B 3

2

5 FNTCAR IR A S B T e P A S S Fd B . (RSB R AR BINFIE )

(ot B
E U 1B R B O B O = 1 1) o 7 3R D AT 720 0 A

Wieft et Qe

i
PN H
T
Bl

FE—

TPIRIKPEMTZERT  EAENT
B POROKEENIIERT  ATHIFTAT
Bk WOk pENIGERT A
T P RIKEENFIERT

0

=

0

5=

g & &

\

i

=4

TN—7E

RS : EUICEME RS A+ 5 72 0121%, BUBSR®D 2 H/EEIICEA T 2 HERDH D, TDT-
D, RETHA T EO AT ONT S, WEFRIEET D AR BN TH 7 v 73 HE
ZVERL L. EWNHHNICES H@EICA, REIZSCTEMDOE=4Y » TIRELZITOMLERH D,
HEOZR)TIE, MEMEREFEZ O THERRICOWTERN THHEBENR T 5 TWA2S, EUL

BWTIX, E6IZREBEEE T v, Ay bR y) | THAE O,

RO A

HE (FUEARE) OF=F I U ITREMTbONL TS, KiETlL, BEEI~OEGH BT R T 5
A DI EEFEMFI & 72 > TN 7 W AR IR B LA P Sk 70 & QNS AL E AR B O KR ¥ 7 A 1o

T, BEEROHTIEIC X 0 BREEME H 5370 & NS FRIME RIS A T, N5 H .
Ju

TR nlE LUK

A BRAE N L CTIER R Z A L. ENEHIES JOEUBHE L i L, £=2 U > 7 OMEEME

7o EERMRE LT,

A, FEE

EUICEMWMER S 2T 5720121, EUAKRSD
LEEBMICHEAT A MENRS D, AN
TIHEEANTHRT STV D TRt EER X O
PERFORGIMEICMA T, IBEERERE (Xr 7
Ffov v, A2y YRR Yy) BLOTHAER
fg, FLBEAMERTE (RVEABR) OE=XD
TN RD S D, 2019466 H12 TEMAKEY -
£ 5 OB IR R D 72 8 OB A E B~ D et i S 12
B3 2 BRI ISRV T THHIER D72
OFFE - Hldk O SE~ox bl (CEER) )
DELY F OB, BUMIT R X T 5 A A ek O
BANZHOWT, kSN TW5D, BURITHEZTH
A DWIIREZITOICHT=VNLEL D, KET
A OEFEOFEEREZEZITV, A DRH
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\HRIHE E 21T O RHFE R ARt L, ==Y
v HEERTEICOWTRHNT D Z L2 AN L
L. RET A ATEEHICE N DM HTIEIC K
0 BREME H T2 & QNS NHIPE H 310 2 TR

Hi, 7Rk, RUEABRIZOWTHOHTL
7=
B. 9 51E

1. BESWAFZ T T3

ARFFERRREIC L 0 INEE Lo B ARIR RS 72 5 O
WAL ER EWHR O KR X T H AT ONTE 1 IR
o RE T AL GRR A B e vl & 10 fE {4 (200
g Ul k) 2225 E THREY A X LR
TN HREE LT 5.00+£0.05 g, FHHE - IEAM:
otk & LT 2.00+0.05 g, KA1 BT



FIRERL LT 4.00+0.05 g ZHRHX L 72,
F 1 EE LTeARZ T A 3k

Hidg it %A ZHCA CHRER
(10%)

#wmEat| 2019/11/27] 2019/11/28 477.0g

SENf| 2019/12/11] 2019/12/12 400.4g

4 mitatin| 2019/12/16) 2019/12/17 295.6¢]

HARR semktm| 201912/16] 20191217 462.7¢g
FNalg|  2020/1/15]  2020/1/16 458.5g

FNa|  2020/2/100  2020/2/12 562.6g

R 2020/2/18]  2020/2/20 535.3¢g]
gal 2019/12/5]  2019/12/9 736.8¢g

gl 202071714  2020/1/16 881.8g

JeugEiE|  Ahfatp|  2020/1/27]  2020/1/29 865.3¢g]
B 2020/2/18]  2020/2/20 785.6g
B 2020/2/26]  2020/2/28 770.8¢g

