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FRE TR

KEEBIZH TS AIQS-GC RV AIQS-LC ZAW=R I U—=V T3

OB 1, AFIEE 2, HERAR T 1
VA FIRBRBS AT & o # — 2 5 FIR KN E R AR EER B o 2 —
29 M b ERS (v T4 VB 2021.6.1-4)

[iIxtic]
ARTIE, KEFREOBRZMORERSI FiEL LT, MEL Dick-> THESLEL AIQS

DB(Automated Identification and Quantification System with a DataBase)|Z & 2L W/ E R % 5

fiti L C & 7z, GC-MS H AIQS-DB(AIQS-GO)IZ/ 2. T, —FE4EN S LC-QTOF-MS A AIQS-DB(AIQS-

LOZE AL, GC-MS T L @ik B3 E OB AT > T d, AFERTIL, RN THRA

L7e U =D~ ESEIC Kk LT, AIQS-DB ZiEH U CTIREHEE 21T > 72 FHNC OV THRET 5,
(5]

WU I = D~VBEBG K AN OBERZ B D 7o B4 ik & L CTHKk L, AIQS-GC &Y AIQS-LC
\Z R DT EAT o7z, &4 ORI AL, P EOOHE DITHER L7,

[RER & BE]

HERE AR & RO FgEIT o+ 2 BEE MR E 2 £ 1 1R T, AIQS-GC Ti&, MS b v MR,
QT K RT O—F R &< . MIETPIRED 0.10mg/L L ETHOWEZ R & L, BIGOMIE
NHiE, BROZ Ty s at oo LR ER, ERHESIX 25 ORI
M e oTo, AIQS-LC Tlk, 'V i—%—A 4 OfREEEE, MSMS 2A~X7 L, RT O—#
FRENDHE L2 L ZA, BIGOREN DL WA A sz, 7o, = b 7= 7r vy 7 R
X AIQS-LC IZITRBEKOME TH LN, TV I —Y—A F L OREEEREIZL DV AR A7) —=
> 7T LCMITHAAEDHERR CTE 7o, [FE IR, FRJE~OR L RT I D0 i D 48 Bef 8k
PHEWREE (48hECs0) T 5 3.615ug/LV% LA HIRE TR S 2 L EN L AEDOIRIKME Th %

LEZ LN, ‘ . ‘
F 1 FHUS CTORIBEIEE LKEADITRTT 2 2PEEERE (Hifiz:pg/L)

APETIE, AIQS-GC IZMZ T AIQS” ~ ppomn R SRR T
. _ - . _ o T FREA TV V3 (48hECs)
LC #@#EMH+ 52 & T, KEFSFAKIZ Too7 0% o0 42 %Hﬁ;@cb 3.615
s Junjuzy GC 25 He L 110
BIDHAZV—=2 T OMWENIEN -T2, ﬁ;i\c&{‘ v L LC 11 op.ﬁoozoL 350

L = - P - N - TR ZA \/,_L:E!tp
X517, TOF-MS OFEEE/pHrc L M CRTMSICIEE % e R

0O RHEE OB EORSC, ¥~ A AT MUERSEICE S S REBWE OMNT b IRE L 72 0 | BRERE
(2B T Do HTRE R OMEE D) E R OSREZRAR A TH 5 Z L RS iz,

€ir:))|

AIRFHT A2 LC AT ATQS-DB (&, AbJUMN TSz RFFY BTk B8O TRV 72 b o T
b, TR L TUEHOEERLET,

(&% 0EK]

Kadokami, K,K.Toda and K.Nakagawa (2005) Journal of Chromatography A, 1089, pp219-226
KADOKAMI K, D. JINYA and T. IWAMURA (2009) Journal of Environmental Chemistry, 19, 351-360
Kadokami K, Ueno(ZOlg) Anal. Cﬁem.r‘ﬂ91(12 , 1749-7755 )
BREEE KO A TR SR BRI O HE DS IR ISR 2 FE S gk v

S 0O DO —

Screening analysis using AIQS-GC and AIQS-LC in water pollution accidents
Hideaki Asanumal, Katsumi Iwabuchi2, Tomoko Itou!

Iwate Prefectural Research Inst. Environ. Sci. and Pub. Health

2Health, Welfare and Environ. Center Ofunato Branch
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FRELRI

EEPHIFOEZEDISHFET HYF/ TIIORELHEEICHON-FEBEOEL
Change of seasonal migration in the mass intrusions year of Asiatic black bear inhabiting near

settlements in the North Ou Mountains

OMRIFTEA ! + LIP3

FIHBES RN I & — « 2R R
LRSS (B T4 BE 2021, 8.28-31)

1

H A LEE 4 20

chnla

VX)) U< (LT, 7~) OREHEELIIEREREECTOKEICBIT 2 FHBH O EZHL
T B0, HEHEFEDIC T AEEZ %512 GPS 7 L A MY —F& 4 i L7-, 2017~2020 4E0D
6~9 AIZE TRFEBAMEEARNIZ TAH R 6 B L A R 8 AR (HARER~RLER) (ZGPS T LA KU —
il (Followit f18Y Tellus2D) A¥E3E U CHEER L7=, 6~8 H O EZFFTEIREIL 1 BFEIC 1 S OWIN A %
FWTHRIZE I — VLT 5% TEIE 2 F M Lz, £ L TI9~11 AD2~3 HIT 1 /1 (12 FERE) O
MRZEROT, MBICZ OB RTEHEICHET 25 & 2H N Lz, BRI B REREDICHTEL
TV, ZOWMEREZ BOEEIC, KREHEBEOR R QML AL E LT MZONWT, —
ALIBIRATET L (GLM) (280, HRT A= —%HEE Lz, GLM OFSRN G, FEREHRFER
DA R L A XD 2 B THIEMERIL, £ AT 13.8%., AAT5HL2% Tholon, KEH
BAERFICIIA A TE6. 7%, A AT42.8% FH- LT\, 20O & bIERBEHBHEICIIKTITELE
WHEEF Lo < 25— 0, REHEFITITEEELITHE Lt 282038 Re S v, ARET
FFEREHRF & REMEFOKTFIZEB T 5 E R TEIE D O OBEREREECR A & 02 b & iz L,
MBI ~BANBAHETDEA =X AZHONTHELRT D,

(598 3CF)
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PRI

NEXVADOEMEICAIF =2 )ILEAMEBRADIERIZDUNT

[ZE /N

AN 3G F R UET R E g ALRE - AL - R SCT T E LT R e

(EmEBAfE  2021.10)

1.5

BARBENFRA L D2 BT HEFEORIKEIIZ T 7200 T, @H ., EERIEEL v

BEs T &7 9 2 & TG ERFET 20, 2L AARFEOHIZIEEmR S AR ST

RNE DB EEAFET D720, DTSR 2 W T2 8 TIERIK S E D FEICE S g7

—AbHHAELZD,

A, LC-MS/MSZE W=/ amDEMSIT 2175 2 &2 HRVE LT, EELA TR

TWRWERS U AZVEE (HEE) ZRATERLED XU AV OB/ L, LC-MS/MS/E
PEHT O A X VBRI ZERR LT D TEOMEERET 5,

in

<

2. A%

Fig .10 &30 i L7z ik & Table 1OSRFTHET 2 TREZ10ERV IR L, A
IVEE (HEE) OEFH#FHHRLZ - 1l minD 757 L arrT_Caby, WMEEELED
D% RAX ) —VTIED LEMEDHTH U A X NVERIERE LT (A% ) — AR ImLS 7= 0 15
R1ghY)

e enT Table 1. 4Bt HPLC 4&/F
+ 0.1%FESEMeOH 20mL SEER (HPLC & 757 a>alL s &) : Agilentit® 1200 series
RESF X 30sec }xz B 8 48 AR 01%FER
E=OSEE (3300rpm , 4°C , 5min) B& - 7Er=ZrUL
’Tﬁ%’&‘SDHMeOHTSO mLCES s>k @ 0min (10%) - 15 min (95 %) - 20 min (95 %)
20 M50 MIET RIS X (C5ER LC (BH%) -20.01 min (10%) - 30.00 min (10 %)
TR - 23 i & 1.2mL/min
[0.1%FEE/ACCN(9:1) €2 mLICES (FEALg/LmD) A7 b ImtaktitR SM-CI8 (6.0 mm x 150 mm, 3um)
ST h 5 LRE ¢ 40°C
0.45 pmA>TL> T« )L — s g = -
R HPLC V) | BAZAR 1000
! 75/ a>aL g bEE 1 0-30min, AHERLS &R
Fig. 1. i Hik
3. R Table 2. LC-MS/MS I & 41
N ) B FERRAAEl LC-20AD
SR O T A2 NVEE (HETE) & 5 ® M- ;;:‘;fﬁ!w»
= N =: . F¥x >k : Omin (10%) -12min (70%) - 13 min (95%) - 16 min (95 %)
ﬁ %ﬁt}‘&& U\@E EEEE\@ 7L: ?5?5 N YOSthka LC 7 [B;x) r -T;m min (10%)m-nz'_oo min (11;“%3 e
F % 1 02mL/mi
5V OWHEEBEIZ LT Table 2 D4 5,2 g | Attt 21m )
FLRE
B2 £ v LC-MS/MS & L7, 200 % A T Ve Q500
- > ) H Fiple Qu.
= e —o H A4 i 3 ESI ()
T S . -~ lons pray volta T -4500V
ZBRiK O Product ion scan IZ X D B H N MS  lon source temp - 300°C
MEE—F : MSscan(ny7:50- 400}
7o MS A~<7 hb (Fig.2) % Yoshioka i el iy S
HOHWER O To b2 O L L, | e
) - staric acid 337.0 > 219.0
- = - - Max. 6800.0 cps.
‘7 A A /I/Eé{‘%/é\ﬁ LTWs Z & %6@@7\8‘ I Production scan = p
b SR S 5 = recursor ion : 337.0 =
L7z, 7=, 1000 fEAHUEDO MRM #ll - e
ETIX Fig. 3 O BOBfERE—27 08 - -
HEondZ LR LT, =]
Fig. 2. MS spectrum Fig. 3. MRM chromatogram

