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A 1Y R AME D AT £ R, A, alise
(1. B AT DA 5B 421001; 2. I BE R H b th.c, R 518055)

W OE: BM 87 M S SR 0 - 5 BT Ik (ultra performance liquid chromatography-tandem mass
spectrometry, UPLC-MS/MS) [A] Bl 2 X7 DUS HR 13 FBREE U1 288 & (paralytic shellfish poisoning toxins,
PSTS)MY k. sk T CBR/KISRARIU I S Fh il PSTs, & LR ZHERIRZY, SR )G A 521k bk 2 [ A AL U 44k,
K UPLC BEH Amide {4 HE(100 mm>2.1 mm, 1.7 pm)J38, HUBESE IE 612512 S oA AR RGN, S
JEVCRC ISR i . SRR 13 Bl PSTs YLkt r AR OC R BN R T 0.998, & HEFR Ky 2~20 pg/kg, TG I
SERT . ATUERERR OB ULSE R A ECR A 92.2%~122% ., 106%~129% . 107%~144%, ARXTHRMEN 2215/ F
1%, #3270 T 100 3 DUEFE St PSTs (G, A 30 f3FEdh . 5 Fl PSTs A, S a4 2 4 (saxitoxin
equivalent, STXeq)H 10.0~159 pg/kg. & ATriERBUER, BA RGP EBINE, of LI E e i 13 Ff
PSTs, i& 1T D12 PSTs i) H % il .
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bivalve by ultra performance liquid chromatography-tandem
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ABSTRACT: Objective To establish a method for simultaneous determination of 13 kinds of paralytic shellfish
toxins (PSTs) in bivalve by ultra performance liquid chromatography-tandem mass spectrometry (UPLC-MS/MS).
Methods PSTs in shellfish were extracted with aqueous acetic acid aqueous solution, purified by ethyl acetate, and
then it was purified with a graphitized carbon black solid phase extraction column. The samples were separated by
UPLC BEH Amide column (100 mmx2.1 mm, 1.7 um), simultaneously detected in negative ion multiple reaction

monitoring mode (MRM), and quantified by matrix curve external standard method. Results The linear correlation
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coefficients (r) of 13 PSTs were all greater than 0.998, and the limits of quantitation were 2—-20 pg/kg. The average

recoveries of PTS in the shellfish matrix, oyster matrix and scallop matrix were 92.2%-122%, 106%—-129% and

107%—144%. The relative standard deviations were less than 11%. The method was applied to the detection of PSTs

in 100 shellfish samples. A total of 30 samples and 5 kinds of PSTs were detected. The total toxicity (STXeq) was

10.0-159 pg/kg. Conclusion This method has high sensitivity and good reproducibility, can accurately qualitatively

quantify 13 kinds of PSTs, and is suitable for daily monitoring of PSTs in shellfish.

KEY WORDS: paralytic shellfish poisoning toxins; ultra performance liquid chromatography-tandem mass

spectrometry; matrix effect; shellfish

0 51 &

R B D1 2855 2% (paralytic shellfish poisoning toxins,
PSTs) /&2 R AN R R, FEEHVHILREER
Hge U2 HEtewE 7 30 SRR R0, fi sk
AL, B2 3 2 HEPREAER, uiEaBnER
(saxitoxin, STX) . #4154 7 2 (neosaxitoxin, NEO)FI T4
P 7% & 4 (gonyautoxins, GTX); MEAFEFBRRHER, &
FE A B Bl B 7 J5 18 % & (decarbamoyl-saxitoxin,
deSTX) . B &4 2 Mt 2L B 78 3 B K 41 (decarbamoyl-
donyautoxins, dcGTX1-4)F1i & 5 BE A A I B &R
(decarbamoyl-neosaxitoxin, dcNEO); N-Tifi b il 5k F Sk 2k
#E, 35 Cl. C2. GTX5(B1). GTX6(B2)™,

PSTs LI, 4340 T R X, 25347 5 i
JULEERRM-RKNAKFERT, EERAHS. H
PR i sy . R DAHSRRKAXT PSTs i R &
fE 800 STXeq pg/kg™™, MW HEEHATENRIE, ZH
UL PR FHpp 28 RRELRE AR, ™ AT S SO R RIME SR TS, B
RS R MR d 251, BT DL il B AT PSTs g
BV E RS, X D12 PSTs iy Widas &+ wh B i)

