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DELEF. REARESKLSORER (B HBRICHEZCHERERTT., K<ESNZCT/NITUTD
Z<Id. HTOFEEMPAICH T ZRAUGERLEDBEICED. SSICRBIEMERODBRABS T/ V%
EELFT, S/O0VRAF VI BHBERZTLHLASNTWVWS Y7 /N2 517 12 TMicrocystis aeruginosal
FOTEEINZHDT. BRRFIDHEICEODVWTHBEINE LT SOV AFUITFRERMETHRKELNEL .
HBATTEZEL. EWERE/pHEHEBETRETScH. — BTN . FEBI SHrBRETICHHD &
o WEMICIF. /O XAFUIE FFURY —LARTFRERBRICE > TEESTNBIBRATEXRTFRETY
o SUAVRFUI S5DODIEFNVEMT I /R 2DODZNVERTI /B TERIND 7T EDIRKRTY
FRTEEINTWET, BEOERAZIIJODRAFUTIE. NS 200 NIEMT7I /BBRAELG>TVE
TH MOT7 I /VRIFEEORLZI VO AF VOB THIFIFAETT, EIVOVIAFUIFE BEICEENT
WBRAIET I /BRICIEL T, 7 /BO—XFI—RICEZHEEEZRAVTEFNMITSNTVWEY, T/702R
FU-LRIE AIRT I /BTHAH A1 (L) 8LUT7IL¥X=Z>Y (R) 280 ehrbBfHFFonfzlz. =20
YRF VAR F—BEMICAESNLI IO XF YT, CRETRDLIARTINTLY, fO—RHNEI IO
SRF e LTWEC RR. FAYY () BEFNBYR, 732 (A) HEFNZLADHD £,

BREKARD I /O XF VG USEPA ICK o THREISN TULEH AN, USEPATBRMERMEU X+ (CCL) 16
FUV2ICSTINITFUTELVEDFTRLLTY R FINTVBREITIRINDERRIAERHENTT . HED>
T/RESUOCHEIZTHREY VA SOOYRF VLR, BLUT VY ROXRILETS Vid. USEPACCL3 IS
DRI TVET, HRREEES (WHO) 1. ERIAZIY RRC Y MILT. ME—BERE (TDI) L
NIILDFEZEMLELTce BONTCIHSHEDHEELIFOIZLHTD 0.04 <1005 F L (ug/kg/H) €W
SMEIF. YUROFESEABROERICEIVTVEY, TDIIF. X2 RATN3I/70CXF Y0 1 BRAIE
HETY, COTDIZFEBLT. WHOHI IOV RF Y LR OBREIKFDEBERR%E 1.5 ug/L ICREL £ L1,
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DREICEDVTVWET, TH5IC. STZOYIAFUISTERINCRKDBICHE IS & SRMIFOEEEMIC
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DMDDICHREINEDMT I /O - LTE XTR - N1 FTvta4 KRRAT772—EHEEB T vt 1.
BEESRETREANTX (ELISA) 6, BHEEEREIOT NI ST 1 — (RP-HPLC) "B AhrhEIFoNnET, £
RV AR IS T4 —=2FERLIEMRIZIFEACITOATUVWARWES, 2km (2D) REZ/OX KNI ZT7 1+ —&
259 (LC-MS/MS) ZRWAZRFTD IO XF > RR. LR, YR DEEFMDITO DR HEZRELEL
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BIVOVZAFUIIDOVWT, EEBLURED 2 O2OMRM FS 22y 3 v RL. B LE L. MRM &4
iF RLIICKALTWEY, COT7TVTr—2 3> TR COZHES—FAMICRERMHFHC IO NI ST«
—KMHUZROIFZeN RSBRECADELT, 7O ST =B, Vx—4—XD—KRL—>3>
(KERTFa—tyIYMINLT+—R) OEHRDSZvTHS5L (Oasis HLB. XBridge Cig. XBridge Cg) & &
V12008 AHZ L (BEHCig) TTRAMLELR. Y 7ILET (K pH. & pH. FtE pH) &L UBEE (K
PHELUB pHOXZ /=L E i3 72 MUJL) B, BEI6 X 6 7O XZzFERALTH&ERLE L. 270
2 AF UAFEEFERHE I RN T Enzo Lifesciences B SBBALELE (K1) o« IRTOBREIFLCTL—FULET.
Fisher Scientific CREZa2—2Yv—Y—M7x70—Y) DOANFLEL . FERBIVKBETVEZI LI
Sigma Aldrich CKEIZX—UME>Y bIL1R) BSEBALF L, METOLIIE. RV —ZYJHMEBD*
v 7T THEOHIC. BEIFHRE L YHERESR (OasisHLBSPE3cc60 mg /AL L. U4 —%2—X—R
L—>ray, KERYFa—tyYMIILT+—F) ZAVTITVWELT,

