b
k ; 1.0e3 ]
2.0e3 5 RT=3.502 : ;
1.0e3 - 1.0e4 - 50e2 4

0~0e°':............,....,.. 00e0 t——d N 00e0 b/ —

25 30 35 40 25 30 35 40 45 50 55
{REERIIE (min) {REBRIIA) (min) {REERIIE (min)
25-OHVD3(3 ng/mL) 25-OHVD3-dé VE(200 ng/mL)
ISTD 437.30>143.15 (+ 8.39e6 Q 451.20>187.10 (+ 3.08e3 ISTD 458.20>194.10 (+ 4.82e5
® RT=5.113 ®) RT=6.576 ®) /RT=6.532

8.0e6 | 3.0e3 ]
] 25e3 4065
6.0e6 -| : :
1 2.0e3 | 3.0e5 4
40e6 ] 15€3 ]
] ] 2.0e5 -
b 1.0e3 4 b
2.0e6 -] : ]
; 50e2 1.0e5 -

O'Oeo.'l' — T T 0'Oeo_:|""|""|""|""|""|O'Oeo_-|""|""|""|""|""|

45 50 55 600 625 650 675 7.00 600 625 650 675 7.00
{REBAYE) (min) {REBHTE) (min) {REBASIE) (min)
VE-d6 VK1(0.30 ng/mL) VK1-d7

3 tELIIEERER 16 MRM &iLE

3.2 RAER £ FN1E TR

BEHINRIINERRAREDT, UEEBTF

Jvb2

RIER
EEVMRER. EE2RUREMHEXREWE 3 k.
L E
14 y=0007977261x-0 02516297 n

JR2=0.9917717 R=0.9958774
| ertnenn. s (84%)

1 iz 1/CA2

e A GRS

1500
Rt

—TT
1000

———T T
0 500

VA

0.8 -
0.6 -

04 ]

0 50

- y=0.005827473x+0.01392382
1| R?=0.9853221 R=0.9926339

| BRI RRY: BUA (B2%)
| AnAL: BRI (1/CA2)
| FHEEE A REER)

—
100

I 'IéO
LY

25-OHVD?2

RAYPLIR, RENEEIR, LHIRERZINE 4 PR,
B R A 1 REMMFEIE, A3 BERIHTERBAEEERNA AR,

10 BEEREITEEER

Jvp3
1y=0.06688737x+0.001021406
7| R2=0.9865585 R = 0.9932565

1 iR A (B14%)
42| DO B4 (1/C72)
| B B\ GRiTES)

PARM
REELL

25-OHVD3
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a2l

;| VE

4 y=0.000003590683x-0.0002972160
0.07 |R2=0.9948397 R=09974165

{ ot soA (E4)
| i wx (1/c72)
1= a0E B G

0.06

0.05 4 0.15 |
004 -
0.03_' 0.10 |
.02 -
0o 0.05 |
0.01 4
oooy® —— 000
0 5000 10000 15000
IRELL
VE

ko A @55)

Tk
1y=0.01544302x+0.001016425
- R2=0.9933569 R =0.9966729

| B BRIA (1/CA2)
| =a#E BA GRERS)

o
[
-
o
-
1%

RELL
VK1

B4 fEattgEERRERL
3 RIAMELEROREMZRICNR.

EER

LCMSMS-928

ZMERE (ng/mL)  HAXRER ERE % R (ng/mL)  EER (ng/ml)
1 VA 20-2000 0.996 9131103 2.462 8.205
2 25-OHVD2 3-150 0.993 89.9-113.1 0.689 2.298
3 25-OHVD3 2-100 0.993 88.6-114.6 0.242 0.808
4 VE 200-20000 0.997 88.6-105.1 3.116 10.386
5 VK1 0.3-15 0.997 90.6-108.9 0.018 0.060
3.3 R E AR EIIE
BERHFOMR. . 8= NREKFRERFR, KR 2.1 5EHE, 8NRENREDRERHT 3 HF

TH@mAIT, BEITRUERZ, BERIAF 4.

x4 ERAMELERNRRERENBEERIEER

WIRE (ng/mL)
40
250
1000
3.00
18.8
75.0
2.00
12.5
50.0
600
3750
15000

2 25-OHVD?2

3 25-OHVD3

SLMREIE (ng/mL)

HEHE (%)

38.5 96.3
222 88.8
1078 107.8
3.00 100.0
16.2 86.2
79.6 106.1
2.06 103.1
1.4 91.2
53.6 107.2
624 104.0
3429 91.4
12750 85.0

RSD (%)

13.2
5.78
2.86
4.48
1.32
5.87
13.6
10.4
10.2
13.4
1.7
11.9
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0.30 0.32 106.6 5.40
5 VK1 2.25 2.00 88.8 1.59
9.00 8.80 97.8 0.94

3.4 Peakintelligence™ @i I& 2 sEEATR o

AL EEEIRDLIBERIR Peakintelligence™ &I R EE A,

HTHIELEN, NEEEREHE

LEIRAR 4 LabSolutions Insight FFTF LC-MS/MS KENEIE, TIRDINEEIRIE “ Peakintelligence_Ver2” RiE

Al “LCMS_Model V1" TEREBFARHSSE, BITBD). MR, EHTHEBFRYEIEIENTIRS .,
BB ERER RN TIMIERHE, MEEEESEER

ReVERE, LE S,

B

BiEA):  2ERRNEN v
o =a@E® O aaEm O =R
BAE (P): B

m—)

== (W) 5
1000

BOER/RE M): 0

7

Q269.15>93.05 (+)

BHRRD S

ARIENTINE, ZRBOARA, RIERDE

6.93e4

1.0e5 -|
8.0e4 4 RT=3438
60e4 ]

4.0e4 -]

2.0e4 -]
1 RT=3.132 T=3.585 p7-3926
R

0.0e0

310 312 314 316 3t5 )
RESTD (min)

1.10e4

E%A):  Peakintelligence Ver2 v

me: LEMS_Model V1 v

RT=3437

3'0 312 3:4 3:6 318 410
{REBRSIA) (min)

5 ARARDIE (TERNEESEE) VA (20 ng/mL) R

H 4t

A AR SE LCMS-8050 WE T IMEERPIEBAMHEEZE VA, 25-OHVD2., 25-OHVD3. VE. VK1 #)
R, BEAMESRELMECERNLGHERE .. SREPB=NMRERZHTON, FTULZR, HEABEERK.
FiR SN E R ELE RSB EER BB E T LUE 12 M AER, IR 32 MEX,
ZHERBRREBGAMEBEIRERE, st BESBETE, BHEES, EREM. Peakintelligence™ &i%
B EFE—SRETRONERE, BERSAIGETHIE, ZH5EUBTMEFREAMEERNERE
RN, #EXMNIARSE,

BENALS

52eVERE (PE) FRAE -2H 0

Shimadzu (China) Co., LTD. - Analytical Applications Center

Email: dr_jin@shimadzu.com.cn Tel:86(21)34193983 http://www.shimadzu.com.cn