/N AW (mouse bioassay, MBA)JE [E bR 43Tk 22 5%
P23 (Association of Official Analytical Chemisys, AOAC)K:
I PSTs Y2 My 30 (HZ 0 s Sk 22, AREE 4
T A& i, HATAE Sh (e Py ) 01 | IR Gy W
#:(enzyme-linked immunosorbent assay, ELISA)#AF 75 12 1]
P, EIE 5 B PP R 45 R0 ROk ik
(high performance liquid chromatography, HPLC)E % R L,
{HRTAL AT 7% | T 20K PSTs EATATAE AL, [R50 SEAa At LA
A FURERHE A T I e A5 TRR €33 - ER IS AR (high
performance liquid chromatography-tandem mass
spectrometry, HPLC-MS/MS)IUFR#M 13X —Hk o5, 1% 7 15
P, RERSMERE R R,

FE GB 5009.213-2016 (£l a5 bnE V2
JRRIEEYE DU 2K 35 K M5 ) # LC-MS/MS 4R PSTs H L
hb G A E AR R I vk, B R BB R4S 10 Bl PSTs, il
ERAE D, AW N T A WA A ArAb B

FAFSE D AT, LT RO A (3 - R B BT T
¥ (ultra performance liquid chromatography-tandem mass
spectrometry, UPLC-MS/MS), [H]BJ 4l 13 F# PSTs, LIIN
DU AR I 42 BVt P S AR DN 0 3k, DRIGET 2% & 1Y
B4,

1 MRI5R%

L1 {(F5RF

API QTRAP 4500 HRIKFTiE{L(EE AB SCIEX 2
r]); Shimadzu LC-20A = S0BAH (4 354X (H A 8 HEA w);
Beckman Avanti J-26XP %R & 5O ML (3 [ U 78 2
Fl); XS205 At E RVt Mettler Toledo 2 Hl);
Milli-Q 1Q 7000 & 4l /K ¥l (3£ E Millipore 2 7l );
Centrifuge 5424R 5 2 5 % & .0 HL(FE [E Eppendorf 23 7));
Multi reax §i % # (74 [ Heidolph 23 w]); ED115 HL4 (7 =
Binder /A w); [E A A BUH: (ENVI-Carb™ 250 mg/3 mL,
3 [# Supelco 23 F).

A HI(NaOH) . ER/R (HCD) (4hHrdl, T MALE2
Al);, LIE. R, CROER. Wi, Wik, 1
E CNW AR, =HF b, IECki(hibal, EEER K
R A H); ZK(©25%, ke, dbatil &Ry A FE);
S K R AR Al K (L B #E>18 MQ-em)o

e S A B WA B 2 [ osaxitoxin, STX, (66.3+
1.4) pmol/L] . #F A1 i Uy B % [neosaxitoxin, NEO,
(65.1£2.1) umol/L] . M & W Bt 2 A v s #F £
[decarbamoyl-saxitoxin, dcSTX, (65.0+1.8) umol/L]. M4
Mk 385 1 55 1R # K [decarbamoylsaxitoxin, decNEO,
(30.4+1.7) pmol/L] . B 2 F Mt 2L B W W B8 %
2&3[decarbamoyl-gonyautoxin 2&3, dcGTX2&3, (100.1+
7.0) pumol/L & (29.4£2.1) pmol/L] . B ¥ 3 &

1&4[gonyautoxin 1&4, GTX1&4, (51.2£1.7) umol/L &
(18.0£0.9) umol/L]. JEIH#E R K 2&3[gonyautoxin 2&3,

GTX2&3, (102.6+4.0) pmol/L & (43.5+2.9) pmol/L]. K4
¥ 7 2 S[gonyautoxin 5, GTXS, (55.7+2.7) umol/L]. N-
1 Wt 2 P OBt 28 % K 1&2[N-sulfocarbamoylC1&2,
(113.443.6) pmol/L &( 33.9+2.8) umol/L](IN % K H % i
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R HOD) . W 1mL F 15 mL E0ER &
SCEREE SR T AR U IR T T G DL | AR Be DL (3)4rfk
1.2 S ¥ 2 mL 4B LB INAZER LI 15 mL #0048,