4. F&EH

SR v~ T T7EROCTAF U AYUNE T ZALVER (HEE) 20T 252 Lk Erk:
SRR D R 2 VIR A AERL LTz,

At%. LC-MS/MS Z3#TIZ K 0 IRFRER) R S EERERR 2 ATV, U A Z VB DR TEMF I DN TT —
BT 5 E L BT, MOFERDIITOWT S RIS EVERIE 2 1B L 72\,

1) Yoshioka. N. et al, Forensic Science International. 2020, 317, 110554.  DOI https://doi.org/10.1016/j.forsciint.2020.110554
2) TIto. T. et al, Journal of Natural Medicines. 2021. DOI https://doi.org/10.1007/s11418-021-01496-z
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AR FREEHEHOIERICDOLT
(/N i
AN 3G F R ET R E e ARE - AL - R SGH T E LT R R e
(EmpHE  2021.10)

1. &5

ARRTIE, 7 aEORAEICKHT DO~ =27 /L L LT ERENBCT 1 % Ofth K &%
{7 TR~ = 2 7L (SRS S SGRATRS) A HEL TRV, Tk
IC & DUEEEEA T A L, (T S ERHER %50 U ClEE OIK, 1 L oMo miikz AF L
FAAICIE, Yt v 2 — U ENRYSERZE T I 30 TR - ST & 4T 9 BABE ST
Do

Wb 4 — TN E T, BRI G H GBS ORBRER N EIE M | 0%
SRR MBI B I ST\ o T b T A TH A, Ak, MRS E T 72
VIR OREE A AE L2 ORARBI AR S 2 L& HIE LT, BEMEFRAERMIC T
BB A P A VR LT O T2 OB 2 4 5,

2. ik OFISERFE DR

PRV~ 5L L, Yo 2 —CoERAHECHONT | QERIBPR - SHRFDOIRST
RAL, ZAEREER RN EEoR AR L | T
T, 7oB. AE TSI LS PHREL R L-gE (x BT, BETTHRELZEE

1) 1ok G . Ckk - B0
) { f)«’)fiﬁmﬁ"é g R

3. % (M. 5. M4, Bresns)

= ¢ GEAAL ) = Fa e S AL s

Kat U7 fER & L CEHfSEIZRBWTRE L7 FEA N 2 ~ = (EE. M. b EE%)

e 5| e

) Mopmmmmamant| vome

REEFPRIZ OV T, BRI AR IEEHZBRE LT U e, s

%o AFOETEMEAROAFREME b HETE RN LD mo . RO REE
5INDbAROHMPE L7z, BB CHRGSEY 27 | spesierr . @it

DI TRV VA A S5 O B iR AR [ SRBRBE A B R IR B | | sl | roma il
-ﬁiﬁgﬁ?ﬂ{%l& RRARSRLEERECE
4 Oy RERAEAS | KT 00— -;gﬂ:;ﬁém&ﬁ%%vw(ffmﬁ

RERAT « BRIFE IOV T, ERERORIED 9 BRI | |zeemes |[2izamses | w5 i@ sxnze

(RBRE) (BERAYERE) REL. BROTEREIEE,

FRATEP T L TR W RIS DORRRE A X 3 D E Y & | |17 |saemenss| [P 00MRInEssn, wh
L7, 3. REZEOB®E

Z oA, K4 IZHOWTFIEESGEM A T, ZOMFESIA

. R B 1y B PR - ERREZOER - ASFERUVRE

7B, ERICBED LT, FRERREREOEENEDN DR . BEWOTIRO R B
RIZ, WRAEEHXKIN TRV S Z & & LTWn5, - BEENSERE - REEBIAOER
4. &0 K4. FOMIZIRELI-BIE

L Z =BT D AEEE O BRI BT D MUE AR LT, A%, FRROBIEHOR
EEBET L TOVDIEROEE LT TH D,

) MEEE. “BAEMEFTCo TAK (iR, JRE) AEORETE OFE LT T . RAGBR AR EME (Rdho2Ra
TEORHEMEDTFE S 2E) - M BATH O BARRY 22kl S O R & EATREEICBI T 20058 (WFEARERE - S4B, Rk 24~26 LR AT ICH S
&, 2015, 6-1~6-11

2)  MEMEE.  EEMMEEEA T L RO D D AR EOBYL SRR IC BT oA KT A .
<http://www.nihs.go.jp/food/group3/JintaiShiryouKensaJouhou/JintaiShiryouKensaJouhou_files/Guideline.pdf>, (£ 2020-8-17)

3)  MEEE. EANETTCO TAE (iR, JR%) B ORETE OFEL” | RAGBR AR EMIE (& D% 2R HEE
WS ATERERIR R I BT 2 BB O BARE 2kt SRICBI 9 278 (WFJEAERE - AR E0), PRk 27-29 RS HFTEH
i, 2018, 4-1~4-23

4)  JiliksHT HP TR G RE 2 WP JERT  BRML SRR 35 1) 2 A IRGRE S22 2 A5 PR )
<https://www.city.kawasaki.jp/templates/outline/cmsfiles/contents/0000097/97884/jintaishiryoyoukou20180402.pdf>, (&M 2021-)

5)  WHO [EBR= A At —7 7 ¢ f5EH5 3 il
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RBEEICERSNDBA 4 Vo REFEERO S

FASPIBRTE R 4 - AFRSILAFERE R (4

1 ZLC®IC

RIS A TV o R bbb LI RR R YYR
MEAE LR, B FRMT O BHEHE TIX. S&50H
55 DT A A > FmiE A (CS) MEM S D,
o, BEHEIC L DREREAET 720, HiL
I EHTTFARIZONT CS ZET L2 EnR~==a
TMIHESN TS, LinL, ZORHHECRE
DR, FHEAL T D=0 O BRI 2 E0 BT, ik
HIVTUVZRUY,

ABFFE TI P HAE % DBRBTIRA G T 5 720,
CS DO ITIEZRENLT D & AT SERF O 77— & %
HRL, FEROFEORAK THROBZ L LCTEMT
HZEEEHMNE L THRRIZIT T,

2 RBFH
-1 HE

WA A FEIENER] 7 R T T T A TR
UNTrvE=gLARY R RV YPLra=g A0
ERLSY) FEAMZE, (B, A- GEIERY XAFALT
VEZULATF L) ] TIAAFL (Cogs) BT K
i (BTSN ACS (fihs) 7Sa~DER
51) FREERHFZEAT, BRI — b U » P ¢ Oasis WA
X Waters, F8taAl : AL U0 FLRek
2-2 CSOAHAEDRE

REVKH OCSOAHT T IEIX, IS K 0102 20134/
R EL (BE) MEOA L 20 WLEEE
T, LVEKEOHENTE S X I MmitaiTo72,
2-3 CSOAIIKepREEERE

222 ThEE L2 EE v, BERENRA RO
FNSHLASIZ RN T — R T EEKEIT O, K

PR A RE LT,
3 MHREEBER

31 JISHEBEAF LY TREREEDHR
NS fHEEDO A L v PRI & A Rliiat Lz

O EEAR1-. BIHI%HH
F A4 Bl 2021.11.18-19)

NS WREDSHT 7 v —% X 1157, JISHEEDE
2 FPRAEIE 0.2 mg/L & BRARZK OJE IS IO AR
RLTWD, ARRETTIE. BB, 2 il o 4% B
AWR L, BREE R LT,

