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ABSTRACT: Objective To investigate the species and pollution levels of typical marine neurotoxins in the South
China Sea, and provide technical means for pollution distribution and exposure assessment. Methods Solid phase
extraction combined with ultra performance liquid chromatography-tandem mass spectrometry (UPLC-MS/MS) was
used to detect saxitoxin (STX), neosaxitoxin (NEO), gonyautoxin (GTX-1, GTX-4, GTX-5), N-sulfocarbamoyltoxins
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2, dcGTX 3), tetrodotoxins (TTX) 12 kinds of marine neurotoxins were determined. The samples were quantified by
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external standard method. Results

In the concentration range of 1.2-50.0 pg/kg, 12 kinds of marine neurotoxins

showed a good linear relationship (R*=0.9990). Among 48 kinds of marine fish samples, 13 kinds of marine

neurotoxins were detected, and the average exposure levels in all provinces were within the safe range, suggesting the

potential acute exposure risk. Conclusion The UPLC-MS/MS trace detection technology for various marine

neurotoxins in seafood is established and applied to the assessment of toxin contamination characteristics and

exposure risk in the South China Sea, which provide technical support and theoretical basis for the detection and

control of marine neurotoxins in marine fish.
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HEE A W) RE R (V2R R ) BT IR NAATE R — 2%
RGP RRIRACEE A, — B A R ZU R, R ek
SRR AU R, DL S R SRR AR IR
HEAT o328, H WA DL 283 AT R DL 28 3 K (paralytic
shellfish poisoning, PSP) . i 5 1 Ul 2% # % (diarrhetic
shellfish poisoning, DSP) . %k 1Z 14 Ul 2% % % (amnescic
shellfish poisoning, ASP)FI#f £ 14 Il 255 &K (neurotoxic
shellfish poisoning, NSP)4%, Hrh, DSP 1l PSP fg i WE,
Rl DF ST AR BTER AR DR R R L B, A 1953
FET7 PAE TR AN 2 FR AR U o 2004 AEAERRAOAR T T
BT NURAEY TR R, dBE ERAR 22 (Food
and Agriculture Organization, FAO), 15 T4 414 (World
Health Organization, WHO) Fl B Jff [A] i ¥ 2% & 0t &
(Intergovernmental Oceanographic Commission, I0C)H:[R]2H
IR TR AR A Y BE 3R AR ML = S5 FpRs DL R
FOBH 4 R AR 2P A i B R (saxitoxin, STX)EL R
PR (domoic acid, DAL . I FH KR4 R 55 K (okadaic acid,
OAYAL | J5 £ W ¥ BR 5% K (azaspiracid, AZA) | %5 FH 9 3
# (brevetoxin, BTX)Z . Fj Il 8 % (pecenotoxin, PTX)4 | &F
B3 D1 75 2 (yessotoxin, YTX)Z] Al 3 W i 25 5 % (cyclic
imine, CI). [A]i, HFTH LAY L3R, STX Fl DA #5
WK, B A K PR D25 B8 2 (hydrophilic  shellfish
toxins)'; AN KIS N REBRYI T, HiETHEE. Lk
AP, ge—FRAE IR ¥ 1 D 25 % K (lipophilic
shellfish toxins)'. H 4k, 5 PSP & B L K 7 K
(tetrodotoxins, TTX)tHAZF AN 12 S S50, o
JK B R 2 K A ) — R B, e H A
Yoshizumi Tahara M I £ i) 919 55 v 22 B0, DR e AT
2 FoReA 4 o H A O IREGERIEA 232 pg/(kg-bw-d),
It H BT A M 2 B P BOER R

XU R R STV 2 W YR R ks . ]
RS WSS PN . e bl e R
TS A PR £ A2 05 G A el 7™ it T B R P 2R Y
eI AR B R A, W S SRR R R, W

W IRIXE, M IE IR, DABCOS e S Al 2 R G hE AR,
B Z FHOP AT IR R M AE R FERIETS, X A f
R R e E T P, K S B E Y R R
FR) DXL 10, 5 | A