JUh—-4¥— IJ-VEE FEEmiz

IJ0SAF 2 LR 955,19 995,9 60 135.1 65 86.1 55
I0YAF> RR 1038.2 520.0 30 135.1 25 701 50
II0ZZAF2 YR 1054.2 1045.9 60 135.1 60 70.1 80
J212U2 (I1S) 82498 8257 60 1351 50 70.1 65
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Oasis HLB 20 pm~80 mg. 2.1X30 mm
MilliQ 7k (pH 7. ZRAFI%A L)
2 mL/min

5% (0.1 mL/AoH>FILafmR>y T 2mL/850
FBRAR>T)

At-Column Dilution TS w7 LUPBEHET B L
SICKREINTWS 2D 77/ O —%BHLE:
ACQUITY UPLC

10 min

ACQUITY UPLCBEH Cygv 1.7 pm. 2.1 X 50
mm (BmES: 186002350)



hoLRE: 60 °C

BEME A 7K (0.5% OFBREEYL)

% En48 B: FErZbUJL (0.5% OFBREST)

A 5% (B) ~95% (B) ®5NMOELZLNI STV
~

e 0.500 mL/9 (GAHAR> )

ENE: 100 pL
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1A E—F: ESI+

FyESU—BE: 3.0kv

J-VERE: 90.0V

Y —ZRE: 150 °C

Bt AR 550 °C

B AR A X 1100 L/B5RS

aA-YHR: 50 L/B5RS
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ZJ03AF> YR (MeOH) Ix_il blob blob
SJ03AF> YR (ACN) tail blob blob
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SH0SAFY YR (H,0) tail tail
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4 : 2 FpF)l ES+ @ MRM 4 :2 Fr) ES+ D MRM 4 : 2 Fv)l ES+ O MRM
TG (VOSAFZYR) o il TIC (HOZRF> YR) ess TG (S7022FY YR)
100+ 451 21e7 149e6 : 8.83e3
. £ 36 DAL 24
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ZJ03¥AF>¥RR  SY0¥AF¥LR EP0YAFY YR J5130y A7 ~
&
ACN pH 3 MeOH ACN  MeOH ACN MeOH ACN MeOH ACN ﬁ*ﬁ .*f 14
1-C8pH 3
2-C18pH 3
3-HLBpH 3
4-CBpHT
5-C18pH7
6-HLBpH 7
7-CBpH 10
8- C18pH 10
9- HLB pH 10
ACN pH 10
10- CBpH 3
11- C18 pH 3
12-HLB pH 3
13-CBpH 7
14-C18pHT7
15-HLB pH 7
16- C8 pH 10
17- C18 pH 10
18- HLB pH 10
MeOH pH 3
19-CBpH 3
20- C18 pH 3
21-HLB pH 3
22-CBpHT
23-C18pHT
24-HLBpH 7
25- C8 pH 10
26- C18 pH 10
27- HLB pH 10
MeOH pH 10
28-CBpH 3
29-C18pH 3
30- HLB pH 3
31-C8pH T
32-C18pH 7
33-HLBpH 7
34- C8pH 10
35- C18 pH 10
36- HLB pH 10