NSK0102 (TEE L (B%) WE JIs PR iE
FLo T IRAHE S (5 )
KB
250 mL

RER, WERAE L

Oasis WAX

BRI R4 5&37% 5SmL/min

sepkils (14)
B
50%4%/-I
50 mL
TR

150

200 mL
Syia-t

AVFava=vy
MeOH 10mL, 87k 10 mL

2
30 3000rpm 10min
X
#5115 mL
< BFEE-EFEENa#ETE R 30mL

& Ay TER 10mL
¢ Nadl 15g

4
g0k 10 miLx 2[E]

W4 F
J0nfbh 3 mLx 2[E

JnfLLIE % PPAF /b THT L LY
15 mLPPFa-7 IS T

J0RFILRE ER 5 mL
ft7k Na,S0,06 g
BHEERE
485 nm

CSTEEEBF : 5~100 pg
OKFEE © 0.02~0.4 mg/L)

IAnFLLIE E A 20 mL
K Na,S0, 3 g

BERE
485 nm

CSiE & E0 © 20~350ug
KR © 0.2~3.5mg/L)

B 1 JISK0102 fFEE1 (%) #R AL oIlkkk
EERESERE LTz JIS WRZEDHH 70—

3-1-1 A A U RMBREIC & HRTNLE

KD CS 1FREA A FUmiE Al (AS) & ZERE
BRERET DD AL VI E RS E DA AS
ERETLILERD D, IS HBEOHIETIE, ZOL
BTREPHFRENATLE S, &, Bk V&35 L
LT, OasisWAX 2fi/f]4 52L& L, CS & AS DWW
T AR E . A K ) — T CS DHREEH LT, Npsi—
TORB RN L LT A M2 T & L LT,
3-1-2 BRUAS/—)LEIZLDEIREDE L
Rt L2 LT, Zaa iRV A L5~ il
KEBIZATZ— L Z T L TNDZ EnD, WO
? NaCl FMESe A & ) — )V OFEAFZ L DWIFE~D
WA L, #ERER 2, 31087,

JIS fHE@ETIX, Hib_vPra=v Lk (EB) %1%
HEWE L LTS, &El EB &Xa~0 2 WHEIZBW,
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T, ATV 5 NaCl O 2 et L, 283~k
HEOTIMENRAE LR > 72725, EB 1E 0.3~0.4g D
INCERERED S BWER &2 o7z,

120 [JPacoma
HEB

100 —

80 || Nl EEy N =

60 || EEly EE EnNp =

40 || EEpY  EENgy  Epy

0 }
0

0.0 0.1 0.2 0.3 0.4 0.6

B4R (%)

BoRME (g)

2 RAREHEOERTHER

4.5
! X o 2ppm
" 3.5 e
g ’ X0.5ppm
< e 4 ©0.25ppm
g A 0.1ppm
R 2
X 0.05ppm
¥ 'Y
15 S
| P e é

o
wn

l‘.5 é 2‘.5
BAHEE O A8/ — LM E (mL)

3 HRMHEOAS / —LIZ& HEENE
NS AT BRETIZ IR & FhHIF A 2 ) — L3R AFE L T
THRETRVEERTWS, LnL, SlElRE L
FETIE, BESER AR RERE A 2 7 — /LT L
G ERRUK M LI IGE Tl LIz 2 A, £
X ) —)VTRHENEL 72D ERbhoT, AKX/
— VIR ETCENE D D REMERH D Z E B CS
REBNCRA 2 ) =N OEHREEZELSE, HEHRE
LT, CS IEEAME M BB R A R E < Na oS

—UHOWRER 0.5mL LLFETHZ LIC LT,

3-1-3 BB KDV I IOV FEE

JIS A )@ T Tk OGS I AE Ry 0 skt FRGBURHC 7 | e s
NEEFAT LI LI T0D, L, WJIEE
TIEL A& ARSI &0 E B R (485nm) T B 0 fic/ s
WL EOWRE (>0.05) 2R3 ORI,
SO, MERE A7 vaR L ANLF LUV E

ML OWHEHREHCAER L, Ny 7 7T 72 N

REfTH &b Lz,

031y

Abs L \y‘\‘ e -\‘L\,,,,.\‘M\\L

01 e

0 ‘
300 400 500 600
Wawelength [nm]
B4 mIDERRDSDANY bIL
LLEORBEHE RN D BAERIIZH 1 O JIS W RIEE

M LT, [RNEOE & FIREIZ, 0.02mg/L & JIS {18
FOHELY 10 fEEEEAT 22 L TET, £z,
A Z2 D 72 RANENGGRER (0.1 mg/L)1%, [
105% (n=7) . ZERE 2% Th -7,

3-2 EBEFERAIOFHD CSEE

3-1 THET L7e FiEZ T, BRI S His o CS
REZBE LR ER LITTRT,

1 AR CS R

Hom A R (mg/L) frHER
A <0.02 0/4
B <0.02~0.02 1/4
C <0.02~0.02 2/4
D <0.02 0/4
E <0.02 0/4

EB X/ a~%0 CSIXHFEHIMHEH SN TN D0,
WRETIEIC K 5 PREOW K PR 1L, & PR
ETH T, T O VAL E % OB
MO HZE L THERTE S LE2 b5,

Fro. PIEEHEERIE, FOM R LHET D Z LI
2o TND, NAav TR MIERZEFALIC LY ADI 23
RESATIHY D, ADI HHHR O NOAEL & Z44%4K
ZHWD & fAKO TDLIX 0.033mg/L & 725, 4l
BEt L7z JIS RIFIZ ZNE FRIZEESH V| JED
HTFAKROREICHEHAATRETH D EEZXTVWD

(5% X#k]

1) [ RBR B Rl o & —4E 4R 31,45-51,2007

2) B AEIKSFHGE, [£ /7, ©X (R b)Y AFALT E
ZULAFLY) ] TR MLy, BRNEEEZERETY
FHE IS F PR A2, 2017 45 10 A
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Bt EABO—FATEOREH

Ok W', HYf

N =S SN NI A TE T CTN

(a FREBRSIRMENIIEE o 7 — 8L B IR AL R A fE ik 55 P SR S B )
Foslml EM AL E BN FS (A T4 VB 2021, 11. 25-26)

(B ®]

HRFEICK DB EIT, BEMAETIT2ED
10%\ZHfi 7272\, BIERIEREZ 2T 5% 60 &
DHTCIZELFHRAELTND Y,

G EAEAFIERTIR . MUz d5 1T 2 M B O R
FHEMMAR TH Y . BPENFEAE LIZBRITIR,
R ORI RR 228 5 Z L 3RO b
Do

HARFED T FED—> L LT, LC-NS/MS % A
W B R OVEESITR S 5, —MAIZ, FRELE
H# (paralytic shellfish toxins, PSTs) %
<# (tetrodotoxin, TTX) D4y#ri%, HILIC CHl
KEMEERZ o~ 777 4—) #HNTS
T VT NEMTIT DTV DAY, LI R
WPAMD RV Ty a XA LANEELR
WZ EEOMEER D,

ARFZE Tl BEHO PSTs @ LC-MS/MS ik
DIVZYB L, TA VT TT 4 v 7 &MFT, B
HHEE, 5<HE, EEAEREE (Domoic acid,
DA) O—Fotra et Lz, FRFICT h 7 I
WESRMFITIMZ . BAF R EZHBIZ0OTHET 5,
[F ]

AHFFECIX, LC-MS/MS O E % iR D FE v
mnZ WD THRET L. EERORE THRGEEZ 1T o 72,
1. A&AXK

PRI H 3 & OGEIE RS R M A B ARSI,
J % NRC 4t C1-2, GTX1-4, GTX2-3. GTX5-6,
dcGTX2-3, deSTX, DA Z M-, 5 < HEOFEHE,
IE. BT g v AFEMSER A W, 7R TR
> OFEHET T, ACROS LD LT N T AF LT
vE=U AEMAVE (Fig 1),

N
He” \\CH3
HSC OH CH3
Domoic acid Tetramine
LEw R! R? R? R 2% (MU/umol)
c1 H 05037 H  C(0)NHSO3 15

c2 H H  0S03” C(0)NHSO5 239

GTX1 OH 0S0,” H ¢ (0) NH, 2468

GTX2 H 0505~ H € (0) NH, 892

GTX3 H H  0S0; C(0) NH, 1584

GTX4 OH H  0S0; € (0) NH, 1803

GTX5 H H H  C(0)NHSO5 160

GTX6 OH H H C (0) NHSO05~ 180

dcGTX2 H 0S0;” H H 1617

doGTX3 H H  0S05 H 1872

dcSTX H H H H 1274

STX (HEX&4) H H H € (0) NH, 2483

Fig. 1. oritxtgl Li-b&WEt

2. #A#

AR TIE, (1) EHFRKERNE 2 —i2ft
DR ZTIA, (2) RN TRIRSh~T7 7
(3) WANIESCHEA L7IREE 2 =Y R T %
EH L7z, 7ol mfbA & 7 A 1A 1T & 51
SNTEHLDOTHD,

