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Method of Test for Marine Biotoxin in Foods-
Test of Paralytic Shellfish Poisoning Toxins (2)

LoiE " o F AR A7 TR &TY i3 4 (saxitoxin) % 6 &%
FERAE b 4 (R 4)2 % o

2. % 2 D RMEI L uRp kTR BT & (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS)

gk

2.1, %%
2.1.1. e dp K 78 BT R
2.1.1.1. 330k ¢ RS 1Y & 33 (positive ion electrospray
ionization, ESI") «
2.1.1.2. k47 ¢ : TSK-Gel Amide-80-5 pm> pr 4£ 2.0 mm x 25 cm
e g o
2.1.2. =% #(Homogenizer) e
2.1.3. R & F(Vortex mixer)
2.1.4. #r 48 (Centrifuge) * ¥ & 3000 x g 14 F - -
2.1.5. ¥= i 2 (Shaker) °

20, W VR TG BEIOR Y RERR L R RADA
Fr8 2 B3 RO T RA25CT E18 MQ - cmi b))
Fikd % R6STRRILE 3 HEY HES -

23, BEE L
23.1. s % 1 50mL > PP 4 o
23.2. % £%:10mL~20mL ~ 200 mL % 1000 mL -
233, JRMC 32 0.22 um > Nylon # 7 -
234, ¥EF 1mL o

24, F@2 AW
2.4.1.0.003N L% i
B AL SO L 4 5 4e ~ 2 3T ok 100mL ¢ > 4ed agF ok
it % 200 mL -
242. % 0.1%7 fez 80%2 3 i3 i
B9 g I mL % 2 % 800 mL » 4c4 %3 -k i 2 1000 mL -
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2.43.95%¢c %% iR

2.5.

Bee 3 950 mL » e B ok A 1000 mL o
i3 R ST -

251 BEApinr A

Lol ﬁﬁi% 0.1839 g 2 ¥ ﬁj’;i 0.166 mL » 113 B KA ﬁ;;@ A
1000 mL » 5 ik i o Beifuin i 0 B AR % A o

252 B 4piair B

2.6.

2.7.

2.8.

B [ 450189 g 2 7 Bk 0.166 mL 0 11 95%2 M ih kA fE
= 1000 mL > Sim i ig > PR TS E4pA R B e

%ﬁﬁﬁ*m@'

HAREFGEE S 2% 6 SORMILE 4 HRT 5
0.003N E‘ﬁf&,p,,zﬁ:ﬁ_L 5 ug/mL > £ 5 98 &% R > 3 4°C
PriF o (Rt A BB EREIEERBZERE 11 G 0.1%° a2
80%2 % % iR 1 10~1000 ng/mL > & T3 7% -

iRz A

ﬁ%—%ﬁ'ﬁgﬁm#f—:ﬂ?@ B 500 HEE ;‘f]g_g\, 4 f’\é}’g_,c;‘?" ¢y 4p A
7 0.1%" pez 80%2 3k 10mL > % FR & 1 ~ 41 R T
10 » 48 > 1 3000Xg1*5g"° 15 ~ 4& > B’“F/FIIQ’ME 0.1%°" ﬁ’x

2. 80%2 ¥ AR TEI20mL SiptiBig Popk BITHRR o

%%&mﬁa Tz H®iT
ru o %278 WT 9 ik o A BB 5 ng/mL R &R
B R 2~200 UL > " F F RECES o de x50 ik lmL o R &
bs’wawwﬂémﬂw%ﬁS%ﬁﬂwH%,f T2 B,
F2 T EHPF AL HF o EHBZ RN FZERE > HiT
10~1000 ng/mL A& B 7 fie ke & 4 o
e R 1T 8 I A AT R e
& 47 ¢ : TSK-Gel Amide-80 > 5 um > p f£2.0 mm x 25 cm ©
R E B R 26°C o
HEFABR CAREBRUTAEEREERR AT

P% B (min) A (%) B (%)
0.0 —20.0 20 —40 80 —60
20.0 —30.0 40 —40 60 —60
30.0 —35.0 40 —20 60 —80
35.0 —45.0 20 —20 80 —80
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# @ 4p ik 0 0.2 mL/min e

i~ £ 120pL -

5% 1* 7 & (Spray voltage) : 4.0kV -

* ‘g i K (Capillary temperature) : 300°C -
# % 8 & (Vaporizer temperature) : 250°C -
#H % ¥4/ 4 (Sheath gas pressure) : 40 psi °
wes g R4 (Aux gas pressure) : 30 arb o

7] 1‘&- : % £ F J& 1 p)(multiple reaction monitoring,
MRM) o i Bl 22 i 3% st £ (collision energy)+e
W& o

LRI EIER ARG FikATR Y 2L RE 0 R T L
= B A S

29, FHHFEHKRZE 7 2R
HREE Pt 2 3% 220 ul > A Rl ~ R Ap K 47 B OB
a:é‘:l ’ @2-8-%‘&‘—%@?’/”\*% ’ {L*ﬁ;]”%'ﬁ*%}/p”’? o1 i /ﬁ»Jé\/%?ﬁE
B2 5 E€F B RApsd- %R W EuL o 5T AR R
Nt LR R & 2 7 £ (ppb) ¢
B LRRLE 42§ R(ppb)=
Cid AT " RbERLETRZY LBRBELSF ZER
(ng/mL)
VS T F 2 WA (mL)
M:PHA 12 EE(Q)
LAPHERT R AT H AR W2 G ARG
A B (=Z100%) > F 35 Fl4oT

A0 S+ 5% R (%) % 3 4 B(%)
> 50 +20
> 20~50 + 25
> 10~20 + 30
=10 +50

MRt 1. ARER T 22 T EEUIcR A o
2. AR FRERFLS LT Bp A -
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A CELEF Z R O S FRIEL 32 5 L F RIS S T2
A AT 4 ) A E | T2

B #2 L(ER) | PRSI M)>AFEIM2) | V) | (ppb)
o 300>204* 25

Fitz 2 saxitoxin (STX) 100
300>282 19
. 316>298* 16

FTE S 2 neosaxitoxin (NEO) 100
316>220 24
412>332* 17

Bikd 1 gonyautoxin 1 (GTX 1) 412>314 26 100
412>110 47
396>316%* 14

WEFE 2 gonyautoxin 2 (GTX 2) 396>298 24 100
396>220 34
396>298* 24

BEZEF 3 gonyautoxin 3 (GTX 3) 396>316 14 50
396>220 34
412>314* 26

WEF 2 4 gonyautoxin 4 (GTX 4) 412>332 17 50
412>110 47
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