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BE. AXELT BEELEALIEN CLAM-2030 FiBEMRAE=FWARTFRIBY LCMS-8050CL BXA A&
GUNEANIBF 5 MIEAELERE BN A A, LEBRANBERITUENRIESSI B oA mI 2 R T4k
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MR ZAER REIIRT 0.9966, MiITmERENELEETEA, HBEE CVES/NT 11%, KR
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A XH R B Rl BB CLAM-2030 A1=2MY
IRAFBRIZ(Y LCMS-8050CL BX BXT AMIIE AR Al
250HD2. 250HD3. #4 R EMLEE R KL #HITEM
EE20. BTEREE. FHE. BEXe. FEM
HISE IR PRAS A M £ 4= R BV,

ALY BB L BRI BN CLAM-2030 # &2 GRS LCMS-8050CL, B XECEINT:

HIRE . LC-30AD X2
B S DGU-20Aq
Enhi#i¥as: SIL-30AC
8% CTO-20A

KM2s: LCMS-8050CL

B IBRESR . CLAM-2030

R HI23: CBM-20A

T {Eus%R¢F: LabSolutions Version 5.93
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1.2 D&t
@i Shim-pack GIST C18 (50 mm X 2.1 mm X 2 um), 52 (L&) RKREIMERAE,
P/N: 227-30001-02
TohAE: AME-7K, BHE-0.1% BERFEE (& 1 mM BERTR )
wRR AT BERR, FNERERIR L
IR 0.5 mL/min MR 50°C
HIFEREE: 15°C HIFE: 40 uL
x1 BERBRER
A&l (min) A (%) B (%)
0.01 30 70
0.20 30 70
3.80 0 100
5.90 0 100
6.00 30 70
7.00 30 70
P& &4
BRI APCI(+) BFREE: 375°C
EH=: A 3.0L/min DL BRE: 225°C
FI&=<: OFF MPEPCRE : 250°C
UFEEAY(E]: 18 ms PEERIN: ZREEN (MRM)
&2 MRM B
# B HIAREF > IETF QlPre CE Q3 Pre
1 250H-VD2 395.35>377.35 -13 -19 -16
2 250H-VD3 383.35>365.30 -13 -15 22
3 250H-VD2-d3 398.35>380.25 24 -18 24
4 250H-VD3-d6 389.35>371.25 -13 -17 -25
5 VA 269.30>93.20 -14 21 -19
6 VA-d6 275.30>96.20 -16 20 34
7 VE 431.40>137.10 -12 20 24
8 VE-d6 437.40>171.20 -12 23 24
9 VK1 451.35>187.15 -14 27 -19
10 VK1-d7 458.50>194.10 20 23 -19
1.3 ¥ mbl &M a1

131 ARG, BiEm i mhl &

fEF AT m: EARAEEERONIRAE (RIEEIE - BEEEE, AMNBEERRAE, Fafs:
DP000008, #t5: 2021122101) . ZIAFIREEUTE D HFARIEEF: L4 R A-d6. 25- FELLEZE D2-
d3. 25- BEHEAE R D3-d6. AR E-d6. AR KI-d7. IREF. BEF; RkEm: 6 MREKTEAFHER (B
EREREER AL 25- FEBLLER D2 25- FELLER D3, HERE. HEFKD ; [T
TERFHER (BMERENEER AL 25- REELER D2, 25- FELLER D3 HERE HEERKD o

m: 3 MREK
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ImPRIEA: 6 FIAMBIMAEARE LETEER ((IERHRER) .
1.3.2 HERBEThIE

LCMSMS-642

£ CLAM-2030 TRus R E MK B MBS ERTUETIEHAE. BELR. BENE. B E S,

e ¥ fn B oh R MR BARIR R
(1) TREY 20 L BFEEMITIRE, H& L,
(2) IREUR &M, BiEMmamiEFm 30 ub B4,
(3) DREXFFASHRENGH 150 pL;
(4) 3£ 2000 rpm EHZ 30 s #H1TIREY;
(5) f#H -50~-60 kPa B9t [EHIETIEE 60 s;
(6) HWEXBZEhHFES, #HF40uL GERE2)

- Automated process takes about 6 minutes per sample
Sample Reagent

. S Reagent ’ Sample
Pipetting Pipetting Shaking Filtration Shaking

Pipetting Transfer
+ +.+ ._I.—A._I_A.
y =

Samples are transferred to
LC-MS/MS automatically.

