) B NN
SHIMADZU ;;;

SSL-CA22-182

LC-MS/MS 352 BB 4h ) LR S ¥ ch

=D
LCMSMS-652

RBE. AXERSEBSNREGIEBRAILEANEYL TNEZL) LRAMMPEER D2/D3 WA E, B
W) LEC A it it T 2 IERE, A SHIMSEN Styra HLB i@J EI18ZEEY (SPE) #1TEEUA4# 1L, LC-MS/

MS EM Do 2 MADTE 13 min BN D 5T, SFHDE 1~ 1000 ng/mLIRESEERLIEXR R M

IFEIFIE R SRR MILEIA, 7 A BIVELF (RSD < 10%), EINERS

—MhEE. |aA. S E S TIRENE AR,
FEIE . LC-MS/MS  4h)Lih¥ 44=D

HEZRD (FIVD) B—ERIEHLER, &E
ERMETEARHEER D2 503, £#EXDHNTE
TheeR e/ N HE IR AR TR BERVIR IR, [BIET, if
BledRBRAMER. DURIBETREINEER. 4
FRDRTIEFEHFBERNNRAN) LB EBEFT,
R T ISREER. B REN B IES S WRIE
Sh, ERIBINEEE R RN, BHEER D HAEHE
ey, MRAGEH, ERNEAFEFE—D “LIR
ML, EREBE—TRZE, @maER. Ait,
ﬁ?ﬁé%%,ﬁﬁiigﬁmmﬁﬁﬁ¢%$$%D
BEEXEE,

(> 80%), BRTNEREBEHEERY

LR D AIIREEERIN, KA LC-MS/MS BJ 1L
BUKNIEE (ppb) BI4EE R D2 A D3, HEFHIT
D2. D3 BELDE,
AXZMR 2021 F 10 BATMHNRmREERINE
(BmPLEERDRNE) (EXRELR) , Hi8aE
WIBTAZHT T B0E, BN LB I @i T
BRN, MELTEHITRE, EEEBMEIFREN
SHIMSEN Styra HLB ZEVMEXT B R BT 2EEA]
A, B LC-MS/MS SHELEZ D2/D3 HITEE, 45
REKRBA, FhB BngEEZAIEINEEL >80 % H RSD <
10 %, ZT3ARE. HEH, BLURFHA Y2 %)) LEC

TR I ERARER, Bha&s, B

W LA
L1 SmERER
FRAEEFIANAFIIN HPLC 4R,
AR MERH 2,6- ZAUT EXRED (BHT) IWE T CNW. S8 UHBEFFHI T
EERVERMRRNITHE T RXEFRERKBRAE, BZEEH, EF -20°C MEE.
1.2 Y28
ALK AREFBEMRIEEILN LC-40 5 LCMS-8045 BXAE A%, BEAEEN:
Auiizhlgs: CBM-40 AR S : DGU-20A,
&R . LC-40D XRX2 Bah#iERs: SIL-40C XR

F AR R D2/D3 EE Do

HEFE: CTO-40C Rt Mes . LCMS-8045
@ T TEuL: LabSolutions Ver. 5.97

palilk-S G
Iﬁ*ﬁﬁfﬁt'

B3&+E: Shim-pack Scepter C18 (100 mm x 2.1 mml.D., 1.9 um,
PN:227-31012-05)

mapiE: AAE-0.1% BER 2 mM FBRERTR/ORKR; B 4E -0.1% FER 2 mM FRERIZFRER

A BEER, BAEMIBIREN 88%, MAEFIE 1

FIE: 0.4 mL/min HEE: 5uL

& 40°C

B2 (b8) LRBMBERATE
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*®x1 BEEBER
Time(min) Module Command Value
4.00 £ B.Conc 90
5.00 x B.Conc 94
6.10 = B.Conc 100
8.00 = B.Conc 100
8.10 £ B.Conc 88
13.00 Controller Stop
FRigs .
BFR: ESI+ LERE: 250°C
BEOBE: 4.0kV DD%M%H&@E. 400°C
E4=: &S 3.0L/min ZIODRE: 300°C
FIgS: &S 10 L/min HiERE ZRMEN (MRM)
RS =5 10 L/min MRM &% D15 2
WES: @5
£2 MRM B
No.  fkam et wss B wemr rwmr 200 cev S0
1 VD2 Vitamin D2 50-14-6 v osg7p SR B A2
27125 18 13 29
2 VD2-d3 (M4F) Vitamin D2- (6,19,19-d3) 1217448468  + 40025 38220° 19 12 -4
3 VD3 Vitamin D3 67-97-0 v oaesgs o0 A28
2592 18 16 28

4 VD3-d3 (R#F) Vitamin D2- (6,19,19-d3)  80666-48-4 + 388.20 370.25* -18 -12 -18
A CRIAEEEF

1.4 AnEmB Fo

FA EtOH (ZE2) E2Hl 10 ug/mL 443 D2, D3 AR A AER B AT

RETVERER: EHBIEEEERT 10 MLIRBRENF, AFREES, JFEIMREN 2000 ng/mL &Y
BATRERIEE Ko

BB ECH] . IREEAET, RREMEREBREFEREEIKREN 1. 5. 100 20, 50. 100. 200.

500. 1000 ng/mL (M#5 100 ng/mL) BItRAER, L2,
1.5 Al B 5%

Bah) LEC T 9T B A thiEB .