T E AR RN R F R, RO Z RB A8 R AR A
228 F AL AR B P SRS, T R T v
sl PR P 7 2R A SO Vi el (95 YRR 2 B T2 I K
FEPOP ARk, BEE R AR B KR, — i
TR MOt U E T TTX A2 Z =, Syt
Jre T [ e R i ey v YV 22 R TS YRR IEE S, E—
TR R T T 2 R AT e S R XU,
ABIE T @ TR RO 3 - A Bk BT 3 7 (ultra
performance liquid chromatography-tandem mass spectrometry,
UPLC-MS/MS)Z # R /i Jr ik, Xl v 48 58 R AT 4G
W, AT RO 2 XU S TR IR, ey XUSS: i
AR AL UE(E B, 155 E RS, Wb bRk
A, SRR A 20 A XU A R L At 2 i

1 #MR5H%

1.1 HmRE

A £ 4 H U 2017—2018 AF FREIT 24 s 3k
TSR TGRSR EREA, 350 &¥ifh, B,
AR, fefdta . Jefiifa, B kM, WEM, iR,
KRfn | KESRM | KM mifEf | Rk TR
oIfffa LS, WL, St Rt DA, A
Wttt WECkm . e, W, B,
= Bt R, B, DHRME, Tigm . HE
fo, JpgEfh, Btn . ek, LUk IR, el
KIRXGth . [LEM, &6, ghih | SeRfM . 24, L
Ryt g, a8, AR aORAE 2~3 5, 2t
118 iy B ORE TR, SJHRAL IS SISk 2
S -40°CH AT
1.2 i 5

FRUESE AT B 5522 (STX, 25 pg/ml). B JRs s
(neosaxitoxin, NEO, 20 ug/mL). W74 % 8 &K (gonyautoxin,
GTX-1,23.53 pg/mL, GTX-4, 7.40 pg/mL, GTX-5, 20 pg/mL).,
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IN-Fiff Pt 22 FH 15t 325 5 & (N-sulfocarbamoyl toxins, C1, C2,
20 pg/mL). i H kA B iG 7% % (decarbamoyl saxitoxin,
deSTX, 16.63 pg/mL). JBi 400 24 H Bt 3L 87 A b ih 15 3%
(decarbamoyl neosaxitoxin, dcNEO, 10 pg/mL) . JiE &
FH Tt i g 74 3 B 2 (deoxydecarbamoyl toxins, deGTX 2,
35.26 pg/mL, decGTX 3, 10.36 pg/mL) . TTX (20 pg/mL) (&K
PRI ), HasH=CmE 1| s, B, O (@
%, I CHRBHARAR), PR . cmigd, b
T SO AE AR R A IR A W), =& W Ee(arirat, 3
[# J.T. Baker A F]).
13 FENFEE

VortexGenie2 T BUjiE iR 1RA #(35E Scientific Industries
72 #]); Millopore Milli-Q #B£l/KAX (3£ Millipore 23 H]);
ACQUITY UPLC I-Class #1808 E1-Xevo TQ-S = H Uk
FEEGER AL . BEH Amide 2E#4(100 mmx 3.0 mm, 1.7 um).
Oasis HLB [AAHZEHUAT:(200 mg/6 mL)(3E[E Waters 23 Fl);
3-16PK i 25 OML(FEE] Sigma 24 Hl); MS304S J1 432 —HL
KI-(Fi+: Mettler Toledo A H]).
14 XWEFHE
1.4.1  ARBIE R BLH

3K 12 B 2 3 R AR HEY) T S BRIV TR
(0.01 molV/L)FiREFH e AR AR A, Bl B — e

H*I\
H

O~y

Bt a4 F AT P i %

E 1
Fig.1

JBuARUBE 2 TP BER R 4 R i K B AR A TP IR s i X

RS 35, 4°C KA PRE S DR AF o B AR Al S5 30 205K,
VBRI £ 53 B e 28 T T Wk, T AR bR v AW
142 #marazE