_______________

____________________________________________________________________________

2 CLAM-2030 T4 Bohai b IEid 12

[ RSA oS
21 MR R

6 MUERERNREMRIZ 1.3.2 PRIGERAETONNE, LURELLNEALLR, EIRLEANEIE, NF

ERIERUERZ SRR R AMESEEMRERERE IR 3.
F 3 ARERZESER (1/C° )

# BAR X RK M5l (ng/ml) FEHE (%)
1 250H-VD2 0.9981 2.5~75 89.0~109.8
2 250H-VD3 0.9996 5~150 97.0~102.3
3 VA 0.9997 50~1500 97.8~103.5
4 VE 0.9995 1000~30000 95.2~108.6
5 VK1 0.9966 0.1~3 89.0~105.7

22 FBEE & EWESSIR
FREDHIHE. . SRELRIEFGEHET S REENE, BREENTERETCE
(LQC) « 2.31%~9.49% (MQC) . 1.70%~10.14%(HQC) z (8], HEMELLRIIEERIE
laARIQMER, HIESRINMWRE 4~ & 60

/ EI
Ay
T

J7E 3.99%~10.99%
AVFEEA, #E
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x4 LQCHERE & EHELR (n=5)

# ER i & (ng/mL) CV(%) EIGE (ng/mL) EMEER

1 250H-VD2 75 10.99 6~9 HE

2 250H-VD3 15.0 5.99 12~18 HE

3 VA 152.8 9.80 120~180 B

4 VE 2984.1 3.9 2400~3600 B

5 VK1 0.31 9.74 0.24~0.36 HIE
&5 MQCHEE & HEHBELSLR (n=5)

# e ¥{E (ng/mL) CV(%) EIE (ng/mL) EMEER

1 250H-VD2 22.4 2.31 18~27 HE

2 250H-VD3 45.8 4.02 36~54 HIE

3 VA 441.7 9.29 360~540 HIE

4 VE 9201.2 3.14 7200~10800 HIE

5 VK1 0.89 9.49 0.72~1.08 R
#6 HQCIEEE & EHELRE (n=5)

# B2 #H{E (ng/mL) CV(%) EIRE (ng/mL) EMEER

1 250H-VD2 42.8 1.70 36~64 B

2 250H-VD3 88.6 1.92 72~108 HIE

3 VA 874.1 10.14 720~1080 HIE

4 VE 17719.1 2.17 14400~21600 B

5 VK1 1.69 348 1.44~2.16 R

2.3 ImPRAFASE

NERETFEERFAF AN R TILAES, DB 6 flimRFAETUIR (HF 01, 02 SHESME

FEAS, 04, 05. 06

SHMNANRERND. BERENRERMFA) , SBEERRERVERFLERT, IRKEF

AEEEFMAE 3,
KT IGREARSNER (841: ng/mL)
# BFR 2 01 2R 02 7R 03 T2 04 7R 05 7R 06
1 250H-VD2 BLQ 2.8 BLQ BLQ 6.6 BLQ
2 250H-VD3 25.4 132 222 19.7 105 15.8
3 VA 601.9 389.8 462.1 329.2 508.7 218.6
4 VE 12814.0 10297.1 15114.4 8777.6 10123.1 12038.6
5 VK1 0.66 0.59 0.29 0.37 0.30 0.37

"BLQ ZRRTEE TR
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Q 395.35>377.

9.0e3

8.0e3

7.0e3

6.0e3

5.0e3

4.0e3

3.0e3

2.0e3 4

1.0e34

0.0e0

.35 (+)

4.90e3

Q 431.40>137.

