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No. SSK-LCMS-2403

Liquid Chromatograph Mass Spectrometer, LCMS™-8050RX
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LC-MS/MS Method for Determination of N-Nitroso Fluoxetine Impurity in
Fluoxetine Drug Substance
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Fluoxetine

N-Nitroso Fluoxetine
Exact mass : 309.13 g/mol

Exact mass : 338.12 g/mol
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Liquid chromatograph Nexera X3

Flow rate 0.4 mL/min
A) 0.1% Formic acid in water
Mobile Phase B) 0.1% Formic acid in acetonitrile : water =
95: 5 (v/v)
0 - i - 0 H - i
Gradient 60 % B(0-6min)-90 % B (11 min - 12 min)

-60% B (12.01 - 15 min)
6.0 - 10.0 min (to MS)
Shim-pack GIST C18

Diverter valve

Column (3.0 mm 1.D x 100 mm., 3 um)
Column Temp. 40°C

Injection Volume 5puL

Detector SPD-M40 (254 nm)

Mass spectrometer LCMS-8050RX

lonization method ESI (Positive)
Nebulizing Gas Flow 3 L/min
Heating Gas Flow 10 L/min
Drying Gas Flow 10 L/min
Interface Temp. 300°C
DL Temp. 250°C
Heat Block Temp. 400 °C
MRM Transition
Name Precursor Product Product
lon (m/z) lon1(m/z) lon2(m/z)
N-Nitroso Fluoxetine 339 177 117
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Fluoxetine
N-Nitroso Fluoxetine
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#1 9818 832 205 LC-MS/MS analytical procedures for the determination of N-
#2 9765 863 204 nitroso-fluoxetine in fluoxetine tablets
#3 10,147 836 212 3) Twain Food and Drug Administration ; Method of Test for N-
#4 9,691 886 202 Nitroso Fluoxetine in Fluoxetine Drug Substance
#5 9,718 808 2.03
#6 9,636 847 1.99
Average 9,779 845 2.0
%RSD 1.9 2.9 2.0
Accuracy(%) 102.0

SSK-LCMS-2403

For Research Use Only. Not for use in diagnostic procedures.
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