3. EEROGTT&ME

BEHR 2909 2 B L, Table 1 OF/FTHIEL
72. LCITBT BIESIL 56bar (5. 6MPa) Rtk TH 5D,

Table 1. LC-MS/MS &ft

LC: Agilent 1100series

BT A TSKgel-Amide80 (150 mmX2.0 mm i.d., 5 pm)
BB : 62 % MeCN , 2 mM HCOONHs (0.0125% HCOOH)
i 0.2 mL/min

EAR: 5 ul

MS : ABsciex API4000

A A v{tE— K : ESI positive
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[#& &I
1. ZEES DB

DA 24 CIRH L. 2 D#%IZT T X > PSTs.,
TTX WNEH L7, TTX (2B L TlE. ElkCch 5
4, 9—anhydroTTX 2 4-epiTTX b L7, (Fig.2)
2. RBtooHT
() ARZTHA (PG
FEAE S CRESL LT IESRMIC LY, B bs & T
HAZHE LT E Z A REMEEFED C1-2, GTX1-
4, GTX2-3, GTX5, deSTX ##H L7=, &HlZ, 12
B —deoxyGTX3% " CRRHMEHFEDORB#MTH D M
toxin(M1~10) . M5-HA KON M6-HAY Z#iH L 7=,
(Fig. 3)

Q) ~77 (g

TTX O, BEHR ¥ OFERFAR T 5D 5-deoxyTTX %5
EHER SN DR A L7z, (Fig. 4)

B A VRT (HERIR

2 D@ SRM S BT, Tetramine % i JE K
<K L7, (Fig.5)

[F&D]

SBIT A YT TT 4 v 7R ToEMMER SR
FEO— %‘ﬁ%%@dbtoﬁﬁiﬁ¢a$%%
ERF ORI O L E IR GT 5 2 &N
WEEEns,

(&35 k]

1) JEAFEAE HP ST 2 4F (2020 4F) &AL
https://www. mhlw. go. jp/stf/seisakunitsuite/buny
a/kenkou_iryou/shokuhin/syokuchu/04. html

2) HE R, 54 b 2EEA CFEHIN SRS £5
TEEE, 2017

3) HEF R, 56 nl 2EmA LFEHIN RS 5
1HEE, 2019

4) HE B, 57 [ EEHA LEHINES 5 G
1A, 2020

5) Yotsu—Yamashita mari et al.,
2799-2813

6) Minowa.T, Cho.Y, Mari.Y. et al.,
11, 539

7) Numano.S, et al.,

8) Numano.S, et al.,

Mar. Drugs, 2013, 11,

Toxins, 2019,

Mar. Drugs, 2019, 453
Chemosphere, 2021, 278, 130224

Intens.

000 ,JDA m/z 312 > 266
o
8565
g c1 )\ m/z 396 > 316
15 35 4
s Jch m/z 396 > 298
0
4o Tetramine/L m/z 74 > 58
0
13981 GTX2 /\/\GT)@ m/z 396 > 316
et GTX1
] A? - m/z 412 > 332
17 eo5 4
. deGTX2 AAdcesz m/z 353 > 273
22 :.') «
. Aesz m/z 380 > 300
0
8.5e5 -
. /\GTXG m/z 396 > 316
0
62041 M-anhvdrom m/z 302 > 162
75 804 “
b 4-eplTT)(/\/\ TTX m/z 320 > 162
0
w0 °‘{ dcsm m/z 257 > 239
R T T S S S Y PR T R R 7 TR

Time (min)

Fig. 2. BHREDZ u~< +7F 5 (% 0. 1-1pg/ke)

8.0e4 c1) GTX2 oTX3
8 M1
o %MS-HA
20e4 - M4
1A ST e s m/z 332 > 314
ol B bR i oo |
8500 -
i;ﬁd—j)\ GTXx4
1

4000 12B-deoxyGTX3
] GTX5 m/z 380 > 300
01 S

11e4 MQ
ol s finis .
26e4 MSTX
PG R
; T Wy
2]
] WW'”/M\L m/z 316 > 148
. S
] M'HA m/z 316 > 257
. B,
8500 -
. M/z 332> 108

4500 1 M10
] m/z 348 > 330

m/z 396 > 316

m/z 412 > 394

m/z 428 > 348

m/z 257 > 239

m/z 316 > 220

2 4 6 8 10 12 14 16 18 20 22 24 26 28 30
Time (min)

Fig. 3. PSTs #2 AT BHLERZ T HA D547

500“5{ A 5, 6,11-trideoxy TTX (?) m/z 272 > 162

A 6,11-dideeoxy TTX (?) m/z 288 > 224

1404 JL 5-deoxy TTX (?) or 11-deoxyTTX (?) m/z 304 > 162
0
7000 -|
] 4, 9-anhydroTTX <
. /L i m/z 302 > 162
0
1565 |
- TTX m/z 320 > 162
o | 4-epiTTX
0 2 4 6 8 10 12 14 16 18 20 22 24 26 28 30

Time (min)

Fig. 4. TIXEEZEAT B 7 7 D456

* "? /@mmine mz 74 >58
0
73e4
«jl /\Tetramine m/z74> 42
0

0 2 4 6 8 10 12 14 16 18 20 22 24 26 28
Time (min)

Fig. 5. T 7 IVEEATHE ATV RT OLHH

— 108 —




REMEICERSINLIGA A O REFEEROSH
OO+, WWEHRM, 12 KFH
RN 3 AREERE - BRETEBIE RS (BT 2022. 1. 20)

1 [XL®»IC

EIRIRMES A 7N PRI & LT RS RGN A LR BT O P E <,
B ERCH OV E IS A A4 v SmiE Al (CS) NMEHIN D, Flo. BHEHFEIC XL HRERE
ZIET A0, BRI EH T ARKIZOWTCSERET A EN~Y=a T VIZHEINL TS
D T ER O R OFHE, AR T 0700 BIR 2 BIEIX, FFICEOnRnotz,

Bl o ¥ —Tix, PiERHEROBREREICRICT D720, CSONNTHiEEENLT 5 &3k,
EREOWIN T — 2 2L, WEMBROFFMOPHEKR TROBLE LTUEHT L2 L2 ENE
LT, WEREEE CTHat21To CE e, 7o, ML L2 HEEZHWT, SFE 2 HH OFRE0E
HEEFORBEMRE L FEM L =D T, ZOREICOVTHRET S,

2 BREOWME
2-1 DHEDRE

KEFROCSHHTITIZ, JIS K 0102 2013 ERARE 1 (358) oA LU0 WLE
(LA, JISIEE WS ,) MNEATE 5, L, JISSEREE FIRMENAE < (0. 2mg/L) BREL
HEICIZL Y BREANRMLETHDL SN TWD, F FEEIC—RIIET SN 5CS L,
ZOKREBRBREABERIZONWTR VIR LER, LY T INTAFAT VEZTLOF A IV
VATt HLCE0ME L il LT h . JISIETIZIOERRERKE N RE L TWd,

#F1 FEHEIHER S 5HCS

n A D% KAEBREA FE (BE)
Noav [£) .t AGEAL M AT E2000FV) ] ARBH
T VRN YT
TAMT L IVTR, ALY 77 YT AFNT /R A 43V /3 48hrL.C50=0. 034 mg/L
N YN IR (ECETOCTechnicalReport 91, 2003)

I T, MERBRECTHENTE D X I JISEOKREZITV, E&E FIRME230.02 mg/LE 725
IHTEEZ ML LTc, HTEO 7 v —% K 11CRT, kb, RIETIHEEWE ICE L PFra
ZULERWVLN, RavRT ANy TORGIZONTH, 1 1ORETHETELZ L%
R LT D,

KB [E] 46 61 - . i g
. i ] 4
250mL Oasis WAX - ik ke B
BIER. XA &1 &i® 5mL/min FEELK 10mL MeOH 5mL N2&ER T
KT (Yazvy Y)Y TEEEAL (BEB/FKAH) 05mLUTFET
MeOH 10mL 3,000rpm 10min 15mLPPF1-7"
FEEK 10mL EmDSBE
BHIK e ik s lany N = EB-BiK R e FE SR 7E
EFRR#R @R 3mL JAAKILL 2.5mL #HLLM5mLPPFa1-7" 5mL 485nm
NaCl 0.3g 2[E(PPF2~7") Na,SO, 0.6¢ XYT7LY A5 BBk E A
LYY T 25mL

MABRTITALY TEERKES D

1 JISKRIEC X DA A v RGO 554 7 v —
BRETOFEMIZ OV TIE, RERIENITE > 7 —F 8 (H29~R2) (i
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2-2 FERFDMAJIKFCSERE

