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THod NVA b [ ICHRET 2 2 & 25, AR EKEOIEH
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1. 58
AEHE, ALIRTTAO/NTFEIETHA L7z = (), 2

L QR 2 A AR LR PR BB A A T B R AR

BT F (), YoKRE (EE) . PSR E (B, <
FOiEy (i) ROT7TrFal (k=2 N) 2wz,
AFEHIAL, EEEREHIRGTT 2 IR o b o 2 MliY) L 72
J—F7aty -2 HnTH—bL. —30C THREFL
72 = A MREHE T IC LI N B R DZH, FD
FF-30C CTHRAF L7

2. AERUHRZ

A% 3 THERRIEIRE T AV AFDGRE (b B,
F) v TR RO T 3 IRERE S B B b (k) 3
7 b L v THEE L Sigma-Aldrich B % v 7z fEHEJR
X, SHERELE 0.1 mol/L ¥alRIZ 5,000 mg/L & 75 X
DML TR L 72, IRAIEEERIL. SRR £
NZFN1,000mg/L & 7% 5 &) IZRAL, 0.1 mol/L 3R
THML THREL 72,

T = M)V, FMEPRAY ) —VidEL 7 AV LA
FeEE (M) B LC/MS ., 71 b VIZE L7 AV L AEH
S (bR) BUARAL BRI . TR 7 > = 4 13 Honeywell
BLC/MS H, ZOMORERE L7 1 b AFDEHIZE (Fk)
PR A I 7o KIEE £ 7 4 )V SRR (FR) 3 LC/MS
FAROF IV 7 (#k) 3 PURE LAB flex-UV TH5#L L 727K
% V72, 20 mmol/L ) & ERARATRIE, BEERY & [F] Uik
THBE L7z, 590 A 4 M I =4 F 213 Waters # Oasis
WCX (60mg, 3mL) (LLF, WCX), A#ix GE NV A
rFTETy b rERAMNo. 41 (ERE 125 mm) = A
725
3. BBRUDES

LC (& Agilent Technologies # 1260 Infinity I LC % H >,
MS/MS % Agilent Technologies # 6470 Triple Quad LC/
MS % fivi7zo LC 47 7 413 SUPELCO # Discovery HS
F5-3 (3.0um, 2.1X100mm) % w7z, &1 7 AREIL
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THERMT I D EOMRME4

(o ol Fragme{ntor Quant Qual-1 Qual-2 -
voltage Q3 CE Q3 CE Q3 CE
(m/z) ) (m/z)  (eV) (m/z)  (eV) (m/z)  (eV)
ERAX I 112 93 95 13 68 25 41 33 +
FFIv 138 64 121 9 77 33 51 50 +
Vi S aNDING 103 69 86 9 69 17 41 25 +
FhLvv 89 64 72 9 +

Ql: 7V A —H%—AF>
Quant : FE=A F ¥

Q3.7 u¥ s r A
Qual-1, Qual-2 #Ez8A *+ >~

40°C, BEMIZ A % 10 mmol/L FE7 »E=7 4] 180.1%
FRREHKER BT 2P M) L=40:60D7 1 v
7954y 7EHEME Lz, WiE0.25 mL/min, R
FHEAEE S uL, 44 MEE— FIZESL, HIEE— FIZ
SENIGE=F Y 27 (MRM) & L7z, £112{taWZ
& @D MRM 53§ 2 R L 72,

REY S A Y =13 IKA 112 ULTRA-TURRAX T 25 basic,

S2BN-18G Y ¥ 7 bV —% %MW/, EHHH#
EEY —xvH 4 = 2 (BR) D GL-SPE 5|~ =+ —
VEFxy b axHw,

4. HEBRBROAR

¥ —Ab L 72308 5.00 g % 50 mL % PP 3@ ik & 1S AE AL
L7z 5% MV 7 uulkg (TCA) K& 15mL %1z
TL1BHRED F A4 X L7, 5% TCA KW 10 mL T
7 M EREE, CoWE &b, 4T, 3,300rpm T5
S L L7z, BiEE AW L, I 5% TCA KB

W 15mL Mz 540 MiRE 9 L. [FARIZE Lo L 727,

AL THBE HDE,
WCEA L2 () o
HE 0. 15 mL 12 1 mol/L ZKEE{LF M) 7 A% 0. 045
mL. 20 mmol/L V) BRI (pH 6.8, LLF pH IZH L)
2.8mL ZMZ TREL WCX~NOARER E L72s WCX