5:2 Fv#)L ES+ @ MRM
100 448 TIC (IH03AF> YR)
4.16e6

T T T T T T

200 400 600 800
4: 2 FrR)L ES+ D MRM
458  TIC (3703AF> LR)
40e6

600 800

2: 2 Fr#)L ES+ D MRM
506 TIC (S7032ZF> RR)
3.57e6

200 400 600 800
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LC BL U MS DEBUDEMART L. ROXFyFE LT, HYFLDOTU—>T v 7 BE. RFEE
LElL7, COBE. TVTILRNEBLARNILTREFEZIYEY I TIE. £D U —2REMN RSN T, C
DL, Z—7 v MEEYD pKa B L VBABEICH T I2EERALRC >~ (0~100% EIINE) ZHET S C
CICRFLTVWES, M6id. 3BOBREBEY 2 DD pHEICEZ 3 ATy 7OEGEAEERLTVWEY, E6
J—4-70—Tld. 3BORHAE (XZ2/—)l. PErZFUIL, 7ELY) ICHLT2EBOEEHED— RV
yUEEAL. pH3BETV 10 T 0~100% DEET 10% DA AEE BN E L. EAHH Y M%E 2D-LC
RSy 7THIHL. ACD Y RTLTEHRLE LT, BAEOERECEBARIRET L, BRIR2ICFLHENT
WEF, pH3B LV 10 2EALAERIE. pKafEICE > TI IOV RFVORFDOBVEEBRT 57T L1
FZIE. PEOBEEHTIE. BVWK EHLNESNZ CCHAFEINZ D, 147 UEGTHERERHD S X —
Ty MMEMZIRTEHRSEDICIE. BERARDEEGZETIXVENHD. FHERAKTT, ¥—7 v MME
BYHEEMERS TERINTWVWRIEEG. CONBEEFN’BEELET, TEMZMUIILEFERTZ pH3I TDIY
O XF > RR OB TlE. WEYIE 20%~40% TREISAHE L. 30% TABAHNARHELET. —A. pHI0 T
I3, RR 1 20%~30% D& DIEWERA Y FTAHLET, COBRIE. RROBUMETHZ L 2TRLTY



£7 (PH3TIMEK . pHI0 TREK ) o SZ/AVAFY LRBEKVYRIE. 1§ pH HLVE pH TOBHTIE
BULETO7 71 LERLETH. BHTIOT7ALIERBDET, TEFYBLUXE/—LTEpH 707
FAURESEDESN (BULBHET) . S/OVIFUORRMICET ZBRAESNET,

ATV 1
25y7 3A 2 mL O7kE0—-K 257 3B
AW A1 @ 1 ppb A
1)10%ACN 1)10%ACN
2)20%ACN 2)20%ACN
3)30%ACN 3)30%ACN
4)40%ACN 4)40%ACN
5)50%ACN 5)50%ACN
6)60%ACN 6)60%ACN
7)70%ACN 7)70%ACN
8)80%ACN 8)80%ACN
9)90%ACN 9)90%ACN
10)100%ACN 10) 100%ACN
FRTOBL D el
0,
2% FA %{EF pld
MeOH I ' MeOH
VAl ATYID 2 A

PRER-O-K

N 6.B—EgM 2D 70O < )b,



40% 50% 60% 70%
RR ACN 1K pH 0.62 0.24 0.4
RR ACN & pH 0.16 0.14 573 066  0.28 0.30 0.26 0.08 0.13
RR MeCH 1& pH 0.02 0.06 0.06 0.06 1113 46,51 34.96 0.36 0.22 0.15
RR MeCH & pH 0.08 0.07 0.09 0.2 16.44 66.06  14.98 1.29 0.40 0.23

LR ACN {& pH 0.08 0.15 0.28 0.22 0.09 0.06 017

LR ACN & pH 0.7 0.57 0.23 017 0.09 0.05 0.14 0.04
LR MeCH 1& pH 0.01 0.02 0.03 260 451 1.4 9.96 0.46 0.25
LR MeCH 7 pH 0.09 0.03 0.03 0.23 19.00 66.56 12.55 0.97 0.30 0.14 0.1
YR ACN 1K pH 0.06 017 012 0.1 0.08 0.05
YR ACN & pH 0.18 0.25 0.19 0.11 0.11 0.07 0.1
YR MeOH {& pH 0.03 0.04 0.02 0.04 3.1 6167  32.97 1.74 0.38 0.01
YR MeOH & pH 0.08 0.07 0.06 1.65 35.28 5450 7.44 0.58 0.18 0.10 0.06
30% MeOH. & pH Tt 40% MeOH. = pH Tii®
40% ACN. 3 pH TEE 70% MeOH. {& pH T&EE
YR 54U LR RR