BIENR AR B TITAIZOWT, S 2 FEIZY — R0 T L O IR HCSIREE 2 & L7z
FERER 2T, TRXTOHSETER FIRMETH 50.02mg/LAT S L < ILEE FIRMARE D
RETH-T, 0B, ZORE L)L THREASVWIER EOREREITMIB I N TR,

K2 BN AN 5 RO CSREE (HAAL mg/L)

sS4 & Il K %
B (1) ARG <0. 02 <0. 02 <0. 02 0. 02
WA LEA) KIaE <0. 02 0. 02 <0. 02 <0. 02
EEI)N (BKHT) = E 0.02 0.02 <0.02 <0.02
Byl (&7 I0T) )1 B G <0.02 <0.02 <0.02 <0.02
i)l (—BAm) &I Tk 0. 02 0. 02 0. 02 0. 02

2-3 REMERORESPH

2-3-1 AFRISEH2ERELEA LTI LY \ it .
B IR BB ERE o T TR ~
AT BEIZA R, FHRBOREE CEREMLSE A NN i
LY TNEEREEL, ZOBEPLRFHON Ay
PRI INDMRA SN TV 2 &R ST, A <o
IRIX AR IRy S 7228, sk & T (% | MU g
Ly s AR Ui T kD I OBEEEH N |
HEE L, 20BN T, 120130, oS :
12A15H K ON2H22H O3ENZH =V R 21T - 7= gf“**@wgfégf , —
A3, CSEREEIET=T0.02 mg/LATH T o7z, C wommin S
2-3-2 J\BEFICH T ZRMGEICRIESHE o, e B LS

AT 3AEI2 A R EUIR O RIRY CIREAS R L RPN A NS .
ZOBBNLER LIEBEE RO TEEHORK o e .

P CERE R AT TN D E RER S s, ) P i
G IERR DR L5y & HEEVLER | DA D7 (7 A =7 |
by ) BAERSh, WEICEDo e o ] L
W OCSHEE # | L7273, 0.02mg/Lb L< (X S sSalasinii e | /[
HilETd o7, B2 JUFAHC I % BEEE A e

3 F&OH

FEAR YR R O BB SRS T B 72 CSHOMTIEDHESL & . )1 DT — 2 IV %
TV, EEOREIZEH Uiz, B ER OWJIKPCSERE X, FRE L Ll LR @R L 72
DML 0Tz, Fio, Bv=a 7 AV THEHEEAIE LT8a~ ([£/7, BAGEEN) 2T
NTVEZULAAFULD)ITAXN MR ER G ET D) EMEHTHZ I85> TWNDH,
Al 2FHGE BT VAN AFAT =y ARBOMEBERI NS TVW,
HEANTOWTIZ, CSLAMCBRIHARER b DR H D=6, BT ED KL 9 234 »3 M &
ND00, FEMBPLETHD LU, £, RERASROBIMMETE T, CSIZL &5
I ~OEZENF LT, ZHUEERJINIHMHE LARWRRTERE I Tt Z L Tho
Teo AEIOFEFZEL, EEREICHEHSNTZERESEHO HFIELZHRIE L, REFAEZ SO
oW ERT DN, TVERCALE~Y=2 7 VICEHBRTALERNDH L EZ T D,
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BRBEICETIERTAIBDTIRAF VI EERAE
6 -REE |
TSR - RETEBIER LS (BEMTT 2022, 1. 20)

1 [XL&HIC

TIARAF w7 TR K DWEHGE, WMEBEORBEE L TEEZ IO LT 5EBESFETEOXIR
Wikm SN TVD, RRIZEBWTY, AFRIBEESEDSIRHEESTR AR E L, WMREEDEOM
FCTFE RN DG REROLEZED T D, TO—BE LT, ARMEHRICER T2 5m L TFO7
TAF w7 TH, Whwhb~vA /T T AFy 7 (LUK, MP) ORI A4 #0428 L 58 A i & 358
BT EEAME LT, RERELZIT- T2,

2 RAEAHE

AT, BEAVPLARA L ER~A 70T AT v 7 OF=F ) 7 FIERMIA KT A )
(LR, HAKRTA4Y) Qo TEM LT, KATA KT A 03, BR2EEARB TCOT—% 0Dk
WAARIZT 52 2 HICER SN TEY . AHETERGT 27— 2245 BIKTENT L7201
HARTAANTHERT HZ & & LT,

-1 AEMARVCY O TYTHE

A AL, RO 2B HET 5700, REOILE (GRIF) L (&) 2oWnWT, £
ALE L0V LM & 50ME R (22 HAY93kmith) HA O F AR A S E LT,

TV TE AFRKEENE G —DHIIob L EFAL Z2fERE L THTo 2, B
75 emff, HEWO0.35 mmD==2—A xRy b (BLF, *v b)) ZMEH2~3/ v N T, 2057 R
L7z, Ry MIE, BREA1/2~2/3EWEIC L 2% 2 W0 i, S oIl pEfRfhric
IXAKEZIEE LT, EMRAKEOTEZRAT, MDD HEEL BB AT 20 %8 5
72, Xy bEROAKPD2~3nffT ot L Lz, B0 X v hESIEEHT. BD LIIRET,
GMAI D & UEAK % 3T T 3 HPVCHLRERIZ T o TV B IR Uiz BBKICE £ 5 A O B I A 1 <
e, R~ UE2%RBEOREICR D XML, BRET CRIFE L,

2-2 SWMAE
B L 7230 4713, K1 ITRT T TIT o 7,

Sacm [l PR miE ] e

FoT 0 EE 1.00 mm( &)
A= 475 mm 300 prm( ) (Nal)
' ! '
| Hio o i I ztarezrm | mEREE

X1 Hr FIE

XU OIZ4. T5mD 55 W02 L KRR ED OFRER S mll LD 7 Z AF v 7 FZ&RIL L=,
BRI, KD EBAEVOMINSDLWEBEL, PPEEIIN LT, S2H20VommiEikix, 3 vikr- rU v
LR A W BB E A TV, B CBIEFTREZR 2 TOMPEEIX L 7=,

B L7=MPIE, iz o b, Bk (777 A b, #i#E, 7+ —4, BE—X, XLy )
Lz L (M2), &5IC, FI-IR (ATREE) ZHWT, MEOREZ{T- 72,
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3 HEHER

FAEAERERIIRT,

HW oA R OEEBIL, FEEHER S 2 < 48E, PR 2608, ALEB A 233448, ALENA
THECTh o7, & HUROMEE A TEAKE TE > 7 EEEE (8 /m®) 1X, B &30, 22 {8/m’, w0
B30, 13 i /m’, ALE G230, 12 fE/m®, dEEIR A= C0.03 i/’ T o7z, dLEBE Y LEED T
EER 2 <. FRBFELY IS TEERZ VR L ko7,

AT, B E 0o O ACERIG 7 T45E . FEER I, RS 23T, ALE A 235 E T
o lo, EEEE I, ABEIBE, 0017 fE/m®, FEHF1X0.03 fE#/m’, FEEHHE &AL A I
0.02 fll/m*Td -7z, EHTHA & i LT, dLEINFE TITEE RIEICHEIM L, £ OMo3ia TR
BRI LTz,

B L 7=MPOREEIE, 7T 7 A MERP b Z <. EMBITEIRY =F L (PE), AU 7 rE
L PP), RYARAF LY PS)DIEIZE I oT-, HA RTA T, 1| mmEl FOMPIX, E&MEICHT
L70RICHET 2L LEEINTWNDA, AMAETEIRE 721 L T OMPIZ1~3{E Tdh - 7,

F1 PAEMR
B A == S BRI [EEISUES
[ER (fi&) 50 39 35 55
B s () 5 34 26 48
E# 2B (ffl /m?) 0.03 0.12 0.13 0.22
A4 EEk () 45 5 9 7
% (fE/m?) 0.17 0. 02 0.03 0.02
R&ES TmmPL 1 1 2 3
2N AR/ S 48 35 28 49
7 F— A 0 1 7 6
AkitE 2 3 0 0
ME PE 35 22 18 23
PP 14 12 8 14 i ¢
icS@ﬁﬁ AH (1) i Z ;3 M2 FEuR L7 MP
(IR 1mm)
4 FE®

AR A B CIR . ARV OMPE 0 130, 02~0. 22 i/ m* Th - 7=, FATHE LD L. AR
Wk O E £ 8 130, 113~2.78 fil/m’ L S TH V| AFHE/RE LR B L, £/, 2E¥EHIX
2.4 fl/mEMEINTEBY, FEMRITINLD b MHERWFERE ST, 777 A2 MEIROPE
N OPPERESE S FEBIHIIC 2 < | FIA AT v — LoD A8 E S DR E AR ROMP L 0 & A TEHE M E
HskDMPRZ W E b b,