% GB 5009.213—2016¢ B i FEGhRE DA
RPE DR B R AGISE ), FEMIERE E, FR2 g FEGL T 15 mL B
LDEF, MA 8 mL 1% MRIBEUK, TR 15 min,
L 8000 r/min {13 B B0 5 min. BfiJFH 2 mL _E O
A 4 mL =EHEERRNE, k% 5 min TR, BEU
8000 r/min #.0> 5 min, B | mL I A: Ak 72 1R
WHIA 6 mL B 6 mL 7K. 6 mL 1%Z. &%} HLB [#4H2%
BT A, RJFHCT mL B35S EFE, 1 mL 1%Z Rk
Uho WA FIERET IR SRR, BN 1 mL 20, %4
LB - SRS EAL I (RE SRR 12 £5).

143 BEMH

WSS % 400 WA 0.2%F R 5 mmol/L
FH R4 K W B: 0.2% F R 5 mmol/L F BR % 95% 2 IiE1F
W); Oi%HE: BEH Amide (100 mmx3.0 mm, 1.7 um); #
BEWE 1,

BTk S8 B U BT ZE B F U (electrospray
ionization, ESI+); B4 HLE: 3.0 kV; #EfLHEE: 30 V; I
VRIS 900 L/hry A FI IR : 500°C; HEFLHak:
150 L/hr; RE#S R 0.15 mL/min; 2500 Wk, &
EYREF. FEF. MREESSEE 2 PR,

N
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Structural diagram of marine neurotoxin
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Table 1 Liquid chromatography parameters
i} il /min i /(mL/min) A B 2.1 %M. KERFESR
0 0.4 15 85 VU4 BARME B PR B s A b, i B (R A9 4 I AU A
1.5 0.4 15 85 MRFREST FRAEIIZE . AR A . ARG R E(R)FI LOD
8.0 0.4 30 50 2 3. BRI, 12 Fh ML AN 5 B v P 91 el o 2k
9.5 0.4 30 30 REISTE 0.9990 M LA 1, ZRPERLLT, i AT s 2.
11.0 0.4 15 85

R2 BEMMZERSET. FTET. MEREMHERER
Table 2 Information on parent ions, daughter ions, collision
voltage and collision energy of marine neurotoxins

*3 BEMZEENLMER. LOD 5LOQ
Table 3 Linear relationship, LOD and LOQ of marine

ey BET FET MiAEEE  RiRERE
eV /eV
TTX 320 162/302% 20 36/22
deGTX 23 353.1 255.1273.1% 25 15/10
GTXS  380.1 2822/300.1% 20 20/15
Cl.C2 391 298131625 25 20/15
GngIA‘ 4122 314.1/332.1% 25 20/15
deSTX  257.1 126/239.1* 50 15/15
deNEO 2731 126/255.1* 40 15/15
STX 300.1 204.1/221.1% 30 25/20
NEO 316.1 220.1298.1% 45 20/15

s S R

1.44 EWEEH &
ABGER MR LT e, THHEA I (1):
x=Cx Ly L, 1000 1)
m R, 1000
X BESR TP RE R I O i, B0 pg/kg; Cr MARHEL
TEMRASF B F) 25 BEZ A R BE, B ng/mL; V: KR
FEFRR, B mL; mo ARS AT, SRR g R IR
R, KN A%,
145 ®=E, MR RE R
PEAA GG R A2 R RE, DU BT AR Jr =
SE 7 A H BR (limit of detection, LOD), & &R (limit of
quantitation, LOQ) . IR, LAXTRY 10 175 /5 M Lb By 25 1 5
JEINER AR A g R, AR 3 A5 2SR
IbR AR AT R R . e A R &R0 3 SRRV
BEIKSEROPRAE R, M8 1.4.2 S HTAL BT VR BEAT AR IR
Feab, AR 3 APATEES, SR E R
A3 AT I M B R R AR IRl sk R g,
£(2).
WEfE - a1l

<%= 2
[a] i % e

x100% 2)