R2ABZ/—=)LeT7E b MIIINEFERLTESNIZ YR, LR RROBETOT7 71,

ENEMTZICONT, HMETORILORELOBICFEINRBDSNE LTce B8 ICIE. 100% K. X&/—)L
BLUTERZ UL THEEL YR, LR, RRDO 3 DDIEBEBRBROBERNTINTVE T, SI/OYIFUIFER
RTIFRTHB D, KEBEBRIIENLS I FILERLET, LHL. PE R FUILEBERRTIE. RRO
SOFIUBRLBICEDN. LROVTFILH50% HILE L e RTIFROFOUEICED, RITICRT L3I,
SOV RAF VB OBRBEMEA2ZTLET, PTERZMILBLUTE NV DOIBE. BEAEOEESHE
L (<50%) BEUVBW (>75%) BE. YR, LR. BKUVRROL ARV R T 77 2—38FL. E—VER TR
K50% BLTZIENBHDET, ChESORERIF. MUEREOBRKTONILICHEES5X L. £IT. K2
ICRTAETO7 70 EBFEL. CORRT3IDBEDRE (FEhY) ZBMLTHOMZEZET LEL . &3
DEIE. YR. LR\ RROBHDAEHF v—rE2RLTVET, ChSOER,S. HLLEE 7O ILBEBES
nx L.



5 ppb 7K STD
5: 2 FrR) ES+ D MRM
100- 4.48 TIC (SH0SAF> YR)
4.16e6
=
0 T T T T T T T T T
2.00 4.00 6.00 8.00
42 FrF) ES+ D MRM
458 TIC (Z90ZXF>LR)
1001
1.40e6
EN
0 T T T T T t T T
2.00 4.00 6.00 8.00
2: 2 FrFIL ES+ D MRM
100+ 5.06 TIC (Z703AF> RR)
3.57e6
N
0 T T T T T T T T
200 400 6.00 8.00
1: 2 FvFl ES+ D MRM
= 7 TIC (1S)
0 1.00e6
=]
0 T T T T T T T T B Fs
200 400 600 8.00

5 ppb A%/J-), STD
5: 2 Fr7l ES+ O MRM
100~ 451 TIC (20¥AF> YR)
3.40e6
=4
0 T e
200 4.00 6.00 8.00
4 : 2 FrRIL ES+ @ MRM
100~ 460 TIC (Z703AF>LR)
1.39¢6
=]
D T T T i | T T T T
200 400 600 8.00
2: 2 Fr#) ES+ O MRM
100- 5.06 TIC (ZY0%AF> RR)
2.69e7
10X 1Bh0
" g
0 T T T T T T T
2.00 4.00 6.00 8.00
1: 2 Fv7L ES+ O MRM
= TIC (IS)
- 5.15¢7
B
0 e B
2.00 4.00 6.00 8.00

5 ppb PEFZHUL STD

§:2 FrR) ES+ D MRM

100 4.51 TIC (SY032F> YR)
3.509¢6
ES
0 LGRS RARAR LLALY ILASS BARASIAALE LELAS RARAL)
200 400 600 8.00
4:2 FrR)L ES+ D MRM
1001 4.60 TIC (S70¥ZF> LR)
5.70e5
5 f5imd
* e
0 LRSS ASARE AASSS RSARS Mand RaRss nasA MMM
200 400 600 800
2:2 FrF)L ES+ O MRM
100- 451 TIC (ZJ0YAF~RR)
9.35e5
Sl SIFIERE
O T T T T JII T 5 T T T
200 400 600 8.00
1:2 Fe7l ES+ O MRM
100+ 6.71 TIC (IS)
5.93e7
S
0 T T T T T T T T T Hrﬁﬁ
200 400 600 8.00

TIKe XBZ /=)L, PERZFUJLTHAB L YR, LR, RRB®ED 2D-LC-MS/MS 2 OX b3 L,



35000.00
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25000.00
#L 20000.00

1 15000.00 7%—
10000.00
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—e— /a5