2. BEESTARE ORI
1) R H B o alet
RETIHADKETIA b D6 RRHME H O
HIB L0V O 7= ORIALELT Boundy © D5k
(J. Chromatogr. A, 2015, 1387, ppl1-12) (ZiE~>
2o T72bb, REVFRA FB.0gZxfL, H&ED
1%EEA Nz, B<HHLI-ob, I L.
EHOTHEC L > TR LD BEEZEIL L, KIZ,
B L7z E3E 1 mlicxf L. 25%7 & =7 /K% 5ul
Mz LR LD, 04ml 27T 7 7 A b 1—
AN — FVU v (Supelclean ENVI-Carb
250 mg/3ml) \ZAM L7=%, h— bV v U EEY
K 0.7 ml TYEE L, 1%EE#EGH 20%7 & b=k
UL 2 ml THEEEH - B L7, B L 72 iR
0.lmlizxfL, 7 hr=1rVU/r0.3 ml ZMMx 4%
AR LT D& TR E LT,

2) FHIME - RREEME H B AT R
RETIADKREHRA b 20glTk L, 1EH
O T, 9mL O A X J —/L & ZT 3457
EVFA AL, mLAHE (2000 Xg, 10 77fH) L
7o BiEE M LTz, 2 B2 H OfHIE, w0 s0BEL 72

13

WEZ 9 mL DA% 7 —/L K (90 : 10, v/v)
ZMZT1HMARES A XL, =m0 (2000
Xg, 10 4rf) THREZSE L, 2 BOMHIC
0B EEEEDETAZ 2 —L 7k (90 : 10,
viv) T20mL I IZER LI b D& AKX J — AR
LU BENDIREIERTE (X277 7 M¥ U URE
Ay hRUURE) BXOT YA Bt E &
WiE R 7 0~ 2757 40— 8 &5 WIE

(LC/MS/MS) To#t L7z,

¥, FRIER#RTH DA ZBREEO 5T IL,
A2 ) — VAR 2 IR Gy FRALER U T2 D BT 3T
L7c, MK RALEETIX, A% 7 — ViR 2.0
mL (2 2.5 M OKEE{ET R U o AKIEIRZ WML,
76°CC 40 Zr[FMEA L | Bk &2 SEIRRRE  THmAIL
721212 2.6 M Ok % 250 uL Mz CHF L7, 7
IV UG iE L 7= 3 EHE LC/MS/MS 52 L 0 F
FIPE A Z R A oA LT,

3) FOIERERME H A AT RR

RETITADKRETRA 4.0 glzxt L, 16 mL
DAH =)7K (1:1,viv) ZINzZT3HMAE
U A XL, mLrEE(B000 Xg, 1043 T |k
Hav ) oo 7404 — (046 um) TAHIBLTZA
WE S AREE Uiz, et i,
LC/PDAEIZ & 0 43#r L=,

3. HEEBERI O HE
1) FREYEH 7

Boundy © @ ik (J. Chromatogr. A, 2015,
1387, ppl-12) BB (AL E & foiifk L Totr L7,
AT EREY E 1T C1/2, GTX1-6, deGTX2/3,
neoSTX, deSTX, STX D 13 iy Z i i L=, £7-.
IHTIT K o TH LN A R DOIREE & KB
L7zl tEE® (J. AOAC int., 1995, 78, p 528)
Mo HE LT,

2) THIMERR - Rt =

THIER A X B L OIREEEEA =
NS UBEITREA A E— FOLC/MS/MS 12 L 5
ZEMNE=XY 7 (MRM) THO#r Uiz, 24T



717 .k LT Hypersil Gold C8 2.1 mm i.d. X
100 mm % 1 7 LA —7 12 10 30CITARH AW
72, BEAHIE 50 mM FES L OV 2 mM ¥R7T > F
=vriEte (A) K. B TER=FUL K
(95:5,v/v) DML DV =T 77T Mokt
IR TAI MBS =y Y XU RS
fEL 7=, B A 20%B T 7 AT o705 10
53T 20%B 775 100%B (L., 100%B % 15 4y
R - 72, WiEIL 0.3 mL/min T{To>7z, #&EHI 5
pLEALT,

FREMER B2 7 7 ¥ v U BB LT A
g R A A F— R LC/MS/MS 12 X%
MRM TH#rL7z, o4 Z 4& LT Hypersil
Gold C8 2.1mmi.d. X 100 mm &% 7 LA —7
([ZX Y 30CITHRRB MW, BEIAIL 50 mM iz
BrUemM X@7 =7 2x28 (A) K, (B)
TER=bFUL K (95:5, viv) DZMIZEDY
=7 7TV AT Ko T PTX - AZA %
SrBELT-, Fi{bE 5%B T 7 To7z 0B, 10
53T 5%B 225 100%B 12 L, 100%B % 15 47 ]
o 7=, i EI% 0.3 mL/min TfT- 72, idfHE 5 uL
HEALT,