1.4.6 SRR DZ
X} T VR SR AE Y 48 i fa AR AR (3R 118 1), 42 1.4.2
AL P AR, XKV PR P 28 5 A5 YA A A

neurotoxins

e b T LRl LOD/ LOQ/
(ng/kg) (ng/kg) (ng/kg)

GTX-1 Y=71.725%X+1088.8 1.2~18.5 0.9997 30 100
GTX-4 Y=195.47X-534.55 3.7~58.8 0.9991 30 100
Cl  Y=761.08X+330.32 8.4~134.8 0.9998 10 30

C2  Y=316.57X+25.083 2.5~40.3 0.9996 10 30

GTX-5 Y=536.9X-528.71  3.3~52.8 0.9994 10 30
deGTX 2 Y=36.286X+65.405 5.5~88.3 0.9991 30 100
deGTX 3 Y=771.52X+804.26 1.6~26.0 0.9997 10 30
TTX  Y=690.74X+274.75 3.1~50.0 0.9996 10 30

NEO  Y=153.08X-193.64 3.1~50.0 0.9991 20 50

STX  Y=3727X-2337.2  3.1~50.0 0.9991 20 50

dcNEO  Y=436.61X-283.49 3.1~50.0 0.9990 20 50
deSTX  Y=6231.5X-8115.5 3.1~50.0 0.9991 20 50

2.2 FEmERER

ARG e AN 5 1 1 5 25 10 25 1R s o [ fig 5
55, DAEEST AR i BT R S AR TR B, SRS b
FESL B EICR . G5B, %7 E IR A R A
A RAFR R | e B RORS %, Wk 2 FR, PR
CRTE 78%~122%2 8], BB T JE S BRAF il (1 I 5 75K
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Fig.2 Recovery rates of water soluble marine neurotoxin
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23 KAMEFHEERNLFERZES N

FXURIFEFEMARR, AMRETTEZ2HR
[ IS} A6 f) UPLC-MS/MS IR 585 R I 2 R, 7K ik
WA 2B bR e TS AR 3 FiR . GTX-1 {4 5 Bt
84 6.15 min, GTX-4 (W& & B [E >4 6.49 min, C1 Fil C2
PR B8 INF ] 23 510 6.37 1 6.77 min, deGTX 2 (15 B8 i}
[8]2% 6.22 min, dcGTX 3 W~ B BT IA] 4 6.57 min, 458 %
B, %07 TR W VRORE €3 2 0 AT DL 47 b, 552 B X 7 S5 A A
5385 o

DAASHI 53 7 1 A 0 2 TV Vi IX R 4 (9368 7 i, DA
FF P i T 50 O 3], KOV VR B 48 BE R (GTX-L
NEO, TTX. dc-STX. Cl. STX. dc-NEO)AYHEHE T (4
TR 4 iR, SRR T ATk A

24 FEEBEIEEMERISRKE
AT BTN e P BORE A, A0 S i A T SR A

[ 37 R 37 OnREARTEST T /KM I i 22 2 21 ARG,
SEIRVIRA . PTREFR 2 th T RN S 22 5, R
VRV SR P R I LU KR AR, AR v s & R
7 DL BB B e AR B AR R R, T
. R OLBCEREEENAMNT, RN EHER
Z IS R A A E A BB IR 5 Ak, DL A F e 5 R A0
CHRERN AL GTX # K, LIk E 2%
1422 S T RS L A AT SCPO), e T R K A R 1
SV 7 1 K 3 (Alexandrium  pacifi curm) 158 R 5 1ok
BE(A. catenella) & 8 LI C B %K, GTX-1. GTX-4 Al
GTX-2, GTX-3 tfilt i, f/NEDT LK #EEA. minutum)
WA H&H GTX-1. GTX-4 Al GTX-2, GTX-3, Cl1. C 2
I STX & 3 B /b W7,

DRl M A R YRR SO0 2, AR 5T %ot e VRV SR AR 11 48
FhifaAEA AL 118 4)), FEATKIEMEIB P2 RGM, 245
Rk 4 K.