2.3e54

2.0e5+

1.8e5

1.5e5

1.3e5

1.0e5

7.5e4

5.0e4

2.5e4

T T T
26 28 30 32 34 36 38 40 42
RT (min)

#1_250H-VD2(Serum)

10 (+) 1.23¢5

0.0e0

42

247

44 46 48 50 5.2 5.4 56 5.8 6.0

RT (min)
#4_VE(Serum)
3
EEER

Q3833

7.0e4
6004
5.0e4
40047
3.0e4-]
2004

1.0e4]

0.0e0 |

5>365.30 (+) 3.86e4

Q 451.3!
5.5e3 -
5.0e3
4.5e3:
4063
3.5e3
3.093-‘
2.5&3:
20e33
1503
1.0e3

5.0e2

0.0e0]

T T T T T T T T T T
22 24 26 28 30 32 34 36 38 40
RT (min)

#2_250H-VD3(Serum)

5>187.15 (+) 2.75e3

T
5.0 52 54 5.6 58 6.0 6.2 6.4 6.6 6.8

RT (min)
#5_VK1 (Serum)

Q 269.3;
1.8¢6
1.6e6
1.4e6
1.2¢6
1.0e6
805 ]
6065 ]
4.0e59

2.0e5

0.

LCMSMS-642

T
24 26 28 30 32 34 36 38 4.0 42

RT (min)
#3_VA(Serum)

ImPRIEZ (01 5 )250H-VD2. 250H-VD3. VA. VE. VK1 &i&E

250H-VD2. 250H-VD3. VA. VE# VK1 A E ER7 5! 2.5, 5. 50 10001 0.1 ng/mL, EEREIEEIF ILE 4,

Q 395.35>377.

9.0e34

8.0e34

7.0e3

6.0e3

5.0e3

4.0e3

3.0e3 4

2.0e3

1.0e34

0.0e0

.35 (+) 491e3

Q 383.35>365.30 (+)

22e4]
20e43
1804
1.6e43
1464
12e4
1064
8.0e3]
6.0e3
403

2.0e3

0.0e0]

Q 431.40>137.

5.0e4 ]
4.5e4
4.0e4
35047
3.0e4
2504
2.0e4
1.5e4 ]
1.0e47

5.0e3

0.0e0

10 (+)

T T
24 26 28 30 32 34 36 38 40 4.2

RT (min)
#1_250H-VD2(2.5 ng/mL)

2.68e4

42

T T T T T T T T T
44 46 48 50 5.2 54 56 5.8 6.0

RT(mlvn)
#4_VE(1000 ng/mL)

&4

1.14e4

Q4513

1.8¢3
1603
1403
12637
1.0e3
8.0e2]
6.0e2 ]
4002

2062

0,060

T T T T T T T T T T
22 24 26 28 30 32 34 36 38 40
RT (min)

#2_250H-VD3(5 ng/mL)

5>187.15 (+) 9.49e2

T T T T T T T T T T
5.0 52 54 5.6 58 6.0 6.2 6.4 6.6 6.8

RT (min)
#5_VK1(0.1 ng/mL)

Q 269.30>93.20 (+)

23e5]
20e59
1.8e5
1.5e5 ]
13e5
1.0e5 ]
75e4]
5.0e4]

2.5e4

1.17e5

0.0e0

T
24 26 28 30 32 34 36 38 4.0 42

RT (min)
#3_VA(50 ng/mL)

EEPR 250H-VD2. 250H-VD3. VA. VE. VK1 &Bi&E
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AR T —MERSEITLBE R EN CLAM-2030 & B2 IR FIE LCMS-8050CL BXFB A4 IE A
MERS MIEAGLEERESENH E, WA EAERSEELZBMAIRIER EHTT LC-MS/MS O#f, RITEE
2, 8MEFEmOWIENE 7 min, TEMEEA, 5 MAELEFZHEXRHIY >0.9966, EEMR 25179 2.5 ng/
mL(250H-VD2). 5 ng/mL(250H-VD3). 50 ng/mL(VA) 1000 ng/mL(VE). 0.1 ng/mL(VK1), BiTmIITEEEEE
ER, HmiTmERE RSD 13 <11%, KMIaREFERTERTI, AR IRAEERITENR.

XA RAREL BNV IEFRBEIEES MY, ERFIIRIFEMFREROXG, RAMREMEDERIE
ARSEMEARNEM, REAREHRARME. KE2RAAMETALIEE, EFo#ETELBFNIE, 800
FHITAE, DA NENERATNFEREE, HEBIRGREERT. REHL. BHFERMNARKLER, BR
RGP RN, RARETMMNERNENE, IKEER P HFIEE LD QC FmERNTHE,

E— M EIND T RS,

BENAT

BRI ER(PE)ARASE - 2P0

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

Email: sshzyan@shimadzu.com.cn Tel:86(21)34193996 http://www.shimadzu.com.cn





