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& ER LCMS/MS ERIMAREIRSER (STX) . BERFREAERER (dSTX) « IABEKREER (NE0) . HERRENaERS

£ (doNEO) « BIREER (GTX1 ~4) . BEREES
EXMERENGEIT O
@ FEEEM LC BRI 15 9% 1 REVRES o

£ (A1 ~2) . HEPHERDESERE (dcGTX2. dcGTX3) F 124

Gy

MASRTEHWENE (B, B, HiFE) BRES
ERER, AEARNRESEMTEN, AXEAXLEFENNE
AIRERHIARSER, RIBPSERTE, NESEHNESH
MEBR. FEMNRESE. HEMNLSE, CIZHREMNE
55%, HAUUNASERTERHMEE NSNS SIS
5iEn, HEREERHSNERAD N,

BARBEERIEEXSET NEASRNEXRSME. KE
PR{EE (015F3H 6 HRLAX 0306 5 15) . HPME, WE
METBABFAESURSEN NN MEENRSERST 4
INREBAI/ R, BIEUNESEARSTF0.16 mg AL E /T
Foo ZRMEMMLZSRMREEE T CXS 292-2008 A HAREM
EC 853/2004 3£ MBIATAE(E 800 ug STXe2HC| HE /T2, B,
MBS EXSRNONAEZNESERE, SIRIE 2015 F
3B 6 HERK 0306 % 3 Si@%, BEEHNASENKRNET
FEAERA LC-MS/MS NEBETHMN. B—FHE, RMKFEETF
HtEENER, EESEMNHEIE, MMEMENXSR0N
R AR S EBTIRNE, HMmiEETE SR,

Efr L, FREENESENWNEAEZETEER/MH: —FHEE
KIBEFFMMARZIES (1SSO) #ENFFENL - KARNBERE
3% (J. AOAC Int. 2011, 94, 1154-1176), ZFEBEIMNE K.
EESIMX. MEERM; S—MUZ 2019 F 1 ARAKE
BASEAE (Offical Reference Method) BIFEFIE 1Y, - T LA
WA A (AOAC 2005.06), ZAEWEE. B/RE. BEF.
FAZFERXH. BTFSRREERE (HPLC) RAM D IFIRIE
FRAES, EEREFET ERFKEEERGIE (HILIC) B
R LC-MS/MS 35 ', 2018 £, B 21 RMMBMHALETE
BRAEIAE ), 4 HPLC 355, BRURBEIE - BRI (LC-MS/
MS) A ERER,

AXENAERFEKEEEREIE - BRI EANEEBN
BB TR,

AEEERNEN

BRIEEE (STX) WEREWNE 1 iz, |
DAEES MEMEMNEE, MR R & |
SZEIAMY, R2F R3 FREAEREOLMY,
R4 IS B &5 FAR SRS L5 M 2D,

1 STX Bas&Ey

R 1FARAMFENLRSERXOD FHED, R1-4 (R
NEEREAMSELERTF (TeF. SHEUHE—MMRHSENE
RARESH TEF 185kfE, BLEERETEMR,.

BT X LAFRTE STX. dcNEO. dcGTX2. dcGTX3 BItTE M,
IR FXESRNE, EREBREMERNEWEMNEER
LRIRDEZHITITE. R 100 “RAEY JAS—MERKE
IAERT R BIROE B R

=& 1 RREMENRB RS FMEHOE EEEREEAM TEF

EH ESCSZ) R1 R2 R3 R4 TEF  BAY
C H H 0SO5 | COCONHSO; | 0.01  Cl1
p— C2 H 0505 H COCONHSOy | 01 (2
c3 OH H 0S0;5" | COCONHSO5 | 0.02
c4 OH 0505 H COCONHSO5 | 0.1
dcGTX2 H H 0505 CH,0H 02 GTX2
dcGTX3 H 0505 H CH,0H 0.4 GTX3
GTX1 OH H 0505 COCONH, 1.0 GTX1
6Txs GTX2 H H 0505 COCONH, 0.4 GTX2
GTX3 H 0505 H COCONH, 0.6 GTX3
GTX4 OH 0505 H COCONH, 0.7 GTX4
GTX5 H H H COCONHSO3’ 0.1
GTX6 OH H H COCONHSOy | 0.1
deSTX H H H CH,0H 1.0 dcSTX
STy STX H H H COCONH, 1.0 dcSTX
NEO OH H H COCONH, 1.0 NEO
deNEO OH H H CH,0H 0.4 NEO