6.49
N 100 6.15475% GTX-4
= GTX-1 %95
= 0 ! . . L . . . . > . . . . . . . ) )
150 200 250 300 350 400 450 500 550 600 650 7.00 750 800 850 9.00 950 1000 10.50 11.00
B[] /min
6.37
5 & 100 [ c1 25747 ' 666%2 2
E% 0 ) ) ; ) ) ) ) . . A . . . . L L L )
150 200 250 3.00 350 400 450 500 550 600 650 7.00 750 800 850 9.00 9.50 10.00 10.50 11.00
[5f ) /min
o 6.96 GTX-5
= @ 100 { 12306.
= 0 ! . ) ) ) . ) ) . ) . . ) ) ; . )

1.50 200 250 3.00 350 400 450 500 550

deGTX 2

6.22 28577' deGTX 3
1225

6.00 6.50 7.00 7.50 8.00 8.50 9.00 9.50 10.00 10.50 11.00
15 ] /min

1.50 200 250 3.00 350 400 450 500 550
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B+ 1] /min

6.75 TTX

23228 |
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. " . . . . 1 1 )
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[ [A] /min
639 NEO
PR 100 14524
= =
Ex . . . . . . . . . . )
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f5f 8] /min
o 6.85 STX
5 100 259127
=&
=v‘-‘v 0 1 1 1 1 1 1 1 1 1 1 ]
150 200 250 300 350 400 450 500 550 600 650 7.00 750 800 850 9.00 950 10.00 1050 11.00
5} ] /min
o 6.21 dcNEO
5 & 100 27274
= &
‘:"___‘ 0 1 1 L 1 1 [ I A— 1 1 1 1 1 )
150 200 250 3.00 350 400 450 500 550 600 650 7.00 7.50 800 850 9.00 950 10.00 1050 11.00
5} ) /min
6.82
< 100 253207 deSTX
28 [ A
e o . . . . . . . " . . ) A . . 1 )
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Fig.3 Standard chromatogram of water soluble marine neurotoxins
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100 - 2242]
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bt
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0 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1
O O & O O D S O O NN O O DN OO Q S A © O OO N VN OV O O 8 VN O & N
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5[] /min
100
= NEO
i
B
5
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. 4175
= TTX
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S
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PRESSTPR LSRR ECLSIPEELSIFPFPLLLFTFRES ST
Hﬂ'lﬂj/mm
100 - 6.60
234723
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5
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5 ) /min
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Eibj:
=
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1 1
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Fig.4 Ion chromatography of extraction of water soluble marine neurotoxin from a positive sample
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o 7 fokiE a2 a8, A% TTX.GTX-1.
GTX-4, de-STX ., dc-NEO, STX. NEO, HAWFEZE KM .
MEESLFN 3T, 48 FifarEArh, A 13 FiREAA K,
SYRARES B iR, B, KRR Dt
TeREfh . F . TG, gREMA, AtEA. KEBGRM
Vel fa, Mt B, O, EA. OEA. K
AR A R E R T 100%, S AATE 5 REA s
SANBHEEREA, HHAN 60%, Jp 7 0l 1t 478 2
A 1A, B K 50%, MG ERIEA MR, &
HSRAh 33.3%F 25%, KHRAGf# , it | BEHMA.
FRfa . KRR A — A, (B g dukih 32
(PR 485 2 (ds-STX . TTX. GTX-1. STX), Thffart
AP GHEMEE L, B 6 MHATHER(TTX, GTX-1,
GTX-4, dsSTX, deNEO, NEO), i) deSTX &R &
iR, ik 832.8 pglkg. GTX-1 7RI HR P il 35 5k
Z, N 3324 pg/kg. XHFAGHMREE R, B AR ERRZE N T
{0 G 2 S NI 4 = N N M = LS L o 7 R A
NEO Xf Z g ta ke A5 Yesg i B EE AL/, de-NEO 435 7E
ERfn | S, Dfgdn | Jefdta P AR BHEEREAR, STX
EfEf . B, iR B IR A .
TTX {XAE A AR, S/ 68.5 pgkeg, 7EHH
SR SCERBIE T, TTX B2 w AR IR Kt R, 78
HAhshpraniens . dFEf . Hik, T, B A B
BEAR AR PSP I TTX L6 SRS A4S
RN X BRI Ah S 0T L) R VAR SRR £ R A TS YK
FIWT R — 7 i S