121 mE TR HETRA) 1 min, 6000 r/min 553 B5.0> 5 min, ## S min, 3¢
2. B N N
PSTs A BRIEN I 4 A BRI STX 100y, CTRCHRZ. AJZIMA S L ZUKIR2), 0.5 mL &L
b} 3 - 3 } /% =
NEO 200 uL. deSTX 500 uL. deNEO 400 uL. deGTX2&3 o in 1L Carb-SPE FATFHUAEHIINA 2 mL £ .2 mL
S A~ 7 [= e s
200 UL . GTX26&3 100 uL . GTX1&4 200 uL. GTX5 100y, 20%LM/K- 0.8%LFA 2 mL 0.19%%UK 1% k), IEJESF

C1&2 100 uL F 2 mL Akt s, F 4 colkfipim, T AL mL 5% ZIRKER(E 0.25% M m)il,
1%Z BKHHE BT mL Z BT 100 mL e, i HRUEBERC 15000 omin S0 . 10 min, BB SR
A ALK EZR 2 100 mL, N
75% 2, I 7K (0.25% F R ) % Wi : B 75 mL 2 iE A 123 &AR &3-S BT 51+
24.75 mL #B4K, 1A 250 uL FIARIR A . (WA R A
20% 2. I K (0.8% 2. ) W i : B 20 mL 2 Ji§ Al ACQUITY UPLC BEH Amide A% 4 (100 mmx
79.2 mL #E4IK, fIA 0.8 mL ZFRIRA]. 2.1 mm, 1.7 pm, [ Waters A7), FEii 40 °C, Uik
0.1%E AV B 0.4 mL ZATF 100 mL g5fep, 04 mb/min, BEFEEE 10 uLo SIAH: (E/BE A
IAEAE7K 2 100 mL. 0.5 mmol/L HEREEAN 0.04%H BR/K ¥, B WAL LM« YR
122 HaaT4z B 0~2 min, 20% A; 2.1 min~6.0 min, 20%~70% A;
(1) RAE AR i 25 6.1 min~8.0 min, 70% A; 8.1 min~10 min, 70%~20% A;
LRI DL . 5 DL R WA i K R T, 7RI 10.1 min~12 min, 20%A .
HSERE LY, R TS PR, SIBLSIK . 4520 °C QB
TRAFE B FUR Ay HL I 5E B9 7 UF (electrospray ionization, ESI),
2)Fh SR 22 K% Wi il (multiple reaction monitoring, MRM), 1E 7

WERFRIURE A1 5.00 ¢ F 50 mL B.OASH, A S mL B FRIBSRAR, WSl 5500 V RI-4500 V, <7
1% TRKVEWR, IRIEIRA 5 min, LA 105 °CHLFE S 0.3 MPa, PN 55 psi, IR 55 psi, BEfESRE
10 min; Ji/K T, 6000 r/min 5% 5.0 10 min, B rhak B FIRIRE 550 °C, HiSEE 1,

®1 BHREMENESERESTSH

Table 1 Mass spectrometric analysis parameters of 13 paralytic shellfish poisoning toxins

AR iL/] B (m/z) FET(m/z) EN L iNiNAY ATTHLE/V En G ENAAY A 28 H 1 R/ V
300 204.17 30 10 31 14
STX
300 138.1 30 10 36 9
257 126.0° 30 10 27 8
deSTX
257 239.1 30 10 22 15
316 298.1" 30 10 25 12
NEO
316 220.1 30 10 32 12
273 126.0° 30 10 29 8
dcNEO
273 238.1 30 10 29 8
380.1 300.1° 40 10 21 15
GTX5
380.1 204.1 40 10 38 15
410.1 367.1° -70 -10 -20 ~12
GTX1
410.1 349.0 -70 -10 -28 ~12
410.1 349.0° -70 -10 -28 -12
GTX4

410.1 367.1 -70 -10 -20 -12
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X it BEBSF(m/2) F BT (m/z) LRV ATTHLE/V Rl AR LR/ V R A 58 Y R RV
394.1 333.17 -70 -10 -28 -1
GTX3
394.1 351.2 -70 -10 -22 -1
394.1 351.2° -70 -10 22 ~11
GTX2
394.1 333.1 -70 -10 -28 -11
351 164.0° -70 -10 -38 -5
dcGTX3
351 333.0 -70 -10 -23 -10
351 333.0° -70 -10 -23 -10
deGTX2
351 164.0 -70 -10 -38 -5
474 394.1" -70 -10 -27 -15
C1
474 351.1 -70 -10 -30 -15
474 351.1° -70 -10 -30 -15
c2
474 394.1 -70 -10 -27 -15
= ERE T,
. 1.7 pm)!, @IS pH WS RIATE, 76 2~11 ZJ8], XFER
2 GRS T 2475, Bk, RERTACHLE SN PSTS.
. 2.2.2 ARHABEHKAL
21 RS A ik

