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Perfluorinated compounds (PFCs) are a family of fluorine-containing
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fluorinated compounds. In order to increase the sample

established a method utilizing LC/MS/MS for the determination of
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PFOA and PFOS. Aside from these primary target compounds, other
PFCs were brought into focus lately. Depending on the sample matrix,
an extensive sample preparation is often necessary. This work des-
cribes a new SPE/LC/MS/MS method, which combines automated
solid phase extraction with LC/ Triple Quadrupole MS for the scree-
ning of relevant perfluorinated compounds in waste water.

Experimental

Chromatographic separation and MS Detection were performed using
an Agilent 1200 Rapid Resolution LC and a 6410 Triple Quadrupole
Mass Spectrometer. A Gerstel MultiPurpose Sampler with an automa-
ted SPE accessory was integrated into the LC/MS/MS system.

A complete picture of the system set-up is shown in Figure 1.

Figure 1) Instrument Set-up
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Conditioning of the SPE cartridge (Oasis WAX, 150mg )
using 2 ml MeOH/NH,;, 2ml MeOH and 2 ml H,0
Introduction of 10 ml sample to the cartridge
Drying of the cartridge with N, for 1 min
Rinse with 2 ml Acetate-Buffer

The parameters for the complete LC/MS/MS method, including the MRM transitions, are summarized in

Table 2 and 3.

Table 2) LC/MS/MS method

Column:

Maisch Reprosil C18HD
(5072,1 mm, 3 um)

MS: Agilent 6410 QQQ
lonization Mode: ESI neg.

PREP

HPLC-MS/M3

Conventional Sequence

PREP HPLC-MS./MS

Figure 5) Reproducibility of the SPE-Method
(Waste water spiked with 5 ng/ml PFT)
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Figure 6) Calibration Curves for the PFTs from 5-500 ng/ml
(in matrix) using the SPE-LC/MS/MS method

throughput, the SPE/LC/MS/MS-system was operated in
PREP AHEAD mode (Figure 3). This means that the auto-
matic sample preparation (20 min) and the LC/MS/MS-
analysis were nested. While measuring sample 1, the sample
preparation of sample 2 was executed in parallel and the elu-
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reproducibility for all compounds. A statistical evaluation of
the reproducibility is summarized in Figure 5. The RSD% for
PFOS, PFOA and PFPeA are in the range from to 1.0-3.4 %,
with recovery rates from 82-106%.

The defined calibration range for the PFTs in waste water
was 5-500 ng/ml. A seven level calibration with three
replicate injections for each compound was measured. The
calibrations were linear over the range range tested and the
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implemented in MAESTRO Configuration Editor (Figure 2).




