£} sSHIMADZU

Excellence in Science ~

BERAEI7O< TS T7EESRE LCMS™-8060

MU 7 IVHEBEESHET AV
EURRRIN RIERERE—F O

IR 7592

1—H—RRxT1v b

@ EU-RL-MB(European Union Reference Laboratory for Marine Biotoxins)|ICZE#L L 1z —#W B DREA M B ES D D—F 7
WOAJEE T,

& EEMBEREEFERL. 1TV rEV VYDA BREICOTTEL T,

& F— TS —DORMIEREEAFIB LESNIC M) T A Y F RBERHIMER CTEE T,

mI L&l BMRM kST aY

BElX. FICTHEH N EEOEWVEERBEERZHE L. PIICERLIEMRMD b5 > T2 3 &R TIGRLET,
BRICEAERTACETRELET, BELIEEEE OA. DTX1\ YTXIEFRAT 1 TE— K. PTX2EAZANERY
RERND EREFEREERCTEABYETT, TA47E-FTHHLE Lz, PTX2ICDWTIE T A—1F

EUTIE. BEAMBRICOVTREIERIITH Y. 84 A A VNCEREDBIFAIMENH, A A > & @A LE LT,
(EC)853/2004. Annexlll SectionVliChapterV TldB A% BH

ELTHBT 2 MBS ENBIEANSEDEREES. &l _MRMES 293>
FHEB, Ta /) TAVA NI VBERORI T/ M EY Compound| Potaity QL Q3 CE
VEBHE160 ug/kg(F A ABEYE) . TH R OB 160 P miz miz V)
Ho/kg(FHFACOBYEE) OLSICEDTOET, e -
EUREH1786/201 30 Annex il 12 5 N 48— B T v oA 8035 | 282 | 48
VR UBOFABRRIEITS mg/kg(f Ty Y hFT Y O - SOCENNNCE .0 55
)T ETIFSNE Lic, HEBREICDWLTIE. (EUNo DTX1 - 817.5 255.2 49
1572011 B WNC. EE—WEhOBEFEEE I T 57 DTX1 . 817.5 113.0 55
SREL: S+ NFeIS M == =
ﬁg;ﬁgfi _L(, E}%uii%cg\;w\s;ﬁb [EPNEE ==Y vTX ) s ol 23
AKX TIE. BREEECESEEEICHET AR, YTx - LD | GIES 54
HAMENRE SN TVE T (FRR27E386HTIFBZRH0306 PTX2 + 876.5 823.5 -26
£15), _NEBFOABIMICEEND E=IX. THIEES PTX2 + 876.5 805.4 -27
¢0.16 mg 77 7\@%51(9 FEEDHSNTVET, RE PTX2 + 876.5 213.2 .40
A2 z[ iy =[— 37 > < [
DOREEIE. FRAMEEEICIZTR27E3B6 BT A% ER - . P | o a1

0306532, BIUEDBEEEBR LT HIBET 1« /
TR UBERENRE LILCMS/MSEER LT AZAL + 8425 8064  -40
BB ENEN TN TOET,

gﬁ?w\wwﬁﬁff?%ng%%ﬁ%iﬁ(%b SRAY s

B TA S TA VAN VB RXTT/ VB N, _—

TR COBED LU T by B BRET DS CeMSPIIARE R BT
DOIBE(L A E BAIERN LIk 2 7 O ER% 15 T I —

RIEBEEZ (A LILCMS/MSETHM L TeShla SHan Column : ODS column resistant to high pH *1
LEd, HmbEDHDFIEIL. EU-RL-MB(European Union (100 mm X 2.1 mm, 3.5 pm)
Reference Laboratory for Marine Biotoxins) ver.5 DO 753&IC Mobile phases - A) 2 mmol/L ammonium bicarbonate
Bl E Llco 7HEB. T4/ T4V ANFV VEDRE aqueous solution(pH 11)
ZEAHOICIE. HEHE. MKPBLEBENNETT, K& B) Acetonitrile: 2 mmol/L ammonium
BRClE. MKDETE L ENKD RS ) DR42 T B Ak bicarbonate aqueous solution(pH 11)=9:1
EREL. TNTNI M) VAR Y F NREREER. E EOIW rate : 203 rgL/min
= - olumn temp. 140 °
BicEmLELL Injection volume @ 5uL