IR, s h—A W V5 YL A A, MR AR Ik
MAFRFERFHRECRERS), STX I, iR
R STX R R SR s, M 424.7 pgke, HUCHKRE
5441329 pg/kg), HFIHMAQ2S51 ng/ke), DELH(236 pg/kg)Al
TR AR (215 pg/kg), HAFAPEREA S A S T

80 pg/kg. LEHRM, NSRRI EER A R S o ik
5, ATRESE AN RE A SR Wik, 51k
PIR RRER MBI AR, SR G A RSN ET R .
XA TR R IR SCRIACRE ) SR R A G, ik
A EERIRIE | FbE | R R A e P S A
SB[, KEABIFS 4G R R X STX 258 K R B hrife
FUE (0.8 mg/kg) M Lt ASUCREE MFE S h 35 TCB AR FE fh
25 HFMASRNFEHREKTITMG

Sh4 TR R Rt P B (B S, SRIETAS Lk
R R C ), AR R R 2 R
RO LA S A TR = 0 2 O Ja I T e M e i R
FEAK-o BT TTX AR rp ks R AR, FEASR X A
PRI A R XU o DAAS YOR AR 19 B 38 8 S 5 i I BH A A
STX (424.7 ng/kg)RfiBatknisa, IHHEMGR2ETY
fER 0.139 pg/(kg-bw-d), fhSMERRTE FIEM 20%(F
6); Ho L VIEE . WOk DU AR g 0, Stk
AR IRE S A IR R . . B, N5
R I i I e S 8= < ) N R B B UK 3
FEEE, (AXT T e R A e . Bl Wikl &
PERBEREEF 091 pg/(kgbw-d), 0.50 pg/(kg-bw-d)
1 0.45 pg/(kg-bw-d), FHAREE 7 bR SIEA 130%,
BV WRTLA A o SRR R T1%F0 64%, iXLEZ
SRF T il a0 PR B A R A, AR S YR
JUEE AT, AT AT BERE R — 1 S A R . (R
RAMRERRENE N, WEaRRa EREAKE.

2o lE 20 AN T AT B A, FRIE SR R
N S AN O =< RN s < BN < I
B, BRf0 . MEEEfn . A LkAn, XUEUE LRI CREE RS
PR 28 R AR AR, e AR, FRIE 445 4
1 S B T 20 R b R U R IR

®4 BEEE B MEEFETEFMEEERHE R (he/ke)

Table 4 Detection of marine neurotoxins in 48 species of marine fish in the South China Sea (pg/kg)

N T G35 iz a0 KIEXG o R FE 6 E AR KEHR R
14/1/3 fa/1/1 /11 fa/1/2 /13 /12 fa/11 /1 fa 11 fa/1/4

TTX 68.5

GTX-1 181.2~254.0 145.2 332.4
GTX-4 67.2 106.1

ds-STX 86.8~832.8 293 254 476

dc-NEO 18.8 10.2 81.7 74.4
STX 155 16.0~70.8 448 678 683

NEO 58.84

T #ERME B AR A/ I B AR

x5 MEMNEINEBRESNERT

Table 5 Paralytic marine neurotoxin toxic factors

HE GTX-1 GTX-4 GTX-2 GTX-3 deGTX2 deGTX3 GTX-5 STX deSTX
FEPER P 0.99 0.73 0.36 0.64 0.65 0.75 0.06 1 0.51
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Fig.5 Average consumption of marine fish among inhabitants of our
country provinces

