Intensity

2

12 327>>69.8

327>75.9
- T20
#]
1/\/j\ ISt U T T T U T T T T T 1
U200 | 400 6.00 800 & 000 = 1200 1400 1800 1800 = 2000
740
- o7 913.5>327.4
178
058 898
037 |, o
® 204 382 B00 827 a28 1108 1685 19.1010.50
244 072 1081 1497 A
424 26
188 Lo en 1857 1953
49- T 1 1 T T T H i H UVARE] T T Ty H T T L} l 1
200 | 400 ebo | 800 | 1000 = 1200 | 1400 | 1600 = 1800 = 2000
1278>3274

%

T T 1 Thno
18.00 20,00
724 1314>327.4

T

A \f\‘/\/\/\/\
00 | 1800 1800 | 20.00

200 | 40 | 600 | 800 | 1000 & 1200 14

Retention time (min)

X 15 PTX #Z# 5 (50ppb) ® MRM HOT IS L



%% intensity
g€ 8 3 8§ 8

g 8

EYIt ey

3235701
i

f&lz;’q!

AR N7

87%.1685:3)

| 1654(z1)

579(23
699.677/ 3

53403}
708.84 B2R 1687(23)
POSTHE 180

ad

1132.6339: %
idraepsse)

1pa1T451)

22.7348(:2)
| 1416.7240

8033

&0

g 3

% Intensity
[

480

1322 F348(z2)
! 1323244262

1323.7430(2)
1324242102)

)!131347333(12)
AT

1331.7461(:2)

1332.24590:2)

1*%62

% Intensity
2 8 3 8 8

8 8 3

3

1310

846.161803)

1320

[EVRTEY

25815793
| es8 43563
i

11 858 82530:3) !“415&5(13)

1330

870.4654(23)

870,5002(23)

1340

$76.1685(:3)

876.5025(3)

]
Bo

7258

Pod

858

Mass {miz)

870

880

B 16 PTX $Z#E 5 (500ppb) DIAANRD ML



i
§

T38.6(A181.0)
T27.2(A598.0) !

, !
| i
|

T27.2(A6304.0)

T40.1(A222.0)

e i ik H;L.im&.‘..m
s

10ppb

i
48

1710

13320

T27.3(A12284.0)

100ppb

21890

T27.3(AB4651.3)

i

500ppb

10884

12

X 17

24 36

Retention time (min)

48

PTX B R OIAIOTMIS LA

60



8.0E+04

1

R? = 0.9999

6.0E+04

ol
HIX 4.0E+04

[

2.0E+04 -

0.0E+00 * : : ‘
0 100 200 300 400 500

PTXEE (ppb)

K18 IADOIMSLICLRIV M VDBRER



mAU

mAU

30
25
20
15
10

~

PTXEZE# M

[

Mo

AITRFXFvy

O

10 20 30 40 50 60

Retention time(min)

19 ADRAFFIUF¥DND HPLC D HTHER



Intensity

Intensity

ADRFTFUFN
200
150
100
50 B . ul Ll
H'.I‘;';!;"'l'"'I""I""\"/' [ BRI S
1900 1000 ~ ~tM80~. 120¢~ 1300 iz
: & '
150" o, AN
: s 0 233
125 - N R t oy
1% s ¥ oy
100] T o = 0 = @
- + ‘__; i
N ==
75 30‘ 20
50 | v
: 10
25 :

0 I L y ‘4..4111 : l
900 904 908

--l< . L llL 0
912 916 m/z

1320 1340 1360 m/z

K20 AT RFTFUFIHEBDTIRAARGML



Intensity

800

600

400

200

400

300

200

100

PTX{E#£ &R

m/z 907

e mrtortatad v V2907

“ue Ar A

ATARFXFvH

LI NN N N S N N NN N |

o
—
o
N
o
w
o -4
n
o
o
o
»
o

Retention time (min)

21 ADAFEUFeOEBOIAOOI NS L



ADAFEIFoH

747

afi o O
120 PTX R

2.00 4.00 6.00 800 10.00 12.00 14.00 16.00 18.00 20.00

Retention time (min)

22 A2FEUFvHD MRM (327—75.9) HOY M5 L



ADRAFEXIF oD

748

Retention time (min)

& 23 192FEUFvHD MRM(1314—327.4)H0OI M5 L

200 = 400 6.00 8.00 1000 | 1200 = 1400 = 1800 = 1800  20.00
748 PTX Z2# &

B e R L e o e e ts Raoa

2.00 4.00 6.00 800 | 1000 = 1200 = 1400 = 1800 = 1800 2000



SRS EVSE D)

716

N
.""'\‘\’/\AWM\/\J JNA\WW .
T L oo e e e el ik Y el e A Y AN

200 4.00 6.00 800 1000 | 1200 = 1400 = 1600 = 1800 = 2000
749 PTX #Z# 5

) SR | S et

2.00 4.00 8.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00

Retention time (min)

24 ATJ2AFEUFvHD MRM(913.5—327.4) O3 IS L



2634

100 876.1636(23)
o, ADAFEIF ol
20
70
£z
E60
& 327.1927:1)
B
250
40+
70.1607(z3)
30+
201 334.1770¢1)
657.3692(24)
10 1473(29)
352.3257(21)544 5 Eﬁ 1331.7479(22)
o Labasoy [0 sl P esss 3
Foy 80 860 1240 1620 2000
Hass {(mit)
100 327.1805(z1) $03.3
#e 0
PTX 2% R
876.1685(23)
70
Ey
%60
£
E
50
40
£70.1654@3)
w0l ;
204 4579(:3) S1:431.7*451(:2)
£32.1584023)
104 708.8817(22)1882.1687(3) 1132.6338¢:2) {3
482197121y |/ 832, 22.7348(22)
i 4 31?51(11‘) 873702 A618(23) .1 i23698562) | 14167240 0
o0 480 1240 1620 2000

