TECHNICAL INFORMATION
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Simultaneous and Direct Analysis of Biogenic Amines in Food by LC-MS/MS
using Hydrophilic Chromatography
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(Spd: 50, Put: 250, Cad: 250, His: 50, Tyr: 20, Trp: 50 t g/L)
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LC; Instrument ; Agilent 1200SL series
Column ;. TSKgel Amide-80 3um (2.0 mml.D. x 15 cm)
Eluent ;. A;30mM ammonium formate in water (pH4.0)
B;acetonitrile
Gradient ;0 min (B 90%)—12 min(B 40%)—14 min(B 40%) —16 min(B 90%)
Flow rate ;0.2 mL/min
Column temp. ; 50°C
Injection volume ; 2 pL
MS: Instrument ; QTrap (AB SCIEX)
lon source ; ESI Polarity ; Positive
Mode ; MRM

Precursor ion / Product ion ;

Spd 146.3/72.1 Put 89.1/72.1 Cad 103.1/86.1
His 112.0/95.0 Tyr 138.0/121.0 Trp 161.0/115.0
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Sample Spd Put Cad His Tyr Trp
MS method tuna™ N.D. N.D. N.D. 1.6 0.1 0.2
(RSD(%): n=5) - - - (1.3) (1.8) (1.4)
tuna® 0.6 3.6 11.7 77.4 5.0 0.2
(RSD(%): n=5) (2.1) 1.2) (1.1) (0.8) (0.9) (1.1)
LOQ 0.004 0.04 0.02 0.004 0.001 0.002
Fluorescence method tuna™ N.D. N.D. N.D. N.D. N.D. N.D.
tuna? N.D. 2.6 14.3 68.4 6.5 N.D.
LOQ 0.36 0.08 0.1 2.2 1.4 0.18

(mg/100g in fish)
1) preserved for 2 days under freezing
2) preserved for 2 days under room temperature
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Standard: 1; Trp(10 mg/L)  2; Put(5 mg/L) 3; Cad(5 mg/L)
4; His(100 mg/L) 5; Tyr(50 mg/L) 6; Spd(10 mg/L)
I.S.; 1,6-diaminohexane(5 mg/L)
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Retention time, min
Column ; TSKgel ODS-100Z 3um (4.6mml.D. x 15cm)
Eluent ; water / acetonitrile = 35/65
Detector ; FL (Ex; 325nm, Em; 525nm)
Flow rate ; 1.0 mL/min
Column temp. ; 40°C

Injection volume ;5 pL

B4 RSO HIR (HATFBHMLR)

HHE5e
[ +20 % TCA 5mL
REDFAX

Bk T100 mLIZERL. 3050 EHE
LiEES:8 (#7045 um, EILO—RT7ET—LH)

& 1mL

+ KRBTV 02 g
+ 1% Dancyl-Cl* 7+ iA&2 mL
Rt (55 °C. 1B/
+ 10% ZAY> 05 mL
RESH . 10 RIRE
’}r + MLIY 5mL
RESHk, HE

SikE. LIV BEREEE
THrr=rJJL1 mLIZERR
HPLCEIE

E5 AAOHHLEENLFBRLE)