AIRNIEMIZEER 2021 FF 10 BAHNBRREERME (B@PHEER D UE) JERERR) , Hil
TELMH,

1 BERTHmEMERE, HEZ2EE.: @rtlE. 2470 SPE &, HEFIEIETIEFRT IR
aig5, AIMEARK (£940°C~ 50°C) MEFAM. TUFMERA BHT 9NN, TENTE AT RGNS Z
chBpLE 4 RAVRAR, N EtOH BN TIBMNELEFAME, NEEMIFMS KOH BARR LB R NI S,
BHMEE, FritRESaTNIRLE,
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SPE ALK A SHIMSEN Styra HLB GR/KFESH T/ ME) #1T, FEUVIVER BB F K FRER T HREY),
IR USDERFREFR, WIREKEMEE—ENRE, EIEESURNBIRBRIESRMET, %%
REMARRE. EfFmEAIER, FAL 10 mL ACERERE, HA 80/20 RER / KEGBERAETHKIE
FHH. HEANME, AT LC-MS/MS D442 D2 M D3,

A BIREEMIAZ DR, IMIETIEREE, REEREERIERE DT

ES DS L]

4 N\
JEMBATEN 1.0 g %5, BEF 50 mLBOLES, HA 5 mL KB, ABIMANRIR
VD2-d3 1 VD3- d3
\ J
4 N\
A0 0.5 g FAFRIERFD 0.1 g BHT, A0 10 mL EtOH #0 5 mL 50% KOH 3&7& , SE&195
|\ J
4 N\
EREMT (25°C 1+ 5° C) SREiRSS 16 h£2 h, FREUEL
1\ J
SPE &1k,

SHIMSEN Styra HLB ( K FEEHF#/ME ), 200 mg/ 6 mL, 575 : 380- 00855-10
4 N\
FA 3 mL BEEH 3 mL KRR B TSE M 1
1\ J
'd N\
EE25mL BUAK, ENBRET
|\ J
( N\
FB 10 mL GBS ZEBAE RUFRAIZEENAE, 3 mL 80/20 FREE / /KA R B AEINF
. J
BF) 1 mL RELR, WEERR. R TERER, HA 1mL BEER, )

BENEER 1 2%, FEZSBAH, £0.22um EESIER, V9

1 HEEERZE

HER5
21t ERRBIEE

Q397.20>379.35 (+) 8.12e4

= ISTD 400.25>382.20 1.70e5
RT=7.504 > &) Rr=7401 e
8.0e4

15€5 ]
6.0e4 | 1365
] 10e5
4.0e4 -
1 75e4 4
20e4 ] 30845
25e4 ]
0.0eO—- 0.0e0 ]

— T T T T T T T T
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Q38515536735 (1) - 1.69e5 ISTD 388.205370.25 (+) fre7s7s 6.48e5
1565 ] I 6'095'2
1.3es-g 5065 ]
1‘035_5 4.0e5—§
7.5e4—§ 3-095‘5
5.0e4-§ 2065 -
2.5e4—§ 1»095-5
0-050'5....,....,....,....,..... 00e0 b A

700 725 750 775 800 700 725 750 775 800 825

VD3 vD3-d3 (F)

B2 VD (20ng/mL) MRM &ig%E

2.2 RIMESEE

R 1.4 U NERHIA A, EERIRERLE. LI EYIRE X ABLAR, IBEARAMENR, HITLERITDHT,
2 P DIE 1 ~ 1000 ng/mLIRERL MR, HXAFIHKRT 0.995, URERLREREAER 3 BFERL
MAITERER, KRHES3)8 0.33 ng/mL (VD2) « 015ng/mL (VD3) »

Area Ratio
AreaRatio

I R—— g
o
g
800 "1000 OE 800 1000
VD2 VD3
3 VD REHREL
£3 GH4EDREMSSN
No. Wwam  GEEE (hg/ml)  EXREKr  JNEHR R (hg/mb)

1 VD2 1~1000 0.9984 1/C 0.33
2 VD3 1~1000 0.9986 1/C 0.15

23FBEM

xF 20 ng/mLIBSTEBRRIESL DN 6 R, HREEEM. 2 MEEYIRREE RSD 94 0.09 %, EER
RSD 72579 0.90 %. 1.06 %, EE4RYT,
2.4 FIEEWENEEE

EVEE ) Ly, R 15 s BRI HITAE, NEGHERET=REENR, LU ERENE
BE, GRUOK 4R, BTEY EADHTPERBSEESFAMIT, TE REEENERTR. AL, RiE
apast) (RER) fERRUERZRN D ITYHITES, BERMIELEAREMCHMARRRHITRE,

MM B EYEFmAYER Y. BFPAIIRERN 20.0 pg/100 g iltnE, 8 MKFEE 3R, #
TIARRIERME R EIR Y. 2 M EYIBI T EIRERT 83.1 %~95.6%, HEMTREMEN 0.59 %~0.99 %,
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£4 VD2, VD3 MIFEMMERELER (n=3)
RS, RIS,
No. LI=xY] P RIREE AR R FNREE FHYEWRE  HEIHTERE
(ug/100 g) RSD % (ug/100 g) (%) RSD%
1 VD2 2.02 3.80 20 95.6 0.99
2 VD3 20.46 1.20 20 83.1 0.59

L i

AXEZR 2021 F 10 AN ERLZL2ERTE (BaPEEZDNE) (GEXERR) , Bi7—M
BTF24) L EER D NENSM. BEMN LC-MS/MS k. B4 LEEAIHERBTERLER, £H
SHIMSEN Styra HLB @33 E#HZ£EX (SPE) #{TZENF 1L, LC-MS/MS EN DM, HERIERBZAEEEH

BRYEIE (>80%) FFFZE (RSD < 10 %), BATEL) LIk F4EZE D BUE

BRI ER(PE)ARASE - 2P0

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

791,

BENAT

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

http://www.shimadzu.com.cn