Mass {miz}

25 AIAFEIFRIDIAANRD ML



% Intensity 2
E-:] -~ « @«

-
o

1331.7478(22)

ADAFTEIFD

1332.2492(22)

1.2507

S

69

"o

w
-3
=

s 8

=3
&

% Intensity
& 8 8 3

g

1310 1320 1330 1320
Mass {m/z)

1331.7451(22)

PTX Z# R

1332.24558(z2)

1332.7572(z2)

S—

1

|

1322.7348(z2)

; 13232442(:2) |

;i 1333.2550¢2)
J gg 323 7430(22) }1

’i ix 1333.7578(22)

1313.7333(22) ha
A lI || jr2e2a21e i

1350

186.2

o
1350

1310 1320 1330 1340
Mass (miz)

26 ADAFTEIFHIDIAART M



876.1635(23)

2634

100 "
ADAFFFvD
90_
80 876.4990(3)
70 S RA17(r3)
gso
E-]
&
=
=50
76.8274(23)
40
870.1607(23)
sq.
870.4929(23)
20 9.6260(3) i i |1877.1603¢:3)
10 870 A252(73) §§ 1&
1 858.1473(z3) LR £82.1668(23)
852.14793) M S844TIIE) | B71.1607G3) f T R
%0 850 860 870 880 30
Mass (mi2)
’ 876.1685(z3) 7256
100
PTX R# &
80 } 876.5025(23)
10 5.8342(23)
z
geo
E
50
870465403 | 070836663}
404
870.5002(z3)
30 858.1579(z3)
20 88443603 877.4728(23)
854.1585(23)
10 | 858.8253(23) sot525163) 877.5045(z3) 862.1687G:3)
845.16183) || 1,{3’59‘723(‘3) H % 577 ms(zs) | Bz 82830 7
%o 850 860 830

Mass (miz)

27 AIRAFTEIFHDDIAANRD M



TR7.BA15101.0)

anze,

- ADRFFIF oD
- ] m/z 8158
100- T27.3(A12264.0) 2189.0
% PTX %5
50
%*ro
60
&
X80
4
30
20-
104 m/z 875.8
~ A\,ﬂ}A > Kdivicaidars Sl b.:u.»ia_x . | o
N 12 2 % 48 0

Retention time (min)

28 ADAFTFIFHDTADAT IS L



Ostreopsis B

- 7.26
] 1848
R+
0
200 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00
PTX {5
_ 720 *g —g [245]
*_
0 -
2.00 4.00 6.00 8.00 10.00 12.00 14.00 18.00 18.00 20.00

Retention time (min)

X 29 Ostreopsis BH MRM (327—75.9) O3 IS L



7.30 Ostreopsis [&

200 4.00 8.00 8.00 10.00 12.00 14.00 16.00 18.00

748 PTX ¥,

2 e T R T T T T T T T e T T T

2.00 4.00 8,00 8.00 1000 = 1200 = 1400 = 1800 = 18.00
Retention time (min)

K 30 Ostreopsis B® MRM (1314—327.4) O3 NS L



721

132 Ostreopsis [&
*_- 198 247
/ W\WWM
10 L P P P e e
2.00 4.00 6.00 8.00 1000 1200 1400 1600 1800 2000
749
PTX %5,
£
4'-~/\__,~M-J atirt i ... )
200 4.00 8.00 8.00 1600 1200 = 1400 1800 1800 2000
Retention time (min)
X 31 Ostreopsis @D MRM (913.5—327.4)HOT M5 L



Gambierdiscus [&

‘ ' 1145

140
] 1314>327.4
. 8,03

5.62
78 ||2.05
{ o sy BN 788 880 g2 D01 1288
R 267 3\ e 13.47 500

’ “ \'\m\/

\.

m .
200 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20,00
Gambierdiscus &
913.5>3274

_ 720
Gambierdiscus [&
R 640
Z 327>75.9
4',\/\»««/\“ ‘/\,W’Nw
200 | 400 800 8O0 | 1000 | 1200 & 1400 « 1600 | 1800 = 2000
_ 720
PTX iZ# 5
-
327>175.9
0

2.00 4.00 6.00 10.00 12.00 14.00 16.00 18.00 20.00

800 1000 )
Retention time (min)

& 32 Gambierdiscus BD MRM DOY M5 L



- Ostreopsis [& ssne

T0.0

i frnoy

e

b bl

Jzs

% Intensi
g 8

v
0] ED)

Patmerticnn Tisww (erith

T27.3(A12264.0) PTX *%1‘%[% (TOOppb) 21590

)«\&1 i tibassasiin b ia ;J i

12 24 38
Retention time (min)

X 33 Ostreopsis BDIADOIMIS L



F1 EEAEREHEO)BOHARL OFK

No. A mougm  CouarCheck kel

oA (MU/qg)

19994 ~ 2005 K (REBHHHERERLUHS)
1 NSoTHA hER - ND
2 - ND
3 - ND
4 - ND
5 - ND
6 - ND
7 - ND
8 - ND
9 - ND
10 - ND
11 - ND
12 HEH - NA
13 AL - NA
14 U Nn¥ FER — NA
15 NA NA
16 =ER - NA
17 1351\3 KoR - NA
18 - NA
19 EADISA R + NA
200646 8§93

20 NST7IHA AR + 0.025
21 NNSTTH4 + ND
22 AYTFUIISA + ND
23 AYTFUIIHA + ND

24 AYTUIIHEA + ND

*1 CTXIRE; +: [BiE; +: S8E54E; —: &% ND: REH (0.025 MU/g3ki#); NA: RSER