. Time program : BConc.25% (0-1 min) —
m{LEMEEE B Conc. 100% (11.4-16.7 min) -

Okadaic acid(OA). Dinophysistoxin-1(DTX1). B Conc. 25% (16.71-22 min)

Pectenotoxin-2(PTX2). Azaspiracid-1(AZA1). The flow was loaded into the MS detector between 2.5 to 11 min
Yessotoxin(YTX) D5t D —Fnira&st L% LTz, using a flow switching valve.
H1icid. YTXOEEERLET, e [MS conditions] _(LCMS™-8060)

lonization : ESI Positive & Negative
Interface voltage  : +4 kV&-3kV
Nebulizing gas flow : 2.5 L/min

YTXik. YA FVICBHET BEAMD
MESHER) I—7/VERFET. AEERE
¥ Lingulodinium polyedrum &

- _ Heating gasflow  : 5L/min
Gonyaulax spiniferalc & >C Dryinggas flow 15 L/min
EEEINET, - Ry IF/DL/HB temp. : 350/200/450 °C
Na0;50 Sem TYIX H CID gas pressure ;270 kPa

1 YTXOREE ESI probe position : +2mm 1 BEXMESR




Sheet3 (2)

						加水分解なし						加水分解あり

				Compound		R2		定量値		回収率		R2		定量値		回収率

								(ng/mL)		(%)				(ng/mL)		(%)

				OA		0.99977		2.06		103		0.99991		1.94		97

				DTX1		0.99995		1.89		95		0.99995		1.99		100

				YTX		0.99977		3.09		103		0.99980		3.13		104

				PTX2		0.99991		2.44		98		0.99987		N.D.		-

				AZA1		0.99993		1.96		98		0.99970		N.D.		-
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				Compound		Polarity		Q1		Q3		CE

								m/z		m/z		(V)

				OA		-		803.5		255.2		48

				OA		-		803.5		113.0		55

				DTX1		-		817.5		255.2		49

				DTX1		-		817.5		113.0		55

				YTX		-		1141.5		1061.3		33

				YTX		-		1141.5		855.5		54

				PTX2		+		876.5		823.5		-26

				PTX2		+		876.5		805.4		-27

				PTX2		+		876.5		213.2		-40

				AZA1		+		842.5		824.4		-31

				AZA1		+		842.5		806.4		-40
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				Compound		Polarity		Q1		Q3		Pause time		Dwell time		CE

								m/z		m/z		(msec)		(msec)		(V)

				OA		-		803.5		255.2		1		100		48

				OA		-		803.5		113.0		1		100		55

				DTX1		-		817.5		255.2		1		100		49

				DTX1		-		817.5		113.0		1		100		55

				YTX		-		1141.5		1061.3		1		100		33

				YTX		-		1141.5		855.5		1		100		54

				PTX2		+		876.5		823.5		1		100		-26

				PTX2		+		876.5		805.4		1		100		-27

				PTX2		+		876.5		213.2		1		100		-40

				AZA1		+		842.5		824.4		1		100		-31

				AZA1		+		842.5		806.4		1		100		-40
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						加水分解なし								加水分解あり

				Compound		最小検量点		R2		定量値		回収率		最小検量点		R2		定量値		回収率

						S/N				(ng/mL)		(%)		S/N				(ng/mL)		(%)

				OA		165		0.99977		2.06		103		284		0.99991		1.94		97

				DTX1		76		0.99995		1.89		95		113		0.99995		1.99		100

				YTX		124		0.99977		3.09		103		52		0.9998		3.13		104

				PTX2		1364		0.99991		2.44		98		815		0.99987		検出なし		-

				AZA1		526		0.99993		1.96		98		613		0.9997		検出なし		-
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						加水分解なし						加水分解あり

				Compounds		R2		定量値		回収率		R2		定量値		回収率

								(ng/mL)		(%)				(ng/mL)		(%)
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				DTX1		0.99995		1.89		95		0.99995		1.99		100

				YTX		0.99977		3.09		103		0.99980		3.13		104

				PTX2		0.99991		2.44		98		0.99987		N.D.		-

				AZA1		0.99993		1.96		98		0.99970		N.D.		-
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						加水分解なし								加水分解あり

				Compound		最小検量点		R2		定量値		回収率		最小検量点		R2		定量値		回収率

						S/N				(ng/mL)		(%)		S/N				(ng/mL)		(%)
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