ARAE T, EHHE A E CEBICKREEZNE L, WPIX, MRICES TREI LR D
RE—ITHFELTNDHDEEZ LN, YUY U THRRICR Yy RBREIRT 244 I 7128 - T,
FERDRESERDEEZOND, SHOEIL, HASLFEMHIC L 20 A EL T 57
DIZH TV TROIELDOZICL DL/ THILETHY, A EREEEOHM, &
OkfE L - E DO RN LETH D,

ZEEED
1 BREEE  PRk28, 29, SVEE WA T D BT - WIE KRB A Rl s E
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ZEMBEREFAEGFHRBAKREREZIZONT

OPIFT IS - RIEE T
T3 EEROE LR DY EGE RS GEmbifE 2022.2.10)
1 Lol
BRI 5 &%, oA AR RWE Z FF OB+ 2 IR0 L, ZOMWEEZ RS0
FE 75 & VHLIATe GBRIR THAHL 2) B 2 FIH L CTHES N2 BT, BB TR BIEY & Zhh D AE
ST B & ONEE THBZ MAEDEZ R L CTEDN RIS VD | (EROBFEETCIIA ArhE
& B Z BTN E B RPTECRR BRI DR EM 2 BN 5 72 EOFRIE NS 0 £97, ARITITYARTT
D, BRBESCEEY B E KIS T NN IRV EOLREMEFEEER - LOPRBO LN TVET, ©4
PERTRD BT AR TR X REY & 2 O T RMIX, BRMFREICE S ERRRRE ST b, BIE
KE. £EH9HAZ L, IERWL X, Bl ML, TAT77 077, TARKOVOS, YO 8 FEHD &
FEM L. ZEFERENE L OMT TS bBL 2 Sl DNA AR T B - AESBERRITE 2T R
i 33 L o TWET, RTIXZDRADOHEABA L, #ERFREELZE ML COET,
ARWECIE, BRI L TV DB Rk & A 3 42 9 AICSE SN -UUEEIZ DWW T, BjER
RAERF7e o & — (LT Yt o & —) OB A2/ LET,
2 ZHETOEDY AR
B Z—TiF, Tl xr, £928AZ L, KUDOMHEHZ
BETEZER 18 FENDITLEMERFEL D LAZ LINLHEO
Btl0 EETZ#RELTCEE L, TODOBREIX, EE LT
ELIZA ¥ CHIMA Z I 112 & » TERT 2 72 X< B & bt
KBS TEDOAIEZHE L, FGESCHNES R > To 5822 D
AR T 2 H0E PCR I K » T L7tk BRIKEN D3 RALE
TEIBTZRET 2 EMERAILTLE,
BFITEDN O 1T, ZRMEFRA R - OB Is 12 KT RRS (B
BRIy 7 ) A — MESUERR T A2 MIAA) BtRIs, VT 1 BEFIE
JVH A L PCREEE CHRIB T OEIGERET 2 HiEEFEM L TOET (X1, 2), LirL, BEMFEEHFA
DIBIEF#EHL 2 KTUT RRS DIEANT, LLS (BREAIRL Sy 7V A v — MEHUEES T Z #HIAZ) =2 RRS D
WRAAREAED RRS2 BRI S TR Y, ERICIHBL TWS EZEX LN TWET, 2D, 3#EE
FORFEABRET DILERH Y £38, BIIEIZRRS O 1 @I FICREL THRAE L, MERE2HRELTWE

DNAREBIE |

H DNAJRE % 20ng/uLIciA% \

| )7 IL94LPCRTDONAS & \

AEREFLel)

Standard Curve

iy 8

. ot sl .
iy 4 = PR

-~
“u

AR EEF(RRS2)
K2 ')7IL%SALPCR LEEFDEIZHER
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3 HEMBREFRAKE BB TFOHRE %1 3BEFOEMTERE

B ¥ —DREFiEE D 3 BIETOM RRSHEY Y LLSKY 2> RRS2EY I
HICHK - SEET A0, FHENOEET O 1%&%") (100%&4F) (100%&H)
Bithka o ho— a2 AFL, ELLENTFET o
XOMEIDEMER L, BIELFL 6 MikDmR
R EMT 5 HAORECIEME 1 RETO,
EhiT o546 L LE Lz,

ZFORER, BB DOT T4 ~—1TTNEN
Pth= bR ORERRLTED . GAROE %) 38ETFO60RESORE & BRILE
L<MAETEDLZ ENMERTEE L, £72. 6 k% -
R LR R 1 B0 3 B IR 58
BFENEN2.5FE 1.8ZI2 D Z ENfENY F L2 (1,

RRS27' 5 14~ —

L&=TF IEEF

138FA 349FH 2.5

2D, TOZLIZEY . Wb H—OREREEE R (SOP) A I IE |98%R0  34BFR0 1.81E
L. 5% 4 FEEFORMINEFEIZHIARE T 5 FEIZLT
l/\\jzj—o

4 BEMRAEE~ORY M
— 7. R AR PERIEE B M T D0 DIEE KRR AN BRLANIZIN 2 5TV S REITx LT NEs
FHAHLZ TRV ORRDBARETH 72 b DA, FF5 44 ADPDBITERRTZEN TRV E DRI
RESNDZ &b, B 3HE9I BIZ3BIETFOMEFEIEDOE £ L CBITORE FIENBIES
F L7, WEREIRTE I TORNWT &2k o
Y DR T, R TR LN D RRSIEEF
IRAOH L, KEONTEMEBR T (Lel) & fHiR

5 S
PR TENERORELOET RS b s LISHBIET A= P35S | HRMGRETRE —

.....

FIF U7 HEGE(A ACqg i) E7p» TuvET, e,
SRS e s ks ROUBET = RROSEETEE -
X 33 LD D ASKRITAINE L CTAET 54 IEMOEEEFORBEERETNIERY S
E b0 ETH. WSO 99%E E 0D B3 BEREAOHREET
P35S (RRS * LLS MmO %) & RRS2 O 2 Bin 1 el s e s e s ]o]n]n]n
FERGIILTVET (M3, 0), BERETE A1 W1o [ coreor K w0 _Tanenia 2o [N
2 SORIEAR— MDY St o Tt e | i | o
/E'\¢:6i‘ 701/_ ]\ﬁfﬁjzé@ DNA *Elﬂuujﬁ)%%"o IE# D :311 312 | 321 322; :311 312 | 321 322; :311 312 | 321 322:
LERDY, BTELY b SasrEe (e | yaq | [pdeg | ([t pdes | |
b Y FAE Ay RABEYIERATEIC RV IEL <) T ! He :
TEATRED & O AR L. BUT S0P & IZREE [T T TS —
(GTMAE S AR S = & 7B HHLC S0P % M4 RERBED 3 BAT - IRES
fERT % TRICLTOET,

5 EL

Yo X —TlE., HAERTDHEI;MT « OWTHEBIZ 3T U TR S LD A 1RSI L, PRIEFT N
EH LR ET DO O EMRRER R RT D720, 5% b orHEiTom b & RO =— X2 G 2.
BROZEZLDOMRIZED TWNEET,
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FRELRI

1

BHhERARADEOHIZITo

O89S R3O

OE Tl BIFME  falfngh

B3 FEEROLEL DY ELREREES (EmME  2022.2.10)

[FC®HIZ

7T =%’ (Entoloma rhodopolium) 1%, A
WV AVROX ) AT, B DKITIREER Y~
DI L o T2 Bl AT 5, ATREF / aThdry
TRERT AT ADRECTRPELL TEBY | B3
L TR AT 2 &P HERFINRERICZ N,

PRI B R 22 FETOMICRETI Y Z
N Z e L2 LTk A EhEIT 258 1 (FBE
1,041 £) SAELTWD, ZHEYFagsro 393 4
(BF 1,719 40) I[TRE 2F/FAICEL, X/ 3Tk
LEPHEEEOK 1S D5 D, RETHIER 13 4
PO 2 FD 20 I 6 1 (FBFE 20 44) FEAEL T
W52,

IH U TR EmER S E LT, a4 O
WIYE S 7o, 2> AABY . AR
DU EEERAL TS ESbRTWA, BRFEFAE
KD 7 Y0 T X=F 7 OFFEIZ DN T, S 54
FFRFTIC BV TR 2 R BRIE O RF B Th il TE Y |
DAT Y S LC-MSMS % HIW TR 5 71k Y,
IR L D ROEBIET 5 H1EY, PCRICKV#EET
RN 505k Y R E B S Tn5, Y F—T
IXZAVE TIZ LC-MS/MS JEIZ LD A2 Y U3 llE
AHECH D Z & MR L TWD,

BF24 10 A, —BREFIENICISNTIZ YT Z
R BREEM E L TRODNARTEHNAFEAEL,
SAITHEERL WA, MR, NRIOIERAHNL, 25
SHMABLE Te o Tz, REFTORAEICEB N TRETIC
HoleF s afkih (K1) #AFL, kX —ick
WCRRZEINIAR D T 24T 9 Z & &g o723, LC-
MS/MS EIZ LD i TIHRR AR ET 5 2 &7
TEXRWEFICThoTmZ DT OMEELHRET S,

