LTQ LC-ESI

Liquid chromatography-mass spectrometry (LC-MS) was performed on an Agilent 1100 HPLC System (Autosampler G1313A, Binary Pump G1312A, Degasser G1322A, Column Compartment 1316A, DAD Detector G1315B, all Agilent Technologies GmbH, Waldbronn, Germany) equipped with a Gemini® NX-C18 column (50 × 4.6 mm, 3 μm, 110 Å) (Phenomenex LTD, Aschaffenburg, Germany) connected to an LTQ Orbitrap mass spectrometer (Thermo Fisher Scientific GmbH Bremen, Germany). Samples were prepared by dissolving a minute amount of sample (about 0.2 mg) in 1 mL of methanol or acetonitrile. LCMS solvent A was 2% acetonitrile, 0.1% formic acid in water, and LCMS solvent B was 100% acetonitrile. The flow rate was 0.5 mL/min and a gradient from 5 to 95% LCMS solvent B was applied within 10 min. Absorption was detected at 220, 254 and 280 nm and mass spectra were recorded in positive and negative mode within a mass range of 100 to 1500 m/z.
The sheath gas flow rate was 40, the auxiliary gas flow rate 15, the sweep gas flow rate 2, the spray voltage was set to 4.5 kV in positive mode 5.0 kV in negative mode. The capillary temperature was set to 275 °C.


Direct ESI
Measurements LTQ Orbitrap mass spectrometer (Thermo Fisher Scientific GmbH Bremen, Germany). Samples were prepared by dissolving a minute amount of sample (about 0.2 mg) in 1 mL of methanol or acetonitrile and were infused at 50 µL/min. The sheath gas flow rate was 40, the auxiliary gas flow rate 15, the sweep gas flow rate 2, the spray voltage was set to 4.5 kV in positive mode 5.0 kV in negative mode. The capillary temperature was set to 275 °C. Mass spectra were recorded in positive and negative mode within a mass range of 100 to 1500 m/z.


Direct APCI
Samples were prepared by dissolving a small amount of sample (about 0.2 mg) in 1 mL of methanol or acetonitrile. The sample solutions were manually injected into an LTQ Orbitrap mass spectrometer (Thermo Fisher Scientific GmbH Bremen, Germany) and measured in positive and/or negative mode. The sheath gas flow rate was 50, the auxiliary gas flow rate 5, the sweep gas flow rate 5, the spray voltage was set to 5.0 kV. The capillary temperature was set to 275 °C and the vaporizer temperature was set to 450 °C.
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