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5.2.3 EPA Method 0010 – Sample Analysis 

Method 0010 sampling trains resulted in four separate analytical fractions for HFPO Dimer Acid 

analysis according to SW-846 Method 3542: 

 Front-Half Composite—comprised of the Particulate Filter, and the probe, nozzle, and

front-half of the filter holder solvent rinses,

 Back-half Composite—comprised of the first XAD-2 resin material and the back-half of

the filter holder with connecting glassware solvent rinses,

 Condensate Composite—comprised of the aqueous condensates and the contents of

Impingers #1 and 2 with solvent rinses,

 Breakthrough XAD-2 Resin Tube—comprised of the resin tube behind the series of

impingers.

The second XAD-2 resin material was analyzed separately to evaluate any possible sampling 

train HFPO-DA breakthrough. 

The Front and Back-half composites and the second XAD-2 resin material were placed in 

polypropylene wide-mouth bottles and tumbled with methanol containing 5% NH4OH for 18 

hours.  Portions of the extracts were processed analytically for the HFPO dimer acid by Liquid 

Chromatography and duel mass spectroscopy (HPLC/MS/MS).  The Condensate composite was 

concentrated onto a solid phase extraction (SPE) cartridge followed by desorption from the 

cartridge using methanol.  Portions of those extracts were also processed analytically by 

HPLC/MS/MS.  

Samples were spiked with isotope dilution internal standard (IDA) at the commencement of their 

preparation to provide accurate assessments of the analytical recoveries.  Final data was 

corrected for IDA standard recoveries. 

Test America developed detailed procedures for the sample extraction and analysis for HFPO 

Dimer Acid. These procedures were incorporated into the test protocol and are summarized in 

Appendix C. 
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5.3 GAS COMPOSITION 

The WESTON mobile laboratory equipped with instrumental analyzers was used to measure 

carbon dioxide (CO2) and oxygen (O2) concentrations. A diagram of the WESTON sampling 

system is presented in Figure 5-3. 

The sample was collected at the exhaust of the Method 0010 sampling system. The sample was 

drawn through the heated probe, filter and impingers which acted as a sample conditioner. At the 

end of the line, a tee permitted the introduction of calibration gas. The output from the sampling 

system was recorded electronically, and one-minute averages were recorded and displayed on a 

data logger.  

Each analyzer was set up and calibrated internally by introduction of calibration gas standards 

directly to the analyzer from a calibration manifold. The calibration manifold is designed with an 

atmospheric vent to release excess calibration gas and maintains the calibration at ambient 

pressure. The direct calibration sequence consisted of alternate injections of zero and mid-range 

gases with appropriate adjustments until the desired responses were obtained. The high range 

standards were then introduced in sequence without further adjustment. 

The sample line integrity was verified by performing a bias test before and after each test period. 

The sampling system bias test consisted of introducing the zero gas and one up range calibration 

standard in excess to the valve at the probe end when the system was sampling normally. The 

excess calibration gas flowed out through the probe to maintain ambient sampling system 

pressure. Calibration gas supply was regulated to maintain constant sampling rate and pressure. 

Instrument bias check response was compared to internal calibration responses to insure sample 

line integrity and to calculate a bias correction factor after each run using the ratio of the 

measured concentration of the bias gas certified by the calibration gas supplier. 

The oxygen and carbon dioxide content of each stack gas was measured according to EPA 

Method 3A procedures which incorporate the latest updates of EPA Method 7E. A Servomex 

Model 4900 analyzer (or equivalent) was used to measure oxygen content. A Servomex Model 

4900 analyzer (or equivalent) was used to measure carbon dioxide content of the stack gas. Both 

analyzers were calibrated with EPA Protocol gases prior to the start of the test program and 

performance was verified by sample bias checks before and after each test run. 






























































































































































































































































































































































































































































































































































































































































