2

HERAE
1) LC-MS/MS ik

WARED TR EZHRL, OAZ 7 —1, @
0.5 %FXBEEH AKX ) — N LUK, @15 %TFA/T &
F=hU (1:9) OZNZTHOEE Chilt#EEE
T, 045 um AT L7 4 VB —ThHB LIS
D% LC-MS/MS % VT Lz, 7eds, MR IC
LA BY 7 al R (Sigma-Aldrich #84) 2 i
L, AZ 7 —/VICEE - AR LT 5-50 ng/mL i
T 6 DRI X 0 AR A AERL L7z,

2) 2EARE

WABAES 18R 1em 725 XS ICTHKE
BRL, Q77 Y7Frx% (U7 Y70 1g 1I270%
X =) 5mL ZMZCHEMELEL D) KU@f
=1 Uik (R=Y > 1g & KERUK 3 mL SRR
8mL Z N T2 RICEEM L= b D) 2L, 547
~20 B O EEBE Lz, B, KAL YICk
N, 7V U I R=2 T LESE. OTRE
ZEL, QTRALARW,

3) PCR-BRikENE

MAREBOTEERLRE—RT T vy —%H
AU LEZb0EZN TN, N~y
v —%& HWTER L0 5, DMagExtractor -Plant
genome- X [Z@DNeasy Plant mini kit z fi\»C DNA %
i - R L7Z, ZERO DNA 27 70 7=
2o MT T4 ~—ky MZLY PCR —~ /LA
7 7 —%FWTHIE S, BRUKENEIZ LY 109 bp
DN ROFHEZMER LT,

4) PCR-—H U RE(HUH—ik)

X afEEEZKH3 mm ARRL, S A~y
Y—HHWTERLEZOL, I ~—I2ZF%/ a)
2= NR—H T T A <—@ ITS1 / ITS2 ZAH L.
PCR Y —< /L4 A 7 Z—% A\ T DNA % #iiiE L 7=,
WiRH % > — 7 v 2RO OB v H—Ey
— b AT 0 MR A& RFE L BLAST & H Wz
BB ER 24T > 72,
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BERE LAHYY 5ppb 00

£Qo

FERK - HEBREOD
M - M ERED
FEE - HBBREQ
B - M ERIEQ

Peak Sze

- fhadboaon .

e

2. MRM 283k 54 (m/z 174.1 > 57.0)

3 R
1) LC-MS/MS ik

DAT Y AERERSHE TIL, S ppb T Bk B —
IRELN, RERITZBRE R EREE R L

(1’=0.998) , HEHEVEIRD 7 m~ b 7T ATIEWT I
B R 6.7 min (TBAfEZR B — 27 HER T E 7228,
—J. O, QRU@DOWT O D H LA
VY Zfmlt Liehoiz,

2) EARIE

WAREICHREEZHM T LI A, /T YT
FCIFEAET, =Y SRICBWDTHRVIRE
AR LN, iR 20 TR - 727D W
HIZED P oTe, 7ok, Bk ¥ —THEIOMRIE
EIFHNCATF LTV T T R_R=2 7 T [ F
WCRORBREZIT108, Wb 2O LARN-T,

3) PCR-BRiKENE

TEEROE—RT T vy —% AN THIEL
ToREHZ DN T, QR T@DW§ i DNA fli )y
HBRICB W T, HiE L7 HEE 109bp D32 KO3
BAEMRR LI Z L n WAMRKIZZ Y T _=%
rChL LML (K3),

4) PCR-I—H VR (Y H—ik)

BARFELHIRATIC L0 | 233 bp O IERLHIN TS B
iz, ZOREHNZ-OV T, NCBI (National Center for
Biotechnology Information) 23#&fli9-% BLAST % H
WTHREE LT & 2 A, Entoloma rhodopolium & DF
[FPEAY 100.00 % & OFERTH o722 Lnd | AR

®3. BXABIER

RIZ7 T _=rThd LK LT,
4 FEO
By —THRMEZHED TE 72 LC-MS/MS LR
BEIRE . I T T RER T ORGSR Ea WA % b
L7ciBRIE TR B IR F R FFETE RN
—ANR®HD LR InoT, A EOFEL TILPCR IEE
sz bz ky, ERIKBNEL v —7 v AEOWT
BN THLF ) a2 fETHZ N TE, BRE
BPEORRKZEHEE LTAHTHDL EEZBND,
Stk Bia el / 2 & AV CREREES O Miet
D D &b I A PR o kA X o T
WETZW,

HEE

PCR-EXKBIEDEMIC 720 | RBHFIEICSNT
T BRI 7272 & L LB IR AR T O B I
JE LA L B E T

S 3

1) W6, #fiES, 53(2), 105-120, 2012.

2) RGBS, RhEta e

3) ZH b, IR IR GEREEAF TR, 21, 1-7, 2013.
4) KRG, maHEENTE, 36(1), 95-98, 1986.

5) B, BT, 58(3), 132-142, 2017,
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FRERERI

FERY - HERBEEREEREOTMAEZLLDERICHTIBE
OV &L WA+ HPAXT ST
T3S FIRMERAL R BT ECE X 7 — (FmbAfE  2022.2.18)

I [XC®IC

B Z =Tk, FRIVEEND TRrEfR
72 - FRER SRR UME) AL, £
TEEIERXIRZH O AMOBREIT>TE
Py, TER ) 28 THEE) I227e R b enEoif
BRdoTe, £ THFEIL, WHER R DR
fizd 52L&, FIHFEEZEE L, £
DFAE S ETERICHOVWTELZ LD T, #H
HT D,

0 &FHEAE

CHE TORMEIL, i OBMEE N OH
HFCHE DA L TV, S4EEIZA BT
JFx—+TrEA-TURNSYy h TR
7 L OB HAGERE (B AEE) & FMmE
(R & k) ZREL. FHMliTo 2 & b
L7,

T N A TEAICZEE R E D o
fen) L, TORGEREORLEE ] L Q%
BTN OEGE) #iEEL L, O
HE I B RITREN 2 ic, BRI SBE
AIREZRATEN B AR 2 5% E L C 4 {15 TR L .
Q@XEHZATREIE, EHTHRL TV D EBEAT
ENTF = v 7 UANERWT 4L TGS
HZ el Lz, ORVOIZONWT, ZiEHIC
WHERT - # - 3 HZRICH iz R 7=,
DK Q@ D FHRMT IZR/EZRZ FIWVTIT - 72,

m #Z

(1) BlEREOREEIZDONT

WHE# ., 2 TORERFEORFEENAEIC
M kL. AEIOVHEIZER N b -7 2 L AR
WX N5, BHE 3 A% OBGER X, B
EHRPOLBUIRMRFELIIARICKETLTNS

ZENER I NI,

Flo, WHERNZRZREORZEE %2 8 O
L7zZ &k, ZmE»DL WHED B
EHT, EORDREDHPRINTIZI & T,
FO—EHEIZH S 5 ERFFLRGIEHiE -
el LDORIEDRHFB T,

(2) ¥EBZITERIOEBH/EIZONT

WHE: . EBZATIE OB GE NI
LU - Lo BN HER & 72,
MLz opicix, HEZ v 77 HICH
HLUZRWEEDLH Y 0JTHCFEIC L D%
RPN —F, BREH-T-bDD,
BN Om ERED SR WEEINH -T2,

T, HHE 3 DA% OBHEEIX, FHER X
DAHEEICHELTWEZZ ERHERTE -,

NV ZEREFLD

Alal, FHEZY R AT 5 72T, FAM S
EEEEL, FMliL=E A, HHEIC—ED
RS D Z LR TE I, A%IE. AH
FAN T FAM 5 185 0D 3 24 1 D 1 5 R0 R A 5 2R oD
PRy - BARAIE I RRE & Z 2 5,

E - WS RTHHET A K74 VIS LA
beRns, ZHEOHE=—XL | 4SEfE
o7 — X2 &IIT, EBEITHE ) OBGELE
HEZ, TR T NI SE T BER
b,

Fio, BHZMH-72b 00, #BHom ER
PO LIRS TZHBIZ DWW TR, £ OERK
., LOFEMRA NI 7 Frv—- - TrERX
TNy MEHEEEE A WD TRE L Tn <,

LY. BHE =— X DOZREITHIR L2
5. Rl - EAEVIK L, X0 SR T
BELRDLIBDTNEI,
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BICEFNIRMBFICIVBELHOERBEOISTIODBHICHEZ E1- L 1-F4
OWh#rsk, BT, KHEET. TEMA
T3S FIROMERALBREEITECE X 7 — (HFmbAfE  2022.2.18)