‘\\. —8— LR
5000.00 ._.-—J"_*\. -
0.00 pH 7
000 025 050 075 100 125
FERZBIIL % 35000.00
30000.00
25000.00
#3 20000.00 RR
1 15000.00 —2 —— Jua5U
10000.00 d/ = —— (R
5000.00 ———— i
pH 7 0'Og.oo 025 050 075 100 125
35000.00 A5)=) %
30000.00
25000.00 - -
#8 20000.00 :
1@ 15000.00 V2NN : —.— 315
10000.00 Mﬁ
5000.00 .___,/f"*\. : \L‘;
0.00
000 025 050 075 100 125
TR %

M8X&Z/—J. 7EbZFVUIIL, P2 ZFERBLTHESN YR, LRC RROBHTOT 71 )L,




0% 10% 20% 30% 40% 50% 60% 70% 80% 90% 100%

RR pH3 0.11 0.23 16.86 64.69 14.65 1.59 0.83 0.45 0.31 0.20 0.08
ACN pH7 0.07 012 013 0.16 0.28 2114 6117 14.39 1.61 0.56 0.38
pH10 0.09 0.37 i 15.17 76.88 572 0.64 0.39 0.28 0.21 0.23 0.02

pH3 7.62 0.70 0.35 - 1.76 24,23 52.42 10.03 1.50 0.72 0.43

MeOH pH7 0.20 0.21 0.23 0.15 0.18 15.83 69.98 11.65 0.83 0.34 0.39

pH 10 0.08 0.09 0.07 - 0.14 122 64.99 - 2.03 0.67 0.53

_pH 3 0.05 0.21 5.39 66.69 18.85 3.32 1.59 1.20 1.04 0.92 0.73

Fbhy pH7 0.02 0.23 1.74 70.21 13022 2.37 0.91 0.25 0.26 0.41 0.37

pH 10 0.10 3.28 6.28 76.83 8.42 3.47 0.67 0.32 0.12 0.44 0.07

LR pH3 0.28 0.24 0.44 59.39 34.14 35T 0.63 0.30 0.34 0.33 0.34
ACN pH7 0.35 0.85 4.53 13.25 8.05 15.34 32.21 21.22 2,99 0.65 0.55
pH10 0.45 1.21 88.17 .97 0.85 0.50 0.15 0.28 0.21 0.19 0.02

pH3 5.01 0.32 0.24 - 0.29 0.41 44,55 40.80 6.41 11 0.65

MeOH pH7 0.04 0.96 10.80 8.72 6.63 2.9 44.31 16.35 1.38 0.38 0.52
pH10 0.05 0.12 0.06 - 19.43 6119  17.24 _ 0.20 0.10 0.19

pH3 0.15 0.09 0.07 5.05 79.15 14.40 i 0;07 0.19 0.21 0.34 0.23

FEbh pH7 0.06 51.04 32.64 1) 2,97 1.02 0.27 0.15 0.02 0.03 0.03
pH10 0.27 15.16 5717 25.54 1.06 0.10 0.01 0.01 0.01 0.04 0.02

YR pH3 0.28 0.32 0.44 50.39 41.14 5.07 0.92 0.45 0.36 0.31 0.34
ACN pH7 0.33 0.42 2:91 11.04 775 14.95 31.56 25.17 4.39 0.91 0.58
pH10 0.60 7.07 84.28 5.99 0.71 0.57 0.20 0.15 0.15 0.19 0.09

pH3 2.47 0.23 0.24 - 0.32 0.34 39.32 46,39 8.61 1.22 0.69

MeOH pH7 7.62 0.70 0.35 0.24 1.76 24.23 52.42 10.03 1.50 0.72 0.43
pH10 on on 0.16 - 33.90 49,30 11.85 - 0.23 0.13 0.17

pH3 0.06 0.06 0.08 3.69 74.40 18.92 1.66 0.51 0.19 0.22 0.19

by pH7 0.01 46,13 28,26 17.94 5.41 1.71 0.45 0.02 0.04 0.02 0.03

I pH10 0182  31.286 60.929 7119 0.365 0.021 0.013 0.012 0.021 0.041 0.012
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