W S KRR 10 f509 PSTs TRA bR LA
7 uL/min (30 TS HE SR, 43500 DA TE B S X
FAHEAT L B (B ) FIRE R B 1 (F B ). fE 23X
T, STX. deSTX. NEO. GTX5 Fl deNEO 3% 5 Fhig 2 7E
B PR REUE S, TERMH] B 4 XA 435
Motk GTX1&4, GTX2&3. deGTX2&3. Cl&2, TEM BT
FER R A A, TR M-H] BE .

TERFRIRRERRE RN, 0BT 8D, GTX1&4.
GTX2&3 Fl C2&2 FE AR TRk L —4F 7K .-NHCO,
-H,0-NHCO 5 -SO; % i B F, deGTX2&3 F2 27 A b
T2:2:-S03, -NH3, -HNCNH 2585 J 85 717, i 1E 85 7 n]
W RFAKSF BI . BRI B A T,
TRl b B E . REERE RS 13 F PSTs & FXF 1
MRM Z%%. E41 MRM 28000 1.

22 BIEEHMHK
221 GEAEN®‘E

PSTs J&fm ERMEAKIE LGS, SRR,
HA 4 XFEGFME, N TRSSENY S EE, SR
TG ETERE USRI S AR VRS B R O .
FH 0 35 A Ry S KO B TE I S e s b, AP RGER T
ACQUITY UPLC BEH Amide f@i%#:(100 mmx2.1 mm,

PSTs 7ELL/K ML LG T, 5 Sk ik GTX1/4,
GTX2&3. dcGTX2&3 438 & s W E AN FIREAZSS Y | jiFkE
WHSEEZRTEARENIS, AR FEME. ik, A
30 3 H TR I S A HOIn AR [ HR BE B F R AL A 0.04% 1)
FERRT 13 Fh PSTs MG 1EFR, PSSR hEh X 7] 4 F A 43
B AR B SRR B s . R 1 ATLAE H,
TR £ 1% FEAIK(0.1~0.3 mmol/L)}, NEO, deNEO, GTX5 & 4
Xof [ 73 SR PR R WL s, L[] 43 SR A o0 i R o 1T 2
FERE M 4 0.5 mmol/L B[R4 AR B fase i H.
WERBUE RS . BILER G 0T, AR i shAd B R gk
B4 0.5 mmol/L. &2 4 13 F PSTs 7E &I s AH T i D1 K&
B ) MRM 38 (3% ]

2.3 EIRCIBRMHME
2.3.1 FEIEBRMA

DIZRELFAE 2., N T REW R AT RELBRIRBUK T304
5, FERFA VA FRORZER R T AR e R DRI

HIA 100 pLIRAFRAR, HLEG DUSETH 13 F1 PSTs ZEAI
HEEUARIRTERBUAR RO B3R . RO . &b, 1E
b 5 FiESL T HIEEFRI S, 28R 3. fELRR MR
UG, T s, SO RE, PSTs AYIETRAYG =,
UEHXTF—2E DB F AR DL, ZBRZBE T LA SI I 8 L4400
R, PUHASIFSE RIAC B F 2,18 2 BE AR B AR AL SRBUR
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2.4x105
* =2 0.1 mmol/LF g%k
2x106 |- 1, vzzz ().2 mmol/LF BR%ER
o1 | &= (.3 mmol/L F iRk
1.6%10° - : ! h OO0 0.4 mmol/L P ik
- {égf : : = (.5 mmol/LF R
= 12100 |- ol ! | lhe | S 1 mmol/LF g
o : 17k : - - :
8x10° il : :
: § e R gL
4x10° I ' 106 HES [ : N B b :
: i H {AEHEN 1OHHRN © EE[ :
: | | E V| 1
i H HEN | - \ BN 1 N ! \
(B H HEE]IQEN Eaﬁﬁﬁ i BN [- g S LIARIH S HE ORI [ 1UF Eﬂm
STX dcSTX NEO deNEO GTX5 GTX2 GTXI1 deGT Cl GTX3 GTX4 deGTX3 C2
13FPSTs
Bl 1 13 Fh PSTs AR FE A i i B (n=3)
Fig.l Peak areas of 13 PSTs in different mobile phases(n=3)
3.8¢e4 3.0e4
i ~ il /
% dcGTX2 o GTX2
Z 2 .0e4 deGTX3 B
g~ % é 1.5e4 _ GTX3
1 2 3 4 5 6 7 8 9 10 11 12 1 2 3 4 5 6 7 8 9 10 11 12
A 1] /min Bsf ] /min
5.5¢4 1.6e4
E25e4 OTXIN g ci
- GTX4 & N s c2
r 2 3 4 5 6 7 8 9 10 11 12 1 2 3 4 5 6 7 8 9 10 11 12
Bif 18] /min B} 18] /min
5.9¢4
! 8.9¢4
2 = deNEO
= g c
dcSTX e
E 3.0e4 By
Lﬁ 4.5¢4
ol J)JM_ A