I [XC®HIC

KIGEIT e NEOHEITHIET D7 T Lk
PERR R CRYTMEZ N S YEC A
BORNERDZLORH D, ZHbEFHHEK
Wi & OB E e R & ZhiZE £
5o 2D KD REEERIED S BET D121,
FRAL Tt 3 2 IRy Bl IS o THEE 7
KIGH L BRI+ 22 L NEETH D,
BRI3EL0 AT PRAEFT A & R H A KA
B O157VT1, 2HF 1T DWW TIRIE% O etk bk
ROKHENH Y, By —CHERELE
fi U7z, AERIZO BTN TH o 7228, ik
W ERICE EN KM EE (KIBE) 12X
HOBECNEEZ X 72 L2, ARKRTIEZ oM
BEORMEIZOWTHET D, O TH O
(2 2 IR BERE HLZ D WD TR &2 1T -
O TIICHONTEHET S,

I BREOME

ERRRZCT-Y L E b=~y 3 F—%
KEGHL (CT-SMAC, Oft#d) KO/ mE7 H—
O 157TTAMFE KBS 1 (TAM) &9 2 FiEH O 3R
SYBERFHIZBER L — B R LT,

548 1% OCT-SMACFE KEF I ECTIX O 157D E
TURAETE (M) (T SAYICRT LSRN
DERE ORE) ICBVWRIBHTE o
oo —J5. TAMEXREEHUZ B W TIXO157TDE
TR () AR WA Z R L
BRI U NIRILTE » 723 [RER T O 157
Dap=—MNAL—RA (FHERMNPEE) Lol
XL, RHEEE DO am =— X7 7 (REDIHW)
Eoleleh, TN EEIEIZO16TZ 50 E LT,

I #HFEREER
TAMZE REFHI 5 O3 BEEIC > W TR E R

MO157 & KRMEE O 22 1 =— DR DOl H> 2
BN E RIS 220 o 7o 2 L CTO 16T HE
HICBWRE I ol btWnWH HEIZELD b
DThHhdHEEZBND,

CT—-SMACHE K15 Hi I L IGE HH i 4 K W3 Bl 0D 43
BERIRA L LCTlEbhd e 7 0 F2 0 HiT
NVEETT Y o A (CTIRMAD 28T 2 &b,
AREEHICHE L2 RHEE IXCTHRINANZ KT 5
MEEFFoLEx OND, ZhERMGET 57
¥, CT-SMACZE KEFHIIZ 31T % O 157 & A MEH
DIEERERORE Z ik L7 (F 1), sl
IIRAE CHEA Lo E OB, EfR#% 4
#F1 CT-SMACEXIEHICHIIZHE

)] OHtH Bt Ext&
i858 |CT-SMAC|CT-SMAC|CT-SMAC
0157 + + +
IRMEEE + ESE +

*CTRIFISOVWTIIR G SBELELTRD
Wiz, ZOREF, BAEBL OB I I T HE
FICHRBRELENBEI N, 202 &80,
O B LB 5% b CIXCTERANAN D 5 F 03 e 1 5
LV e s . @FHMERILCTMIE 2 £5-2723 O
7RV, EEEIND, ZNERE A (E
BifkZ BARLIOEHICBE LR L& 25,
O 157D () 133 H L oBEICHEh L7z,
B 3 O B M CTIECTHS Al O B asE <. &K
MEORBENIMF SN0 EEZBND,

N F£&0

IR CWN 2L G (e SIS G ¥ N
G ENDKMEE OMEIC XV B BED R
b EH AR LT, FRICASENTEE O XA —5
—MCTHRE/BRICENELD Z L E2REBT D
Mk L ole, A%, MAETHEMNT 5 A
WIZOWTHRNOLERDH D &b b,
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55 56 [ H AKBREE A RS (B 74 B 2022 3.16-18)
Study of an analytical method for Amiodarone in environmental water, by Norihisa TAKAHASHI. (Research Institute for

Environmental Sciences and Public Health of Iwate Prefecture)

1. 1L

T A ey (W) RIS AR DA EDE
WL LRSI TWA, AMIZ DWW TR V=0
MIEF 2D EBHFEIZOWTITEE STV DR,
BRESAKD S OB ITEIC DWW TITHREN 2 ST
o Tz,

AFETIE, BEEAKFO AMIZHOWT, EFEHH &
LC-MS/MS |2 X D&k E et L. A& TR ON
JITCHIH SN2 A L72D TE DR R 2 4
Do
2. HTiE
(1) xm'E

AM X Toronto Research Chemicals 817 I A& 1
VIRMERR A A B ) — TR UEEER & L CTHRER L
2o ETEAKET VLT AMN-d &2V — N
L LTHW, FsaEREICE Y CHEBRIE AR TR E
R L7, M OEERXE Fig 1 1277,

Fig.1 7 I A% v

(2) &t

R TR (MDL) D% & UshnENERER 21T,
TR R ONEK 24 L=,

(3) AALBE - JIE Sk

AKE R 100mL (23 /2 20uL K OV 1 #— k (AM-d,
10ng) Z¥t%E, HohLbarsFora=r Tk
1To7-EAH S — kU > 2 (Sep-Pak Plus Short tC2)
WZ3EA LT, KEELK 10mL TSR % PEV VA EFH I
WKL, AZ 7 —)L 100l TEREEZTEVIAL,
FEBLK T 50% A &/ — VAR AR LIEAR (238K L
7o TO, 225 10mL THAK L, 1%¥EEA X ) —
JVURIR 10mL TEaH LHIIE HEEEE L7z, LC-MS/MS
W2 K B EEEWE S % Table 1127”7,

Table 1 ZEEIE M

3. RERKOER

(1) WREAMREPR EEEME D a~ N7 T A

T AR A BE (0. 050~1. 0 ng/mL) & & EEE (1.0
~10 ng/mL) OFLPFH T R4 72 BN (R0. 998) &7~ L
72, Fig. 2 \ZHEHEAEI D 7 v~ 7T LE551,

Al ‘ dy GER) m/z650.0>58.2 /\
dy (FEZEF) m/z 650.0 > 104.2 /\

Fig. 2 HE¥EREID /7 v~ 7T A
(AM : 0. 050 ng/mL., AM-d, : 1.0 ng/mL)
(2) IDL fF ONZ MDL
ROHHEE AV RES, IDL X 0.52 pg. MDL i
3.5 ng/L ThHolz, BB, TNENOHEEHEILER
B MbFEWEBREEEFREDO T X (Fak 28 4F
3H) IZhEsTe,
(3) TRANEILEER
AR 100mL [ ZEEYEWE 2 N L. Bl ieEk
BRA1T o I-fE 5% Table 212, [EIRIT 96~

>

99% TdH o 7=,
Table 2 HMENGEERAS R (n=5)

Nz RN E: et EIES LRI

(ng) (ng/L) (%) * (%)

R K 0 < 3.5 - -

2.0 19.6 98(75) 1.9

IONIES 0 < 3.5 - -

(&I 2.0 20.0 99 (87) 8.1

ik 0 < 3.5 - -

(RIRTETE) 2.0 19. 1 96 (72) 15

R I

LC AB Sciex ExionLC

AN ZORBAX Eclipse Plus C18( 2.1 mm X 150 mm, 1.8 m)

B 0—7 min B=60 7—8 min B=60—95 linear gradient
8—11 min B=95 11—12 min B=95—60 linear
gradient
12—15 min B=60

i 0.2 mL/min

FEAR 10 uL

MS AB Sciex X500R QTOF

A A oAbk ESI-Positive

79 AJHE (TEM) 500°C

A A AT L—EE(IS) 5500 V

A=A A AMCEHR) m/z 646.0558.2 (fk78) m/z 646.0>100. 2
AM-d, GE ) m/z 650. 1>58.2 (f78) m/z 650. 1>104.2

Yo s — MEE#RO, 7y 2T a5 — FaEltE,
4. L
BRESKP O M OIHTiEEZRE L. 1.0 ng/L A —
2 —0 MERRYE) Z i T & 200k Z 3 LTz,
FELRNOWNKRE ST LT ZANT BRI T
IRIEARTE T~ T,
(F5E]
ARBFFED %, BREEE LW E RS e
] DEFEZZIT THT 212 b D TT,
2% 3Lk
1) Agilent Technologies ASMS2010: Evaluation of
LC/MS/MS for the Determination of Amiodarone
and its Metabolite Extracted From Dried Blood Spot
Samples
2) Joachim K., et al. J.of Pharmaceutical and
Biomedical Analysis 51,210-216 (2010)
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Long—distance movement of golden eagles in Japan

Taku Maeda
3rd seminar of the Japan x UK Bilateral Program on the Conservation

of Golden Eagles (WEB 2022. 3. 25)

The information on movement of the Japanese golden eagle is very limited.
Concerning long tracks over 100 km, there are only four records obtained by
tagging and photograph identification. Photographs taken by eagle watchers in
various places contribute to outline the ranging behaviour of eagles in both wide

and local scales.
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