5 % TCA KW % F\v T 50 mL

WX AREEUIRD L ) 12T o720 WCXIZAF J — )L 3mL,

7K 3mL. 20 mmol/L V) ¥ FR#EM i 3 mL % JIHK @ L T
AT a7 L, AWMBEREEEAMN L%,
20 mmol/L V) ¥ FE#E@E W 3mL, K3mL, 50% X % /) —
Vv 3mL CHERZEG L7ze 3 =8 7 2NOKE+FICKRE
L7=th, FEE— A% /7 — ) —7K (1:30:70) K 3mL
T L7z CREETR) o

FEE 200 u L 28R D . 10 mmol/L FFET v E=7 4
BON0.1% FWMEAKEBR -7 =PIV (4:6) BRI

(TR CIEMIC I0mL ICER LTz ZOWHE 4T,

15,000 rpm T 10 73008 L. EE 2R BREm e LT
LC-MS/MS Z3#r 24t L 720
5. RELR

IRAEMERT (451,000 mg/L) % AFREHETAHRL .
0.05~20 pg/L OHiPHCHmEMH OEMEER 2 FE L72,

CE:ayvyarz}rv—

6. AINEYNGHER

[1. BB (R L7KpEfin 6 fl 2 g5 & L, &UFL5. 00
g ICIRAERERE 2 ML 728, T4, KRBT
ZHEV BRI 2 FH R L, i (03 2 40 fiti 2 S [T
REGE L7z BN IX 100 mg/kg. P47 5 [A]
EL7z. BB, MRMAEFICNVAREENLTWLT
F 3 ETIE, IR O AT E A & B INEEL O 54T il 2
LI E L RS L7,

HERREVEE

1. LC & Digat

NVA @ LC-MS/MS 34Tt BUKMEHEAEHE (HILIC)
EMAL7zH T L850y 70+ a7 =) (PFP)
NTLERE A RTHAELLELE LW HPLC 7 F
LOMERBIDHE SN TW5D, KKETIZ, PFP# J 4
RO EE S %I, PFP A 9 4 L FOBBHSE
o bz a Lze $9. BEMHE LTAW:0.1%
FEOKEH, B . 72 =PI VLB 7TV MR
W& AT, RO EIAHIC X % PR % 15
5 L725ATH NVA RIS EE L e o 727290,
TAVIZIT 4y 7ERETHIEE LIz, kI, BEH
A& BIDREHE G %22 TNVA O Y — 7 BIR% fEE
L7 Z A, NVALHZSEETREZ M Tld. 7 XY
VROT RV V=T =) YR LN, BRiFh
Y= IR% 155 2 ENTE LD o7z, HILIC R T L455
HIZBWT, FWMT7 v T LKA VS L TRI
BRYE—=IRIREHEONDL EOWEIDNH L L, BE)
MHATIZ1I0mmol/L &b X)ICFBET7 V=Y L %R
mLzzezas, AFRXYUEPFT R LY DT —=1) v 7
gk Sz, 22T, BEMH A L LT 10 mmol/L ¥
TYEZTLRY0.1% FIREA KB, BIIZT 2 =
FINWVERWCTTAY 2 I35 14 v ZEHREMTRAEEGD
WA & FEhE L 7R R, BEIAH A L BB B=40 : 60 ®
FHT. B Y =2 BREOGHEEZEL 2 LD TE
(K1),

2. EEHEIC & 2EHEEORET

1) BHBAHO&E
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PREFIRERT (43)
K1 TEERET7IFEOMBM 70O N 74
(A) ¥93~ (B) ex¥3v
(C) 7hLv» (D) BFNY v

% 10 ng/mL (FUEHES 100 mg/kg #24)

F 413, HPLC-FL IZ X 230411238\ CT, TCA i
ORI A A VAR = T A TR B BRI L2,
RFFIRBIFBEHGEIGOND OO, FEHISHET IV
A FEEERREORBEALEL T A0, HE LR
BRE & LC-MS/MS THMT T 5 IIE PR TRESLEIT L
0. BAEFHEMIC R D, 2T, LC-MS/MS Z#7i2i# L
TSR CTH B FIRICE VIS TTRE R 7 VR F VL3
REREIRICH D8 A 4+ I = T 4 WCXB T R A
T B RREE A L7,

