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Method of Test for Vitamin D,, D; and K; in Foods
L g* R ApR>Egr RO EZFREEY 22 ZD,
(calciferol) ~ s2 4 % D3 (cholecalciferol) 2 2 # % K; (phylloquinone)
2 Y&
2. WSk i Mg e i 2 X B08 > R AR K47 B mF & (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) & 47 2_ =

E

2.1, %%
211 Ak T e BE &
2111, 3k ¢~ 5 B4 CEEE T 35 (positive ion atmospheric pressure
chemical ionization, APCI") -
2112 k45§ - ACQUITY UPLC® BEH C18 > 1.7 pm > p /2.1 mm x 10
cm o & e B o
2.1.2. B % # 4= B (Magnetic stirrer) -
2.1.3.% /& )k 45 % & (Rotary Evaporator) -
2.1.4. ¥=iF % (Shaker) o
2.1.5. -k (Water bath) -
22. #F&E ‘a4 2C~ "L~ i%(95%) ~ 3 § it4wzx - 7 Az (dibutyl
hydroxyl toluene, BHT)354x # & % | 7 A ~ & K2 fE ~ & A4z s
o2 BAMLRPE A F I KO R E25CT 218
MQ - cmmi ) a4 3D, 4 D32 @4 2K HBY BT 5
A FDyds s 2 ZDsdy® 2 FKp-dyle g p 3R H S -
23. BE 2 0
231 5 £%1:5~20~25%100mL -
2.3.2. g% 1 34420.22 um » PVDF#1 T ©
2.3.3. ¥ 7 - Teflonik % -
2.3.4. & it 5g 250 mL -
2.3.5. & ik 1500 mL o
2.36. Je¥EFL 1 200 mL -
2.4, FHz g
24.1.50%z% 3 it 473 % -
FP-d § 4495009 2 gk R 2100 mL -
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24.2.7125mg/L BHTZ & ~ %3 7% ¢

2.5.

HLBBHT 125mg » 12 A %33 2 21000 mL -
BEAppiRL AW

25.1. i3 RA

Bo? ol mLo e r 23S ok 21000 mL o R MSE R 0 Bk B E
o AR % R A -

2.52. ##4pi%RB:

2.6.

2.7.

2.8.

2.9.

B opelmL s 4e » B AE500 MLE ¢ %500 mL o r i B i 0 B

EiEA B 4p 5 R B o
P*%"‘%%i%i%‘i&iﬁa?il
Boird 2Dy0s~ 4 2 Ds-ds% a4 2 K-dyfe 2 pIRERE 2 95 mg
AT AW fRAfET T3 25 mLo 75 p 3R E R o LR ET
R F"W‘zﬁ LR RURR & o e fRARf 2 2ug/mL > B iER
TR R -
AR AR
Pt F Dy M3 ADs2 A AKHRY RE S L 95 mg o HREA T
/»\‘%*JH PR fET ZF A5 ML (TR EERR > A NETT o (B R

EHRERREEPRRERRRE T BAFRL 22 2D, 002~1

ugmL,= 4 %Dg% 22 3K 001~1 pg/mL (5 p V{8 5k R 04
g/mL) ’ ,Ln;‘%ﬂ_g % %o
iz @
RigMR 3 BN50 Hefie o Erraitigd > herad 2C05¢
23 a3 ok10mb > B E WA R 0 B e 2 R IREE A 21 mL > 50% 4
F i 4937210 mL% ¢ 3260 mL > »*95°C kip P sk in2 (4304 48 o 4r » 2
é}ﬁ:«r K50 mL > 2 RS ErE ROE o B 0 A RiIBEEL Y > Se x 3125 mg/l
BHTz. & ~2;34:7%100 mL » 3= i 3 B34 45 > %‘?’ﬁ,%_/a\é; » B b R s 103
B ORET PP o B M RERRY 0 RRIESEI G 0 T B AT R F 25
mL - e iEinis o 175 ik e
T 2 g iF
HAREPRERREIOUL 2~ RAp K 47e BT HRY IET»"J"E‘%’%E
mﬁﬁ’ﬁﬁ.i%ﬁ PRI 2 Gk E G Vo BERZ 2R Rk
B WiTHRE 8 & o
edp A B m E R g 2 )
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R 478 - ACQUITY UPLC® BEHC18 > 1.7um> p j22.1mm x 10 cm o
BEApaR CAREBRMN T EREERR AT

