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Presentation Outline 

• Summary of USEPA (NERL/RTP) surface and well water 
collection protocols  

• Based on two draft protocols  

• Discussion of some important fine points 

• Further discussion of method application tomorrow in 
follow up presentation  
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Disclaimers and Caveats 

• Not “Official” EPA methods – just what worked for our 
labaratory  

• Strong emphasis on basic quality assurance principles   

• Basic methods used in three assessments:   



Office of Research and Development 
National Exposure Research Laboratory 3 

 March 2009, ES&T 
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Properties of fluorochemicals 
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SS Kemmerer sampler Lab-made dip sampler 

Sample collection methods  



Office of Research and Development 
National Exposure Research Laboratory 6 

Sample Collection 
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Quality Control  
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Quality Control  
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Sample Collection 
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Sample Preservation 
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Quality Assurance – 
Quality Control  

Trip spikes (200 and 400 ng/L) 
Trip blanks (DI) 
Lab QC spikes (200 and 400 ng/L) 
Duplicate samples (>10%) 
Occasionally standard addition 

Target Compounds 
C4-C12 carboxylic acids 
PFBS, PFHS, PFOS, PFDS 
Internal Standards 
13C2-PFHxA, 18O2-PFHxS, 
13C2-PFOA, 18O2-PFOS, 
13C2-PFUnA 
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Sample Analysis 
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Sample Analysis 
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Sample Analysis 
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Method Summary – Sample Processing 

1 L HDPE bottles 
5 mL HNO3 (35%) 
Shipped ambient 

Filter contents 
Whatman GF/A 1.7 um 

Measure volume in 1-
L HDPE graduated 
cylinder 

MeOH rinse  
Bottle (10 mL)  
HDPE bottle 

Add Internal Standard 

Load onto SPE tube Waters 
Plus style WAX/HLB 

Nakayama et al., 2007  Environ. Sci. Technol. 2007, 41, 5271-5276 

Add measured water back 
to original container 
containing MeOH rinse 
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MeOH rinse of collection bottle 

DI + 50 ng/L, stored at room temp for 1 week 
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Sample Preparation 
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Positive Displacement SPE Loading: 
10 mL/ minute  
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Sample Preparation 
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Sample Preparation 
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Take Home Messages 

• Don’t trust any data until you get 
comfortable with the method and the 
quality of analysis 

• For every batch, check blanks are 
blank; spikes show good recovery; 
any chance of loss or contamination 
from sampling though analysis; matrix 
effects; analyte really exits 

• Report and review all information 
related with method performance 
along with actual data 

• Always be aware of fallibility of your 
method and yourself 
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