1 2 3 4 5 6 7 8 9 10 11 12 1 2 3 4 5 6 7 8 9 10 11 12
Fisf ] /min fisf 8] /min

H: GTX1&4 WRE N 27.7&8.72 pg/L, GTX2&3 W JE K 24.0&10.2 pug/L, C1&2 W E N 24.9&9.29 pg/L, dcGTX2&3 W N 42.6& 12.5 pg/L,
STX. neoSTX. dcSTX. deNEO. GTXS WeJE/50y: 24.7, 253, 53.5. 21.0, 13.9 ug/L,
B2 MaDI3EFH 13 Fl PSTs (il

Fig.2 Chromatograms of 13 PSTs in mussel matrix
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4.4ed
4.7¢4
E%( % GTX5
i STX o
= =
2 2.4ed 2 2204
o\ .
1 2 3 4 5 6 7 8 9 10 11 12 1 2 3 4 5 6 7 8 9 10 11 12
it [E] /min it ] /min
2.5¢4
i
bl
2‘
Li 1.2¢4 LJ -~ NEO

1 2 3 4 5 6 7 8 9 10 11 12
fisf [A] /min

W GTX1&4 HJEHy 27.7&8.72 pg/L, GTX2&3 HeJEH 24.0&10.2 pg/L, C1&2 HeE N 24.9&9.29 pg/L, dcGTX2&3 WeJEH 42.6& 12.5 pg/L,
STX. neoSTX. deSTX. dcNEO. GTXS B/l h: 24.7, 25.3. 53.5. 21.0, 13.9 pg/L,
B 2(5%) MRDIELE P 13 B PSTs i &l

Fig.2 Chromatograms of 13 PSTs in mussel matrix

1.2x10°
= A
8x10° - B
& W =
= fAE O HE D
ol i i E
4x10° | A : :
bl R R OE 0
STX deSTX NEO dcNEO GTX5 GTX2 GTX1 deGTX2 C1  GTX3 GTX4 deGTX3 C2
13FHPSTs
TE: A $2 UK, B: CRRCTE+AE T C: LR LB, D: i B IECkE
3 AR LB (n=3)
Fig.3 Comparison of extraction solutions(n=3)
232 AEFHA (N
Wk % 5 R i o AR A BOA AL, BB R BR B R 233 BRBLIEF B HAL
eI, WD FE UM IR . ABFSE 4B LT Supelco T $&7% PSTs 1£ SPE H I BEMIACE, ABRX SPE

ENVI-Carb"®) | HLB"', C\s!''%0 Silica REBCHLFI ENVI-18  [VEBIAFIMEAFHEAL . AR PSTs MRtk 451 5R i #i 4l
[ A ZE O PSTs W 1 AR A Ik, B8 400 pL IR ARt K. 20%ZMEKGE 0.8%Z )M T5%ZIEK(E 0.25%
W 122 TR DU b, SEATRTAC IS BR, izl 5 Fi F ) ORI, 48 PSTs 76 3 Fhvgk Bt vk r o 17 88
AN[E SPE ki PSTs Mg, 45RME 4 s, & H & S AT PSTs £ 75% MG K (B 0.25% FF 1) g v 7 1
Supelco ENVI-Carb [E A ZE B FHLIG 10 Ff PSTs W 11 £ 5 M= T 20%L0EK(E 0.8% /), Hm sl am: i H
F4 4 F SPE ki, HBEREESCREL, %46 iR, Eitt, #HFE 75%CEKE 0.25% F B AR 7
54, KH Supelco ENVI-Carb [ AHZE BUR: g A 7 1k A4t B B
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% [a] IR A ) D1