MRM 7341 513 EU OFEERIEFIAE
EU-Harmonised Standard Operating
Procedure for determination of Lipophilic
marine biotoxins in molluscs by LC-MS/MS.
Version 5. | (Z7E - THERE & feiifl L THIE L7,

3) FLlEsERMEE

FLIERE M H g U A BRlE EU O MERRETF
JIlfs [EU-Harmonised Standard Operating
Procedure for determination of domoic acid in
shellfish and finfish by RP-HPLC using UV
detection] DFMFA4KZ L, LC/PDA @ 242 nm
ORI RaT=F— L THlT LTz, BT LEL
T, L-column3 C18 2.11.d. X 100 mm % % 7 A
F=T7 LD 25CITRHB MWz, BEHE LT

(A) 10 mM FE7 o E=7 A, 0.1%FWx &
K, B) 7T bh=hI LD MILDV =TT
VEy ML o ToHlELT, E{kz 5%B T 10
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STV, 20 43T 5%B B 25%BIC Lz, 7
53 25%B Z R, 3 43T 256%B 5 5%B I
L7z, #iHI% 0.3 mL/min TiT- 72, #kEHZ 5 L
HEALT,

C. fE%

1) FREYEH 7

FREME HFEOENHGKIEIL 4 MU/g THO . Zh
EBZTWDHEA, WO HTHRE 2D, Hk
BRI OREHZ SV TiE, W o b s
PEIG A S L 7= IR C o o 72,
HARMIIZIE, 2019/11/27 (LLF%E H TRT) O
Efal 0.5 MU/g, 2019/12/11 Ol < 0.1
MU/g, 2019/12/16 D4t 7 i C 0.1 MU/g, [FH
DEWFIEE TIE <0.1 MU/g THho72, £7-. F
Wit 2020/1/15, 2020/2/10, 2020/2/18 DkE}
T, ThZEh 0.1 MU/g, Ak, RHTH -
7o EBEO~ v ZAFHRERIZIBVTIE, 2 MU/g i
BOPRHERARTHLZ LG, Wb, w7 A
BRI LG A BN IR & e D 5
EThoT,
EHFEREWIRO R Z T TARETH, BR L
7o N~ CRISMEART O & (0.0 MU/g~0.2
MU/g) TH V., ~ v AR L2GAIciEd
TR E 25 mE Th T2,

2) FTHIMHEEHBBLORI T v

FARFCENEGOREHCRB T 2 THitEEE (4
NEWRE) BT T 7 MU VOB ZX 1
(29, 20194F 12 A 11 H? 8.0 ng OA eq./g
wbmE <, EOBRMRREMIHAD LTz, 77T /7 b
XL 2019412 H 11 HEB L TUN20204F 1 H
15 BOERZ T HA RN B W IR RF LT T
HoT=A, 2020 4 2 A 10 H LARRIZERE L 7250k}
TIIMH &, 2020 4 2 H 18 HOREHZBWT
25.9 ng PTX1,2/g & THINL 7=,

Flo, ZOIENORETIEZ, BB EHORSZ T
7 A T 22.4ng OAeq./g. F%r I DR Z T 5 A
T 4.4 ng OA eq./g, EMFRBHDO AR L T I A T17.1
ng OA eq./g DA 71 X FERED i H < 4v, PTX BHIE W



THOREN D bR SN oTe, Leh- T,
OA BB XU PTX BB LET-HREIZBWNTH,
2 TORETHEHIED 160 ng OA eq/g LV HiK
VWMETH -7,

eEE B AR OREHC B T A TR R E (4
T ZERE) BEONRI T ) xRy U HOHEBE X 2
WZRT23,20194-12 A 5 H?D 13.2 ng OA eq./g 7>
SRR LTz, =7 7 7 b % v B, 2020
F£1H 14 BORED RSB E <, 56.0 ng PTX1,2/g
LD OABEB L O PTX HEx A b -EHEIZ EU
2RI D BHIEOK 1/8 DFETH -7z,