DsiF

R 2 FiR 73 LC R MS 9T 51
=2 D&M

HPLC ] (Nexera™)

BigE CFEKVER (HILIC) &3EE/Amide™
(100 mm x 2.1 mm, 1.7pm)
Tmahi ©A) 0.015% FE2+0.015% &K
B) 0.01% FERZBEA®R K=7:3

R : 60°C

priz =3 22l

BlEliER e min) | R (mUmin) | ARE (%) | BREE (%)
5.00 0.4 2 98
8.50 0.4 50 50
10.00 0.6 50 50
10.10 0.6 2 98
15.00 0.6 2 98

[MS 4] (LCMS™-8060NX)

BFK : ESIE&fA

EOBE S +1kV &-1kV

HFREBE © 42 kV &2 kV

EN[RE © 3 U/min

MASR=E 15 Umin

FIRSRE : 3 /min

IF/DU/HB ;B : 300/250/400 °C

CIb |&EH : 270kPa

ESI REHUE © +4mm =

O
]
%
ok
x
g
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W MRM &k

FERUEYH MRM SHUINK 3 Fim. RIBIRESHE, @&
FRIEGRITHIRET, 3 12 LS REHITH.

£ 3 MRM &%k
: — —
545 ﬁ(?;::'f] W | MRMEE 1 mﬁf;i MARM 38 2 m*:évﬁ;i
STX 8.94 + 300.1>204.1 -20 300.1>138.0 -20
NEO 8.95 + 316.1>126.1 -24 316.1>220.1 =22
dcSTX 8.94 + 257.1>126.1 -22 257.1>220.1 -35
dcNEO 9.06 + 273.1>126.1 -20 273.1>225.1 -20
dcGTX2 7.08 - 351.1>164.0 20 351.1>333.1 20
dcGTX3 7.66 + 353.1>255.1 -20
GTX1 7.1 - 410.1>367.1 18 410.1>349.1 20
GTX2 6.80 - 394.1>351.1 19 394.1>333.1 22
GTX3 7.65 + 396.1>298.1 -18
GTX4 7.76 + 412.1>314.1 -18
l 3.68 - 474.1>122.0 33 474.1>351.1 25
Cc2 4.33 + 396.1>298.1 -23

W ol ikIE

2 R A mEl A ERRAR. RAT ARG A ZRIR
BURMERBRIREUE, HX XM EHTT .

B SREE N LSRN TRSRERZRIEICE, M
BRIRBEN B A ER#TRVN RS AR A .

H¥Mm5g
<&— ZBE: 1% B2 5 mL
\ EhESE: 1 mol/L ThE2 5 mL
ZEEY

v

InFHRRS 5 min

v

SA
=4

v
BOHE
v

&%, JAEPH|1 mL+5pL 25% &K

\l/ ENVI-carb SPE 150 mL
3= KBTS
IR ZEEY &2 mLTJ1°/u ZEMZBE k=14
\l/ 2 mL0.025% &k

BEFzER | 04mt

F3 0.4 mL K&

N 2 mL

B |srozmemzmoketa
\l/ =1 4

SRR 0.1 mL
W &— 03mLZHE

LC-MS/MS JZE

2 AR IRIRIE

W BRERSEA (STXs) HEIEE

ERZRRENZELEESERIERE, RUINNESEH
MRM EIEENE 3 Fim. REMPRERSNERE GTX2, H
RH STXo

Cl1x10
m/z 474.10>122.00(-)

C2x 10

m/z 396.10>298.10(+)

GTX2 x 0.1
m/z 394.10>351.10(-)

dcGTX2
m/z 351.10>164.00(-)

GTX1

m/z 410.10>367.10(-)

m/z 396.10>298.10(+) ||

m/z 412.10>314.10(+)

dcGTX3 /77/{ ?SB.W 0>255.10(+)

m/z 300.10>138.00(+) STX

NEO
m/z 316.10>220.10(+)

dcSTX
m/z 257.10>126.10(+)

dcNEO

m/z 273.10>126.10(+)