Jerp 13 FRORRIEHE DU ST R 3471

4x10° -

T
%
2

T

| I )

| O

|

A

B Supelco ENVI-Carb
1 L0 HLB
ExZv Silica
— Cg,

ENVI-18

I ]

| ]

HEEE feen H1EE) EHEEE -

STX chTX NEO deNEO GTXS GTX2 GTXI1 deGTX2 Cl
13FPSTs

GTX3 GTX4 deGTX3 C2

&l 4 13 ) PSTs 7£ 5 i AS[6] SPE A iy i i FY(n=3)
Fig.4 Peak area of 13 PSPs on 5 different SPE columns(n=3)

1.2x10¢

T

8x10° -

TR AR

4x10° -

= 4fi7k
wzzz 20%Z.JiE-0.8%Z. K
e 75%Z,JE+0.25% F iR K

. IE 78 |

STX deSTX NEO deNEO GTX5 GTX2 GTX1 deGTX2 Cl
13R}PSTs

GTX3 GTX4 deGTX3 C2

Fls 3 R PSTs MR LA (n=3)
Fig.5 Comparison of peak area of PSTS in 3 kinds of eluents (n=3)

24 EFREWN

T AR RIAL R 75, ARGFFEE— 10 T IR
SRR B DL R BTN 1 KN e A BIR AN & PSTs 11923 EUIA
DUL hlm . B DUSERTA R, MERRASER AT IR SRR 1.
2. 4,10, 20, 40 1 100 pL FCiil—ZRFVHREE AL FRVCALbR
HERS, [ E K BCHI AR R 51, SR FHZe M Rl
FAB R BT SE s N A e o 1A TR0 (%o)=3
JB C T 2R Ak AR R 2 A% 100%, IZIESF T 100% 18
BN, BT EUET 10005 Fsdsm ek =021, g5
2 R, 3 Fl L A BRI L MO E A, TR D13
JEAM RN 16.7%~62.1%, 5K 12.0%~52.9%, 5l
6.89%~48.1%. i TI&A AN PSTs [Fl{0 2 NFRHGTH LB

JSE AR, AR B A 53 3 e B AU A5 T IR AR,
DA TR FHRERVC AR ZR, SMRIEE &

2.5 FERIZMSEE A H R

HERR L B F IR B FRUER TR 1. 10, 20,
40 F1 100 pL Bl — R 50 G L mr%uﬁ'am 3 A
FEFVCEC 2R, DA#E 2k B R R A bR, 04 TET R A
bR, 153 3 BRI PSTs MR ME 5. DL 3 (5 (5 0
Fe ARG B, 10 A5 15 M kb o B B, 45 30 45 R0 85 R 10 K
MR FIE R, 45005 3, 13 F PSTs ML PEJr B0k
PEAH S R B KT 0.998, HHWikH RN 1~5 pg/kg, &
HIR A 2~15 pg/kg, WHDFDES DA BN 2~8 pg/kg, %E
RN 4~20 pg/kg, UEBIZ IR RAF, REE R
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F2 3 FNAPHFREENRERNERYE(%)
Table 2 Matrix effects of paralytic shellfish toxins in 3 kinds of shellfish species(%)

PSTs i D W J N1
STX 23.7 15.9 16.4
deSTX 16.7 12.0 10.7
NEO 33.4 30.7 23.5
decNEO 25.5 253 7.29
GTX5 32.6 28.3 20.8
GTX2 37.1 333 21.8
GTX1 39.1 36.5 15.9
dcGTX2 25.5 25.5 10.9
Cl1 62.1 529 48.1
GTX3 27.8 14.9 6.89
GTX4 25.8 15.7 13.5
dcGTX3 27.6 20.9 21.4
2 453 35.4 16.4

2.6 ENEREZE

A3 B0 G DL R A B DL 3 AR DL R B n 40,
80. 200 pL IR A ARUER (6 M FAT), HAT K. . &
e BE B Il i S8, FEFRICAC MR AN PRIk E =, TR
P AE 3 LRI P i T2 Il 3, 250 L3R 4. TR
DUEE i PSTs 34 EIHR 92.2%~122%, 4155
P 3 AR 106%~129%, & DS o PSTs -1 [a]
WK A 107%~144%, A1 5T B 1 fi 2 (relative standard
deviation, RSD)HJ/NF 11%, Z ik HA BRI EMHE
FHET 1
2.7 EPREESINE

