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Method of Test for Marine Biotoxins in Foods -
Test of Azaspiracid Shellfish Poisoning Toxin
Lag* R Mesk= 2@ * S ERD &Y & L1 (azaspiracid, AZA) 2
o
2. W B G E R MEFE0 o Rk R BT # R (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) » 45 2.

I
= v+ 5

=

2.1. %%

2011 %40 kA7 B BT R
2,111, 33 & 0 T JE Y3 v T 33 (positive ion electrospray ionization,
ESIY) -
21.12. K +7¢  BEHCI8 > 1.7 pm > p f22.1mm x 10 cm » & fr g o
2.1.2. %R & E(Vortex mixer) °
2.1.3. #rw 48(Centrifuge) : 7 22000 xgrs + 4 -
2.1.4. % @ A7 B ¥ F 35 4% (SPEX SamplePrep 2010 GenoGrinder®) * 1000
pmi2 oo @ e B o
22, VR RAP KT T RARE U RIOR Y R E e LS k(00
T MEA25°CH F 18 MQ.ecm 2 b)) 5 5 R AZA-1 ~ AZA-2 %
AZA SR R & o
23. BB 2 R
23.1. s % 150 mL > PP o
232. % &% 5mL% 20mL o
2.33. )% 1 34/20.22 um » PTFE# & -
24. # b App ik 2 Rl
241. B 4pBRA
BT F24%0315g > 4 » P BR1mL > 04 5 oRJA f2 12 1000 mL - 3§
TREE IR 0 PR BT E AR TRA
242 B8 4p3 %B ¢
FP~V F24%0.315g 0 4o » P Bl mL > ™ 7 fRB fE R 21000 mL o iR N
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B P TS B4R RB o
LA 2 fefl
Poif £ & S PRI AZA-] ~ AZA-2Z AZA-3HBE Y R L 5 1T R
#2100 ng/mL » TR E AR > A ERE LT T o
R VR
R RHE > B2 g R EWHRSE Y o e T RImL > SR
3 R ST B R T 35 1527 1000 rpmiR F 14 4 0 314°C > 122000
xgHLs 10~ 48 > P iR o RGP UL ERBREAFER- 0 EE
e P EEE F 220mL 0 SRR 0 B ITHRR o
AT T RRE R GIE
v el 22650 kiR AUERImL 1§ F Rz 0t r BB
BR2~100puL % F & "> RWMA S ImL REHST > KIFAT T R
BHB R o BT AEEREAN R E SRR RS A L
g I RER > 4 B 1F0.2~10ng/mL2 A H T e £ A o
AP R A7 8 B A TR ALE 2D

R+47# :BEHCI8 > 1.7 pm > p j22.1 mm x 10 cm ©

Rt R R 1 45°C -

BEARB IR CAREBRUT A RREHR A T

¥ ¥ (min) A (%) B (%)
0—-9 95— 0 5—100
9—-12 0—0 100 — 100
12— 13 0—95 100 — 5
13 — 15 95 — 95 5—5

# b 4piniE ¢ 0.25 mL/min o

it~ 8 110l -

£ g % & (Capillary voltage) : 1.0 KV -
#r 3+ R 8 & (Ion source temperature) : 150°C -
B i 050 D ESI e

% 4247 R & (Desolvation temperature) @ 450°C
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7% 447w i (Desolvation flow) @ 850 L/hr o

WopHEs 0 % £ F % 1P| (multiple reaction monitoring, MRM) ° 1§ jB| &t
<+ ~ B4 44 7 /R (cone voltage)¥2 s it £ (collision energy)+4-
-

E
T -

A+ 5 - N =
AR EL W™ ERAESF (m/z)> TR it E
A F 33 (m/z) (V) (eV)

842.5>824.5" 28
AZA-1 48

842.5 > 806.5 40

856.5 > 838.5" 28
AZA-2 38

856.5 > 820.5 42

828.5>810.5" 26
AZA-3 76

828.5>792.5 38

n

*TE SN
WP EREIEREAI A RPE > T R 2 RE > K T L 2P EE

28 FuRE R
S ﬂ&%ﬁ/&ié%‘r feth BAA R L 10l » & Bl ~ k4 & 478 B
eﬁ@ﬂ’mffwﬁkgnafwfﬂﬁﬁﬁﬁﬁ“ﬁo B s L
FEFERA S EF AR R L E TR S R
W E SR ¢ (mgky) ¢

WP g Mgz 7 £ (mg/kg) = —ZCXV
. ” - M X 1000
C:4d g;kf}‘r* fete &R LT ? g R EEAZA-1 ~ AZA-2& AZA-3
27 & (ng/mL)
ViR A (S T F 2 84 (mL)

M.B’»ﬁ/ﬂ\ﬂ}"’r%ﬁ 2. % % (g)
LG ARHAE T R ] R LB RT WL G fipg A 7 (S100%) 0 F
?‘%[ﬂ-&r_f :
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0 EH AT 5 R (%) % 7§ 1 (%)
> 50 + 20
> 20~50 + 25
> 10~20 + 30
= 10 + 50

MprE ] A sk 22 TR AZA-1 ~ AZA-2E AZA-3#5 % 0.002 mg/kg
R L ERE L TR R
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