T, 1% FWMAKBRHICE BBHZ2RARER, NVA
DOREYNEIL 80% 1L L . WHEOFKMMPAONT, £ T,
A S L FARIC FHKIEIIC A 5 7 — IV EIZ A
A MR L7260 20 mmol/L V) ¥ BERAHE CTAR L T pH6. 8
W L IR AAERE AT 2 WCX ISR L, K 3mL Tk
WLk, FEEE 1%, X%/ —VEZFNFN10, 20,
30, 40, 50% EATH LT L 2B 3 mL THEH L
7o ZORER, 25 )= VEIEX 0% D ELTHI LT
ZITEEICHEINTE 5 2 L DRER S N 2720, BHEEIE
FR— A% /) —)—k (1:30:70) REHEHT L&

L7,

2) EFAERORE

iR 5 O NVA I 2 5 A 4+ v R I =5 T 4
THBET A, MREMICT I VBREZRET L0128
TEWE PEICRE ST 2 08P 51, 22T, AME
WD pH %) ¥ WEAEE W CHlEE L, WCX IZEfT L CTRIY
HEAMRLI-EZA, MRVICL LM+ oI =A
7 LD G RIS, ) Y IREETGRESEWITE, £
BT DRI E D BT & NVA O RIESE T 5
M DSFRD STz, 22T, BEFRE FAERIC, TCA i
% 1 mol/L KERALFH M7 27K B T HIAT L 72#%. 20 mmol/L
) U ERRE AR L T pH % AR L VA 2 BRI &
L7z,

3. ¥ by 7 RZRMH S EOMES

o=, HoKERE O A WCX THEL L/ &

198, M)y 7 AREIROLN, CAF IV, BT
R YROT LT rTRAF AUEE, F5 3 U TIEA

T ALH &2 B Z E DR S o T, REENA
RIS B EICE B MY v o AR Z A L 72,
FNENOEGRMEREL D & RERAR Z T L, HHEE %
BT 5, 10, 50, 100 @M L7722 (MY v 7 AT .
FNENRATHERREZ RN~ MY v 7 AR R % iR
L7z (2)o B, ~ MU v 7 A%EIE, RATERERTR
AR CRIN L 723580 ¥ — 7 HEICd A~ b)) v
7 AWML 72540 ¥ — 7 Hifgosl4 (HfER) <
ML 720 ZORER, AREELHTLEY NV IR
AR L (ERERAT 100% (23820 &), 50 i & 100 1%
FRTIRKRELEVIIED SN o720 ULEOREENS,
REWEIAREBECT0BANT 2L L, AHY
FoOPNBREEE, v S OIET R OT v F 3 CRRFHIA L
TR0 MBS L B2~ M) v 7 AP L&
ZAH, BAFZ I IF98~103%, FF 3 1L 95~101%.
75N 2 1E98~103%, 7R LY v iE 99~104% O Thi
RKTHY, v ) v 7 ZARREHPUC L ) IR RER 2 &
PRERE S 72

4. FINEEGER

TREEEL L 6 TS DOV T, el % S0 L 7ok R %
F2ITR L7 BIRIZLAY I 0 T8~U%, 75 3
Y T89~102%, HFNY »T8M~R%, S FLI LT
90~98%. EUATHEIIRK 4.2% & BIFRER?ES
iz, 72, EETHRMEIZ. §XTONVATS/N>10 %
W7z L7z 1mg/kg IC#%5E L7zo ARG L 2288 Tl
ARERAEZZT TR L BRI E RV 2 EOKEN T
CTHRRICHEE L ZIROLNT, WFhOANTL B
TF 2R PR R OPATRHE 25N 5 2 E SRR T & 72,
P& BEEE L 7oAGRBR T, Hl4 K B DA
FRBKT I v Er REPOREER M e Th 246 H
LhEEERD,



R (%)

R (%)

140~ 140
120 120
_____ - _.._._+_,““ o
100 A b - A= A== ﬁ . 100 /,,_._-_f_E;'_‘.'_'_—_'_-_tt::’_’_'.;‘K
S
80 1 S 80 - /K
60 - % 60 1 7
40 5 40 | &
20 20
O T 1 O T T
0 5 10 50 100 0 5 10 50 100
AR ARG
VIR SN IV Al A
140~ 140
120 | Gee N 120
100 -_"-_-ﬁ_-‘"?;"‘“ﬁ"—-"':;:‘ﬁ . 100 T TTEA - ‘—-w;.:'_’ﬁ;f;'_—_'_'_—_'_z
X
80 - < g0 A
] £ |
60 % 60
40 5 40
2 2
O T 1 O T T T
0 5 10 50 100 0 5 10 50 100
TG TG
AV g — == PR