2.6 EFHEFENRETE
SRR TR 20 R —E R R bR, Hop

FAO, 10C. WHO #L5E 100 g Ul ZET] 3043 iy Bk 01 2%
HEZ RN 80 ug STX eq/100 g (eq/100 g: PR, & [
GB 2733—2015( & it EFARHE 6 ARSI 5 )
FREILAE, ASTEIEK D288 SRR L2, FHOpR M D 2R 3%
FRE AN L 4 MU/g (MU AT AL, 1 MU JE3R#
18~22 g f/NA BRFE 15 min NFETZIIFE D), % MH -5 E PRdL
UL R DL B AR v — 30, FRIEARUE e B
WG E DL 25 E R AN 0.05 MU/ge NY 5073—2006
(EAFEMA R PA A ED RS ) WEE, I
J bR DL 2R R B ORI 400 MU/100 g(FH Y4
F 80 pg/100 g), MEIGHE IR AT . WA, A
FEAER & EXS STX K RE R PR AR MERL E (0.8 mg/kg) M b
(3 6P, AUCRAERIRES -p ¥ T ABARRE S

*o BISEEMERESEREENE

Table 6 International health guideline values and management regulations of marine toxins

I/ INAT WA A HAKOF - e WS 100 g (1), 250 g )F0
) S, ¥ It Fof 2 P e N WA N7 vk R S Y
BRSO WA EERKE LRI " - 380 g )M IHFERAME S 1 -
- (H)] E N v o PR
(2)/[ng/(kg body weight)] 148 2 ACE R
0.04 g/ke 0.024 mg/kg SM (1)
AZA 0.4 (1) 10 (H) 2.4 ngl 0.0096 mg/kg SM (2) 0.16 mg/kg SM
e 0.0063 mg/kg SM (3)
BTX N/A
ICY.C“C 1000 (1) N/A
mines
100 pg/ke 60 mg/kg SM (1)
DA 1(1) 10 (H) 6 ma/ R 24 mg/kg SM (2) 20 mg/kg SM
8 16 mg/kg SM (3)
0.33 pg/kg 0.2 mg/kg SM (1)
OA 3 (H) 20 ng/ A 0.08 mg/kg SM (2) 0.16 mg/kg SM
HE 0.05 mg/kg SM (3)
0.16 mg OA
PTX N/A eq/kg SM
0.7 pg/kg 0.42 mgﬁig SM (1) N
STX 2 (1) 3 (H) 42 pglN 0.17 mg/kg SM (2) 0.8 mg/kg SM

0.11 mg/kg SM (3)

#:a): L 60 kg BB A E 1155 N/A: not applicable, Aif .

ARG R LRV AR, — S F Belk g, HLB [5 41
FEUAL & e ek, X 7 B B K R U b
BR LT UPLC-MS/MS il ik, %k HA RIFH
G R 5 ER, evk RAF, 1 T AR g R R
IR BERG ARG o RIS, AR FT 4R T 3% [ e v X Sty v
AR FEIS YRR (R . SEM . wRiEf.
B, KRIRXSH#H . D, g, Fize, [
PR, (iR Kt | Jefd ) XI5 YKL, #
RO EREN AP Y deSTX, ik 832.8 ugke,
de-NEO 4 jlfEfEfa . T fa . Digcfa | Jelidfarh K
HHMEREA, STX ezt . 6., g, REA. A
R f A A A Y RIS, SPA TR R 7 i 2 B 3R 1O

Y15 58 K- LA K A T T T 28 I | IR e R A R R
LAPEREEAKOE, 4 EBKOE LK &4 01 35 2 88 KT
WTELGATEN, R, L. Wy asERea o,
B T Y 0 1 0 RE B PT RE X AR A R S R R
REH TS FEE 130%, R TI7ERN SR ERK .
() Bt 3 VA VA 10 VR S Y SR A T T A 2 B R
T TR VP 45 L 557 B T U M X VAR £ S 2 5 | R et R JRUGS o
I S Y B 58 T L e A el A £ R TS A K T D R R
PE— s Y FERE, AR E RS Y AR T R E
RLOFRYR Y M TR RTE B R T G S ) U D AR
edgy o RIS, AR T LA N [R) Ve Sk o g 24 1 Vi B R
TR BEHEPEM | A AL AR B & A5 YoKF- i i, DASE B
R e T A XU B A 21, hy 3 Vv 3 % R A
7 4 SRR S
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