30.0

25.0
HPTX EOA

OA%EE ngfg
=
u
o

2019/12/11
2020/1/15
2020/2/10
2020/2/18

X 1. FHRESENEBORZ T HA BT 5 T
HEBIOI T ) hF Y U HEERBOHR

70.0

60.0
EPTX mWOA

50.0

40.0

30.0

OAZE & ng/g

20.0

10.0

0.0

2019/12/5
2020/1/14
2020/1/27
2020/2/18
2020/2/26

X 2. ALWEEHREOR 2 T HA BT 5 T
HEBLIOIVT ) FX Y U BEHEROHR
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3) A=y hF v

HAREENERGOREHCB T2 M=y Y R v
CHEOHERBZK 3 ITRT, A=y Y MR UBET
2019/12/11 OFEHZ BT 257.7 ng YTX eq./g 7°
B S, ZO®%RITRIFIERD T 2R AR S
Nic, %, Shr ik, EEFHEEG TR AR Z
T A DYTXTZIZ1 205.0 ng eq./g, 156.9 ng
eq./g. 186.3 ngeq./g ThoT,

A EEF ARG ORENCB T AL =y Y FFY
VORI 4 \TRT, ATy Y MRV URRT
HARROFE & g U CTRBE CTh - 7243, 2020
1 H 27 HOBRBIBICB W ThFn st %
B 23 AL 5 A, 2020 4E 2 A 26 H O#ENCIE, 81.3
ng YIX eq/g L7e o7z, LED X SIT, HFHREE
Rk L OARREAR Bk OREHZ W T A =
YV MRt s, EU OBHE (= v
Y RNEVURE; 3,750 ng YTX eq./g) ZHRZ 25 HE
L B ENT e o T,

90
80 P
=& =YTX
70 i
_t‘:f 4
= 60 %
= "
50 7
il o ’,
ﬁﬁf 40 SO "
£ 30 g
20
10
0
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3. IV EE RGO R Z T HA BT HA =
VMRV UREEAREOHE

300
250 5
-E'E b Y
& 200 s
o =@ = YTX
I8 150 .
e \\
= 100 <
; \\ -
50 L At
0
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X4, HERESENEHOREZ T HAITBITHA T
Y MU UBEER BEOHE

#2., HRBMHCER LR E T A DA =V
%

_ _ B YTX
FREUS RELH
(ng eq./g)
®ma 2019/11/28 205.0
Nk 2019/12/16 156.9
ERN  2019/12/16 186.3

4) THAE R

AR IR RS FE YL C 11 AR LN 12 AICER
HELTREZ T HARBHNTIBWNT, % BHARGOR
Brakx, 2ToRBHIBWTFL—Z LD
BECTTY A2 BRHIN, 7HAER
fe-1 YEICHE LR YT A ABRHHIY D
1% 0.3-0.5 ng AZA1 eq./g TH Y, EU OFIF T
W5 EEHEME (160 ng AZAL eq./g) XV bl T
WIREETh o7, —J7, AbimE B oEH
BT, TYAERBREITVT L RHBRUT
Th-oT,

5) FlEsERMEHE

T AR R e B s L OV v E AR SR vk CERE L
T2 BT A RED KA1 % LC/PDA 73472
E0HT LI, TR TRHBRALL T TH - 72,

D. B%

AR BT A E AR W TR L 7o AR ¥
T HAIZEBWTHMEICHENE AR A &
iz, BEICIEEP T IoARZ T A OHEE
=2 U 7T H ARSI 35\ TRREE H
WZKDRET A OB HRESHTEYE=4
U Z7i3mnELBbhsd, £72. ERREIREN
HOCEREL L T27R Z T 1 A DAHT T b FRHLME B 303
ORI ST, B S Av7o R M 2L B (L
B2 REL THLHEETHY, BEICHFHREDIT

16

STERHBE=XV 7 TH, RET AN
Bl A ElE > THEL L2 2 S8 bR R B
HoOBEBbHESHTWARY, DLEXY, R
IR W TR RIC K 23 27 13Kk &
Bondn, BlanMECRHEShZ Enb,
R RBEEOHHBEICOVWTTE=2 ) 7
N s b,

THIMER R (G Rt 1Tk ER = ks
FOHFREFERIBETORE T & LI BRI S
e, ALHEE-CHALHT O3 T R H A (o
B HWRE) OFEAERIE WA FIREEERTH D
Dinophysis fortii DAk TH 0 (Toxins, 2018,
10(11), 457) . FHIMERFIC L 2FKITIhETDH
“HKEDOY AT O—DLEFHENTEYE=4Y
VINMBETH D, —EIICAREITER) HKE
BT 5 & S, AfE CRBHRIZ 1T -
TARITHBBEE MR TH D, T
BRI SN A0 XL 2019 FEOIHEIZ
Bk L72BE O A B FEREEN AT L Tl &7z Al
REMEDEZLND,