pF A (%) B (%)
0.0—-1.0 50 > 70 50 —» 30
1.0 > 3.0 70 — 30 30 > 70
3.0>10.0 300 70 — 100
10.0 - 15.0 00 100 — 100
15.0 > 15.1 0—->50 100 — 50
15.1 > 19.1 50 —» 50 50 —» 50
#FF4poiik ¢ 0.2mL/min o
#4g & 1 30C -
A~ 210l -
3 L4 APCIY o
Hr+ 5 B T /B (Capillary voltage) : 4.0kV -
#+ Jh g & (lon source temperature) : 150°C -
4e %48 B (Temperature) : 400C -
%’aﬁ»ﬁsf? 8 /1% (Cone gas flow) : 10 L/hr -
% ¥ 5w % (Desolvation flow) : 800 L/hr -
lﬁ BIHCY 0 5 £ K & (multiple reaction monitoring, MRM) o i g &t
+ ~ 4548 7 /& (cone voltage)¥ iz st £ (collision energy)
S L
+ ¥ R AL
b 15 4 W™ ERAF (m2)> TR it &
A 4 =+ (mfz) V) (eV)
o 7>379* 1
#2 %D, 287 > 272 28 1(2)
S 2/ 7*
ST &
o 451 > 187* 4 22
LA K 421 > 227 42 24
@4 %Dyrds (1.S) 400 > 382* 40 12
@4 %Dgd; (1.S) 388 >370% 40 8
4 %Kp-dr(1.S) 458> 194* 50 20

~% 8 4§

P RIREE AR BT L RE R R &R
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3.0. FHFH2 7 R T
HREPFRZEZEEZ R LI0uL > A8l » Rip k478 BTHF KR > &
2.9.5 i A {7 AT fﬁﬂ*ﬂ?mﬂwwﬂ% L FGERE SRR
WoRAP AT A 2 o T A E S R A 22 D,
# Dgt i %Kiz 7 £(ug/1009) -

CxVx100

KBAlY w4 3D, @4 ED8 02 2 K2 5 £ (ug/l00g) = N

C:d By REEFHRY 22 2D~ a2 2D 82 2K 2 B R
(ng/mL)

Vet TF 2B GML)

M: Bk~ 7tz £ £(0)

PLUAPETEES R R LA X RS 2 0% 6 fiAptf A 9 (<100%)

310 Ul
EES R0 F R R)
> 50 + 20
> 20~50 + 25
> 10~20 + 30
= 10 + 50

MRl Ak 22 T EEL 4 FD, 52010090 B2 £D3%2 B2 K
2% 1pg/100g -
2. WM GRS E LS TR B FH

N

Sl v
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D,
9.11 m/z 397 > 379
10
< T T T T T T LR
25 50 75 100 125 150 175
D,
9.1
m/z 397 > 271
100
%
o T T T T T T min
25 50 75 100 125 150 175
Ds
9.16 m/z 385 > 367
10
%
4 min
25 50 75 100 125 150 175
D3
9.16
100 m/z 385 > 259
%
-0 T S T - S T min
25 50 75 100 125 150 175
Ky
1028 m/z 451 > 187
10
%
0= T —_— T T T *
25 50 75 100 125 150 175
K,
1027 m/z 451 > 227
100
%
-0 T LA e o e e e o i T min
25 50 75 100 125 150 175

SHEPE

D>-d;
m/z 400 > 382
o a0
Y
-0 T L T T T T min
25 50 75 100 125 150 175
D3-ds
a1 m/z 388 > 370
100
%
s e e B B e T T T min
25 50 75 10.0 12.5 150 175
K,-d7
10.24 m/z 458 > 194
10
%
L B LA T T T min
25 50 75 10.0 125 15.0 1

Bl ~ MLC/IMSIMSA 47 & a4 2R &2 2 p 3R4E % 5.2 MRMBE| 3%
(A2 2D, (B)? £D;; (C)a2 %K,

5

1107# 1% 11 p
TFDAAO0068.00