RAETT AR UHEIR T MR DURESL 47 O . AHWGRESY 29
By« A DURE S 24 0 o AW ST Tk TR, HEA 30
yRESL, 5 B PSTs Bk th o Forb s DURS i B e iy, oh 42%,
K 17 6 NEO. 4 ) deSTX, &&409 0 15.8~173,
20~24.2 pg/kg; HWEK 2K 17%, NEO, STX Fll deSTX
WA, &8N 16.8~54.8 . 152~16.1 . 29.3~
42.1 pg/kg; WU 0 21%, L 2 4y NEO. 1 4

deSTX. 2 3 deGTX2&3, 43I 12.0~52.8, 108,
49.5~125 Fl 15.4~44.2 pg/kg.

3L 4 PSTs X I B 7 M 3 R i i b 2
1 (saxitoxin equivalent, STXeq)!'®), STXeq 7£ 10.0~
159 pg/kg 2 [, A1 B PR AL 800 pg/kg STXeq”,
VLW 3 Bl D125 A2 %) PSTs AR5 Y . T 76 460 25
th, TRULAY PSTs #uih Ffwm, SdEMERIR, 5 R0EMH
25 YOG I T B DL S g 5 SR — B, R AT G LA
ETE R .

3 & i

A 38 5 5 1 AR RO AR S AR AR, B 13 b
PSTs 531 o DLALTT AL B AF AL 25 0F, b DR &
AR EE A RN, I a I Jo DU PE Y 2k SR i AT E Ry
Br, REUER, LM RLF AL BUMAR SR, [BIR
o, BBPRAE %07 I AR, R, ST
DUZEY™ b (RGN, A DL 2857 il 9 £ A 2 4 SR (I ME R ] 52
ARG A o
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4 13 5 PSTs 78 3 Fh DU o N i 2] YL 22 4 3o A R 2 (n=6)
Table 4 Recoveries and relative standard deviations of 13 kinds of PSTs in 3 kinds of shellfish(n=6)

Tt 01 W5 B
PSTs B /(ug/L)
BT 3 /% RSD/% [mTe 32 /% RSD/% EEEA RSD/%
9.87 121 2.38 118 3.26 119 5.64
STX 19.7 109 4.90 111 4.90 109 423
49.4 110 3.96 113 3.98 116 2.80
21.4 122 4.64 121 2.51 121 4.80
deSTX 42.8 111 4.54 116 2.10 113 2.72
107 108 2.76 111 3.63 111 2.69
10.1 116 8.43 127 4.50 144 3.75
NEO 20.2 115 5.19 125 2.79 129 3.22
50.5 112 5.24 122 4.85 122 2.57
8.40 922 5.78 123 5.26 107 8.02
dcNEO 16.8 108 7.28 115 4.05 113 5.82
42.0 112 3.23 117 5.03 115 3.95
5.54 119 4.85 129 7.03 127 3.64
GTXS5 11.1 111 1.81 119 3.75 122 2.86
27.7 111 3.47 119 1.90 116 1.51
9.61 122 4.12 116 5.00 121 5.42
GTX2 19.2 108 3.69 108 5.63 116 3.46
48.1 107 3.74 116 777 114 2.74
11.1 120 3.29 118 4.95 117 5.60
GTX1 222 108 2.63 106 3.80 121 422
55.4 104 2.39 110 3.96 117 2.33
17.0 121 2.51 126 3.39 128 3.89
dcGTX2 34.1 112 4.65 118 4.65 116 1.54
85.1 113 2.98 120 3.04 113 3.12
4.07 120 4.66 118 4.84 111 9.31
GTX3 8.15 110 10.6 114 5.30 112 5.60
20.4 108 2.18 115 5.58 112 474
3.49 119 4.85 125 479 121 3.79
GTX4 6.97 118 4.06 120 4.94 112 6.88
17.4 114 3.04 115 4.03 117 2.49
5.00 119 432 120 4.84 125 5.12
dcGTX3 10.0 115 5.70 107 6.74 111 5.40
25.0 109 7.21 108 4.68 122 5.53
12.4 119 3.46 117 479 117 3.92
Cl 249 110 435 115 3.97 115 7.57
62.2 107 427 110 3.58 117 3.83
3.72 108 7.69 112 9.24 119 6.76
c2 7.43 111 3.62 116 5.35 115 6.42

18.6 103 8.27 112 5.40 113 3.37
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