M U < Dinophysis J& © H % ifa ¥f & %
Dinophysis acuminata DFEAT HX7 T/ F%
TURRT, ALREAR SRR OFE T, 2020 F 1
H 14 BORZ T A REHZ B W TIRE N I b m e
o7 (K 3), JbiEE P IoKERBRY; L ARSI
TWBHHEBET T 7 b —4 Tk, mH o
TE T D. acuminata 7 40 cells/LOKIE 15 m) D%
ETHELTEBY, 777 hromBUIRRE B
—FH LT\,

2020 F 1 H 14 H OAtifmER=MkIC T 578
2T HABED OAREB L O PTX BEx bt -5
i3, BUICRBT 2 RAMEED 13 RETH -T2, F
7= BRI OBFEHZ BV T 2020 4 2 A
10 BBXW2 A 18 HOKRZ T HA REHZ T T
J XTI BRIORIT ) MR U2 PR E
N2, OA BB LU PTX #A2 & bE-H &I,
EU 0E¥EEZRE TRIZETH 72, ¥, K
2T H A% Dinophysis | EA LTz~ 7 / %
2 HERTT ) Rl N EDBITRTT )
Ko o8, 7T FXx -6 ~EBERICR



WTAZ Mo TS, SERIGHTLIZARZ T
HATlE, RITF I hF¥vo-1 BLORZT b
X2 BRBHENTWSZ D, Z ORI
L LREREEOHBN SV | #Hizler T/ K
X2 OMBERHoT=AREENRE Z b, H
FRILPEE N o & — KEER G AR L T
WHHET T 7 b7 —2 T, 2020 4 3 A 19
HIZ D. acuminata % %= & 3 % Dinophysis J& D Hi
BRME SN TODR, BETHA ORHER X
W7 T ) hRT -2 BRIz Ens, 2
HIT b ARBED RN & - 7= ATREMEN R ST,
PLEo X oz, dbyEEmsis, 5 AR RERE O
M OREHZBNT, X7 T hFTrBROA
Ty Y MR VUBBRE S, —EIC IR R R &
OREFELRO NI LD, JRINEEO B &
RETHA BROBBRELIET 2 Z ENNELELE
BT,

TP AL BERIZOWTIX, AR RS CHEL
Lz o a0, B THMEThH-o 72,
WA, BATHICBWC T P A ez EET 5
POMBEEE O HBLA RS STV DA, JFIK EEE S
EEECHI LT EY, F, BEOFHAEIC
BWTYH, ENO ZKHENSAE L FERICHED
THEACe@BARHEEND Z EiEH o723, EU D
AEEAZEZ DX BRE\ENNRES NI LT
W, EDTH, BRFRTT P A RBIZL DR 4
THADOEFLY A7 TR E B b, #bR
IR o BB [ S WD T RINE RN K E T H
ey

R EA BRIZOWTIEL, AN CTHRILL 72ty
EBLOHERREORE CIXITXTRRHETH -T2,
HAEWNTIE EU AEHEABZ D RV EA BRIZK
D A HEOF TN E TIcHEIT R, FbY
AT RN EEB BT,

E. #&i

T AR R R B v vk s L OY, Ak AR = vk
TR SNTZRZ T HA IO T, #AFHERY
N L. EANSCEUE T 5 HfNE & OBf%RZ K
FtU7-, FHIMEETE (50 ZBREE) 1220 T,

EBIE=H VI PRMEEZZ LD,
PEETRICOWTIE, BEORE 7 & HAREER
ICOWNWTE=H Y U ITRMELEZ STz,

HARRBERE OREME R, 72 5 N M
BUDREEEREBLIO R EABEIE. WTInd
EANB LOEUOHGIELZ K& < FTRIZEHERTH
Slz, Flo, TNHOFHAMSIE, WBEOHFHEICE
WThH, BlfiMEZ BRI EES AN GBS
Nz e, Y A7 FERWEEZ b,
— 5T, KEkOEAET DIRKEEIL. BNT
LG SN TWARERH Y, JRRESEO B H
RZNCHTT 5 ZHE OB L7 B2 O T
Bl & MR MR A EET 5 2 L BREEND,

F. fEREfGRRE
7L

G Wroeisz
L

H. Znpf et o HE « Bk,
L



