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Lo R Ao 2 * 200k | L@ AR ZE* k| - ~TKE |-
AR A& PRA F AR AR PR A R TEEZ
(tetrodotoxin)z_ #& & ° (tetrodotoxin)z_ & & ° oL s
2. 8k F :’Fﬁ’ﬁ”‘——rﬁ"w TR | 2. BRI :%ﬁ,gﬁm"“g,\w P r’]‘%" /%‘
ok ot ¢ B OF ¥ & (liquid |40 A 7 o¢ m OF # & (liquid ®o2 pE
chromatograph/tandem mass | chromatograph/tandem mass WoT
spectrometer, LC-MS/MS) 4 47 2_ * | spectrometer, LC/MS/MS) %~ +7 2. = Ro2.02

(; ° ,; o @lJ -

2.1. %% ¢ 2.1. %% (U
211, RAp KT e ERE R 211, RAp KT e R R |
2111 &3+ r 0 RO A S 2110 IR RS L 4 T & T rg
(electrospray ionization, ESI) <+  (positive _ion  electrospray ik
2.1.1.2. %47 ¢ : TSK-GEL Amide- | ionization, ESIF) ° %k

80 3 um > p fZ2.0 mm x 15 cm
[ R WA

2.1.2. =% 4 (Homogenizer) -
2.1.3. R & F(Vortex mixer) e
2.1.4. 3 < % (Centrifuge) @ ¥ &
3000 xgr4 4 o

215, & § A & F B
(Ultrasonicator) °
2.1.6. % F ik % % ® (Nitrogen

evaporator) -

2. FRE U ORRAE S VOB Z RERPE
SR B L B AR R
T 2 33 k(v AN 25°CF
F18 MQ-emi2 )5 7 95 F % 4R
PR
23, BEZ 4L
23.1. s g 1 50mL > PPHE -
232, FE#L:10mL o
2.3.3. Jg% 3 20.22 um Nylont#
o
24, #A AW
2.4.1.50%¢c * %% :

Bz 350mL s 42 33 -k i# =100
mL o

2.4.2.95%¢ ¥ %

Bez 3950 mL > 4c 2 B3 K
1000 mL -

2.1.1.2. K +7¢ : TSK-GEL Amide-
80 3um - pZ2.0 mm x 15 cm >
S A

2.1.2. =% 4 (Homogenizer) -
2.1.3. *g R & F(Vortex mixer) e
2.1.4. 3 < 1% (Centrifuge) @ ¥ &
3000 xgrz * dﬁ o
215 & F
(Ultrasonicator) °
2.16. % F & # K
evaporator) -

2. FE VR4 P L Z kg
Sofin IR L ET A
175 3 33 R 7R 25°CHF
218 MQ-emrz ) 5 P9k a 7 ¥R
R
23, BEZ HL
23.1. s g 1 50mL > PPHE -
232, &% 10 mL >~ 100 mL%
1000 mL -

2.3.3. Ja" 134 720.22 um -’ Nylont#
oo

24, #FHzaW

2.4.1.50%¢e 3% %% :

Beo ¥50mL s e 2 g3 -k ¢ =100
mL o

2.4.2.95%¢ %%
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2.43. 7 1%pArpa2-50%¢ i3 ik
Pk iy pel mL’ 4e50%2 %5 R

;VlOO mL -

25 B AR AW

251, #FARiRIRA

PP 2443153 mgZ Y filmL > 14
4 33 ki3 AR 21000 mL > £k
Wi PR TR B ARIA R A
252 #&4pin B

B9 B 43153 mg2 ¢ filmL v 1
95% 2 ¥ i % % & % 1000 mL
BRI Pripit TR 640 R
i%B e

2.6. 1583k 2 el

PPk R ARE R G1mg
HFEAE T 0 11§ 1% ik 2. 50% ¢

Bk fEE L F 210 mL - 7L
BRite » 2k pF7s o To? PR £

T2 e > 2 7 1% e 2 50% 2 #
75 % A8 2 50~1000 ng/mL » - iF
AR o

27, ik 2 H @l

Mg Wm0 B2 g0 HAE
JEH-L’ B —s"gﬁ,,u%’f ¢ e A gl%ﬁ%
f&2.50%¢e a3 k6mL > 42 F A iR
F204 4815 0 1213000 xgirs 104
o fefk bk 0 17 1%L
50%¢ 3k T F 210 mL > ik
gﬁ—ﬁ/@w » B TTHRR o

28. AFTRBERL W
B R R27. 5B K
Moo A EPR kR EER R
mL> M F F rRECiE 0 S~ 0 Wi
ImL> R &35 » SRIEERES
EEAT T R BRI BT S
EEEERA R TR B A T
P RA F 2 e FE B

PUuEFEE WA RIRE
R o
AR AT 8 IR A 1TiR g O

& 47 # : TSK-GEL Amide-80>3 pm>-
piE2.0mm X 15 cm o
HEARB R CAREBRMT A0E

i {7 R A 4

Beo 3050 mL v 4ed g3 ok i@ A
1000 mL -

2.4.3. 7 1%F 2 50%2 % i3
skl mL - 4e50%2 3 ik 1

;VlOO mL -
25 BdpirieBw
25.1. BE4pBRA
B9 443153 mg% ¢ falmL > 14
2 3T KA R 21000 mL > Sk
Wi e Prip ik IR B ARIA R A
2.52. ##4p3 B
B9 443153 mg% ¢ falmL > 14
95%¢2 ¥ 7% ik 4 f2 ¢ = 1000 mL »
SRR R 0 PRk R B R
%B e
2.6, MR 2 F