2 HWRICEBT MYy I RRADRE

W (%) = ¥—ZMHE () v 7 ZEHEAR) ~¥— 270 (@REE AR X100
¥ APRIAEE 0 10 mmol/L ¥R 7 ¥ &= AR 0. 1% FMRERREH— 7€+ =+ (40:60)

®2  AMENHERER

ERAH I FI7Iv HHERY FRL v

FE =855 RSD =Ni 3 RSD B RSD =iy RSD

(%) (%) (%) (%) (%) (%) (%) (%)

v 90 2.3 91 2.9 84 3.5 90 3.1
AHVF 91 2.5 97 2.1 91 2.2 97 2.6
UEAY/\ S} 93 1.2 99 0.7 92 1.9 97 1.1
BRI 84 2.3 89 2.2 85 2.5 91 2.6
~ 7 v ilET 94 0.9 96 0.9 91 1.1 98 0.8
ToFar 94 2.7 102 2.4 89 4.2 97 3.2

AINIERE - 100 mg/kg 4T 55

FLEE ¢ Py lalpes RSD : fFATHERE (HEXI R HE (R )



1)
2)

3)

X 78

BAEW  AROEH. AfRE, 3, 214-220 (1962)
BEFEEL D T LAVF AT E. BAREMMAYESH
2k, 23, 61-71 (2006)

MR ETEA 777 Mo — b A¥ 30 (B, https:
//www.fsc.go.jp/sonota/ factsheets /140326 _histamine. pdf
(FEZR 12020 4E4 A1 H)

4) FAO/WHO:Public health risks of histamine and other biogenic

amines from fish and fishery products, https://www.who.int
/foodsafety / publications/histamine _risk/en/ (# 2 : 2020
FE4H1H)

HEWHLE c ERCEITNET I VE,., HRFAAR %S
35, 47, 341-347 (2014)

FHBE, IO LA, HEHL 52 2 IVFEERL S
DYRICEB2EMPORERMET I Y HONE. &
i%, 58, 149-154 (2017)
HREDEE, AT, A
FRRER, FRET, BRI, HEAATIA ¢ EA
WGP OREBEEYR T I v oaE. Ak
2%, 40, 203-209 (1994)

RAWE, FEMEL, M R, IR LC/MS/MS
FHOIAERWRW T 2 v O—FomEoms. ML
BRSO >~ 7 — 4R, 34, 99-103 (2010)

WA E T, REFGEH, TR, EA F, RN, 3
k3 ¥, SPHEESE, AT 54 LC/MS/MS & Fl v 7z £
AR T I VEHORER - F L0, REARR
PRAESRBE L= SE AR, 44, 38-47 (2014)

B, OMEREHE, A5 ST,

10)

11)

12)

13)

14)

15)

16)

17)

FINY T, PEBER, RakKE, LHEFRT, HLE, N
EHEA L ART O RS I VEREERT I VESEO—F
AR OME . FIRERIMMER, 20, 6-9 (2017)

ARE LT, BEHRIE, IEEE, VA2, LB
TIVF LV AA I VFEER[L HPLC 12 & A &P O AR H 3
W7 I SN RS, 60, 61-67 (2019)

WA, FRoARiE—, WA - BAHE — =% v -5
FHEMRIL HPLC B & 2 B P AR T I Y HO 55T,
frfiEs, 51, 115-121 (2010)

FEEAME, JLHE=, BHEEZ, FeARSEET |l
thra< b 7574 —1CLAATMLRAFT Y, BXF 3
> OB, ik, 25, 525-529 (1984)

S, TPHTR, INOEE, RBAAHZE D ¥ o7 AR
WEHW/ AR e 25 I U aEomet. &L, 52,
199-204 (2011)

HRER, FHES  LC/MS # Wz 7 LIV ¥ —FER
| ERITEAY I VEORBREMET I VHOST. &
JoE U 57 AR AR T BT SR TR R R g ¢ v v — FgE R
#, 8, 35-38 (2017)

iAKEZ:, INT  FE, EAREA, B %, £HEH .
HILIC-MS/MS # iV — VO RERMET I v O—F
SR Rk, 60, 157-162 (2011)

BHEWAT, dLHNBEMHT, TWRAM, WHERHE, ZHEME
LC-MS/MS IZ X 28D 24 3 v 050, HAR

kAt 25, 86-91 (2018)



