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Method of Test for Marine Biotoxins in Foods -
Test of Azaspiracid Shellfish Poisoning Toxin
Lag* o0 0 Aese™ 2@ * SRR Y § L1 (azaspiracid, AZA) 2_ &
o

2. e RM L E RS L k48 W OF ¥ & (liquid

chromatograph/tandem mass spectrometer, LC/MS/MS) 4 7 2
_-;7 ;é o

2.1 %% ¢

2.1.1. % Ap Ry 47 8 m R R

2.1.1.1. 33 R ¢ R L3 14 & 33 (positive ion electrospray ionization,

EST) -
21.12. k+7¢  BEHCI8 > 1.7pum > p j£2.1 mm x 10 cm » & o % 5 o
2.1.2. %R & F(Vortex mixer) °
2.1.3. #r 48(Centrifuge) * 7 22000 xgrs + -
2.1.4. % @ 2557 BriR J 327 1% (Tissue homogenizer) © 1000 rppm)Z b > & fr
Al
22.FEF L VERHY AP KATE Y RRAER T BRBHRTY B8R 4T R0
T A 25°CH F 18 MQ.ecm 2 ) 5 5 R gk AZA-1 ~ AZA-2 %
AZA3 R Y R & o
23. FE 2
23.1. 3 ¥ 50mL » PP -
232 F &% 5mL% 20 mL -
2.33. g% ¢ 34/20.22 um » PTFE+# & -
24 & App R @
24 1. BEApidiRA L
P~ Fds0315 g 4o » P Al mL > 2 B3R5 2R 21000 mL - 5
T 0 PR R TERSBARIA RA -
242 . #% B4 %B ¢
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2.6.

2.7.
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AP~ 7 Fe480315 g 4o~ P felmL > 27 fBi3 i 21000 mL 0 iR

Wi PR BT E 4RI RB -
TR Rz el
Poif B SRR AZA-] ~ AZA2E AZAZHB Y RE SR L 1T AR
#1100 ng/mL » & F{REA R > L RB LT T o
Rz nd
BRI B2 g WA T B E P o 4o P EImL > R
g0 1R AT R T SSFH8T 1000 rpmdk i 14 48 0 3T4°C 0 122000
xgBro 10448 B ik o RT P UL EHBEAFZI- X0 FEH T
e 11T R R 220mL 0 SRR 0 B IEHRIR o
AFTRRERL GIF
v el 22650 WkiR o AL EFImL o 4§ F rRbr 0 ot~ R
B R2~100 uL 2 FE " iR - R MAE S ImL R EHF - RIFAT T it
ﬁﬁ@ﬁo@Tﬂﬁﬁ@F@ﬁ’ﬁéiﬁﬁﬁﬁiﬂﬁﬁﬁ’ﬁﬁ%i
g MIBEERE R o A B 1F0.2~10 ng/mLz A F T fe e £ A -
AR R AT B BT A e R iE 209

R+47¢ BEHCI8 > 1.7 pm > p j22.1 mm x 10 cm e

kit g B R 1 45°C -

HEARRIR CAREBRMTIE AR ST

¥ [ (min) A (%) B (%)
0—-9 95— 0 5 — 100
9—12 0—-0 100 — 100
12— 13 0—095 100 — 5
13— 15 95 — 95 5—-5

# b 4piniE 0 0.25 mL/min o
A~ 1 10pul -
£ g =% & (Capillary voltage) : 1.0 KV -

# =+ R E & (Ion source temperature) - 150°C o
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I L HEN D ESI e

% B3 ER & (Desolvation temperature) : 450°C o

7% 447w i (Desolvation flow) @ 850 L/hr o

woplHEss ¢ 3 £ & & Bl (multiple reaction monitoring, MRM) o i jp| &t

<+ ~ B 44 7 /& (cone voltage) &2 i 4% it £ (collision energy)+4r
—

3 .

E
3+ ¥ L = R = 2
AP st (miz) > TR R E
A P 33 (m/z) V) (eV)
842.5 > 824.5" 28
AZA-1 43
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
A
PP RIEE AT ERE o TR Y 2R B 0 R T A2 B T

2.8. &

Rl
ﬁt ﬂﬁ**ﬁ/’é %"f BB AR 10 UL o A L~ AP 4T B T
iﬁﬁ’v\%‘r et AT e te B R I TR L 2
FEPEE S EF B RAR AT A PEN 2 > BT AR N RN
e g MR 2 7 E (mg/ke) ¢

Y Cxv

M X 1000

Cid AT RBERLERR? § S EHAZA-] ~ AZA2& AZA-3
Z_ 7 & (ng/mL)

VA1 T F 2 A (ml)

M: ATtz £ 2(g)

AP g AP EE 2 7 # (mg/kg) =
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ARSI R ARYd T2 BRI E A E G FL A F(Z100%) 0 7

G o R
05 % R (%) (kLU0
> 50 + 20
> 20~50 t 25
> 10~20 t 30
- 10 £ 50

ot ] RS 22 TR R AZA-] ~ AZA-22 AZA-335 % 0.002 mg/kg ©
2. %Y RS RRES TR B FIE -
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