Rk E FEHRY RESHImg
—H’-F;ﬁ;_i’ 1P gl%ﬁﬁﬁ’;45o%b %
ARG fAET T3 210 mL 0 i AR
B it > 20-18°CRF 35 © Tt PR
B g B 7 1%p pl 2
50% ¢ * i3 & @ I 50 ~ 1000
ng/mL » & 1T EA % o
27 twirz B W
R M i IR B2 MR
ﬁ—’i’ AR ? ¢ooden g 1%@;
e 2 50%2 % A 6mL > 23 iR
F204 4518 > 113000 xgir.< 104
ﬁyﬂi%F$MQ’Ugl%ﬁﬁ%;
50%¢ * & /p iR 3\6 10 mL - & /%5
Wi 0 BRI B TR R
28 AFT R E ARG
oz o R R27.EANUT Y K
o A EBA kR EER ]
mL> " § F RECiS A » Z 0 iR
ImL> R &35 > SRR RE
kT iEEE TR R AT R IR
%Aﬁ’ﬁﬁ%%%;ﬁ%&fﬁ
iﬂ'%x/ﬁg}J? '%/_}i/i%& ﬁl'tzﬁ
ki
ﬂw%ﬁg%ﬁﬁbﬁﬂadﬂ)
& 17 ¢ - TSK-GEL Amide-803 um>
M E2.0mm X 15cm e
HBE AR R CAREBR T A




B (min) | A(%) | B(%) || *&EHAEA
0.0—>2.0 | 20>35 | 80— 65 P (min) | A (%) B (%)
2.0—>6.0 | 35> 50 | 65— 50 0.0 >20 | 20> 35 | 80 > 65
6.0 > 10.0 | 50 > 55 | 50 > 45 20560 | 35—>50 | 65— 50
10.0 > 10.2| 55— 20 | 45 > 80 6.0 > 10.0 | 50 > 55 | 50 > 45
10.2 > 12.0| 20 - 20 | 80 — 80 10.0 > 10.2] 55— 20 | 45 > 80
7% 407 i& © 0.2 mL/min - 10.2 - 12.0] 20 > 20 | 80 — 80
A~ F T 10uL - #F o 4piniE ¢ 0.2 mL/min -
*£ g T B (Capillary voltage) - 0.6 | i » & : 10 pL -

kV o

#w + R F & (Ion source
temperature) - 150°C -

B+ i 5% D ESIE g3 o

% ¥ 4 4z B R (Desolvation
temperature) : 500°C -

% B4 47w i (Desolvation flow) :
1000 Lt/hr -

RS 0 % £ F & R (multiple
reaction monitoring, MRM) - 1§ ;g &
+ ¥ - 2444 T /R (cone voltage)

£ g T B (Capillary voltage) : 0.6
kV o

w3 R OE R
temperature) - 150°C -
B ¥ 4 4t i R (Desolvation
temperature) - 500°C

% -3 ik (Desolvation flow) :
1000 L/hr -

wmopHCsS 0 5 & K i p (multiple
reaction monitoring, MRM) = 1 jp] &t
% ~ ik 44 7 /& (cone voltage) £ wi
.7t £ (collision energy)4-™ % o

(Ion  source

4 it £ (collision energy)4c-™ % o
¥ I B4 g
o | BT (me>| TR AR
AbdFmz) | (V) | (V)
7% | 320 > 302* 40 24
4% | 320>162 40 44
**%@4%

FERG o) B A E VA L BT 2=
Trri * 2 KRB WA L2 BT
o

29, #FuE%E Rl
HREEPRRE AT T REER
SN [V IT) DEPARS P AP 2 3
BEH &Y o R28.&IFEREA
ﬁiﬁﬁﬁ?éﬁiﬁﬁiﬁﬁﬁ
MEREZFTRETFE LR
EREELEE Sk A o M
THFENA RN PR F
7 £ (ugke) :

Jfﬁo?f' PRk E 2 7 % (ugke) =
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o lafaimr) | RT X

my | SN

4% | 320>162 | 40 | 44
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29, #EWHFE%E 7 EPIE

HAEE PR E B R 2 10ul,
A WL N R AR R AT P B E A 4T
&P 0 R2.8. Frua—l—tirrév\#’? j*%ﬁ
e B R IR % T iR FoL g 2

WA F 2R

CxV

M
Czﬁﬁﬁ‘r‘rk[ﬁaﬁ B R
#9%% % 2.k & (ng/mL)

B2 3E€F R ,L;TE*J?J#E'%%E*%}%.
Mgw)2 > ¥ RTrE N R %
e 7954 % 7 £(ppb) ¢

WA PRE F 2 7 E (ppb) =
CxV

M

Cid AF T RBERARLTRRY
P9k & % 2.k & (ng/mL)

Vi et 2 F 2 A (mL)
M-E‘ﬁ’ﬂ\*‘f%ﬁ*ﬁ’ £E(g)




Vi *"”"A‘;’i‘?’f (mL)
M: P&tttz £ £(g)

IAPHAES B AR TS g
LRI HZ L% G fitpiga #

LRSS R Y LA HE | (=100%) o FFH FlACT

TE Hp+ er ARG fEARE A )| AP BT W R (%) | B E(%)
(£100%) = % 3% & Fl4e ™ ¢ > 50 £ 20

AR AT 5% R (%) | 3 7 #B%) | || >20~50 £25

> 50 + 20 >10~20 +30
>20~50 +25 < 10 +50

> 10~20 +30 HIL

<10 +50 1. %% > 22 % 18 5250
= ppb -

I 24 5%> 22 T E®'TL250 2. 857 3 RERFLEE 2T
ug/kg e P B p AR o
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