3.0 4.0 5.0 6.0 7.0 8.0 9.0 min

3 BRI STXs B9 MRM B3]
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3HESEN MY EHLNE 4FiR. SEERE
&M RE S RESEERE 039 ~3.09 ng/mL 28], HBYFHEE
MREESEE 0.0004 ~ 0.0031 mg/kge XAREKTEARKRMETF CXS

EEHRP, WFREREERENSRDNTYRATRE
IERNSRREMLHITERTE (BX1) b, STX
dcNEO. dcGTX2. dcGTX3 Z35UfER deSTX. NEO. GTX2. GTX3

292-2008 SEEARAEMTER 0.01 ~ 0.1mgrkg e HPRKE, BB TIT
GTX1 2500000 C1 500000
y =37699x +5080.1 @ y=15086x+10.347 @
2000000 R1=00988 400000 00008
821500000 i < 300000
=l =
% 1000000 o # 100000 .
so0000 | .® 100000 K
0 @& o &
0 20 40 60 0 10 20 30
RE (ng/mL) RE (ng/mL)
GTX2 60000
600000 | ¥ =31490x+47938 @ €2 y = 11204x + 5871.7 .
R2=0.999
40000 R? = 0.9941
8400000 . &
- 20000 ’
200000 - )
[ J
0 0
0 10 20 0 2
R (ng/mL) RE (ng/mL)
GTX3 600000 NEO 2000000
y=72301x+11207  .@® y = 34905x - 7542.8
R2=09992 . 1500000 2
400000 B R? =0.9992
He He
1=} I
5 . & 1000000 -
200000 o
' 500000 .
0 ¢ 0 L@
0 2 4 6 0 20 40
RE (ng/mL) RE (ng/mL)
1000000 dcSTX
GTXxa y=39247x + 88454 @ 1000000 | y=115898x+2936.6 ¢
800000 R?=09995 . R?=09997 .
_ 600000 ) :
iz} o l§ 500000 e
@ 400000 - i -
200000 Rl e
0 ) o @
0 10 20 0 5
R (ng/mL) RE (ng/mL)

4 BEFRDTYHIR L
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NEELS

TG 5 MESHEIER (A~E) FIFHE STXH STX KM
. B SFImAHRPERNTRELER. I, EB3hEmAL
MAHEIEIEE,

EERNAMERETLES AR, BT/ RSEANNER
RECEFISEBERERR. XAIBER A FEEMARBRRIVAT,
pHIBEEAR S, EMRZEMIEINERRE. ERMLESIEN,

L FEERKRRA, EEA LC-MS/MS 38, ZERIREUEEES
HRILE, EEENTEARNA “ESENEEE (g STX eg/
0) = ESEMTEEME (ng/g) X SHLUERTF (TEF) X GHEBREER
“HBRENSTFE - FEHTFE

2000 m STX

1800 = dcSTC

1600 NEO

1400 deNEO
5 1200 u GTX1
5
E 1000 u GTX2
£ 800 - mdcGTX2
a e |
% - — u GTX3

400 — [ | -_
— ———— mGTX4
200 —
l- mm Bm Bm BE -
0 C
u(C2
BER EhER BER EhER ERER EhER EEER ZhER ERER EhER
A B ¥ C H#&mD HamE
55 MEREELERILKR
W&t
—|:|1

WU EANBT REAFEKERERE (HILIC) B LC-MS/MS SEIEARE
BUNLSENNEDITE, AIBERNNESHIRN, Z5EFER
fBIEEMY LC R4, AJ7E 10 min ASERNEZZNBRBEE S .

MR AR EUE, RIMCBRREUVERBIERTE LC-MS/MS
INUERFHITE N RELIE,

2020 10 B, BRER@E WTO B RMA AT T SPSBIR.
ePing (epingalert.org)

FARER, ZREEN O, MARYE (EU) 2019 627 B9
ERNKBAZENWE AN AR E M 02 E K [Paralytic
Shellfish Poison (PSP)]o

Itoh, RREBRERRGBNUEIITEN, BNFALRESEN
K EREB W Z TR E T ERNIFR,

LCMS B Nexera 2 &2 HIEFF R 1 7E B A R EMERFER T

SE R

[1] Boundy M. et al., J. Chromatography A, 1387, 1-12 (2015).
[2] A. D. Turner et al., J. AOAC Int., 98, 3, 609-621 (2015).

[3] A. D. Turner et al., J. AOAC Int., 103, 2, 533-562 (2020).
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