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	Biosolids and PFAS – Sampling and analysis quality assurance plan
Biosolids Program



Instructions:  This quality assurance plan (QAP) should be used to ensure data collection and reporting meets data quality expectations for submittal to the Minnesota Pollution Control Agency (MPCA). This plan is intended for biosolids samples that will be analyzed for PFAS following U.S. Environmental Protection Agency (EPA) Method 1633A and results will be submitted to the MPCA as a part of the MPCA Biosolids PFAS Strategy. This quality assurance plan can be used for other sampling efforts that will not be submitted to the MPCA.
Persons of contact
Sample Lead responsibility – Sample decisions; data validation; MPCA liaison; field and sampling activities.
	Name:
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Analyzing Laboratory responsibility – Sample analysis; analytical data submittal to Sample Lead.
	Laboratory name:
	[bookmark: Text129]     

	Signature:
	[bookmark: Text130]     
	Date:
	[bookmark: Text131]     

	
	(This document has been electronically signed.)


MPCA Biosolids Staff responsibility – Technical assistance; data review.
	Name:
	Samantha McClung
	Email:
	samantha.mcclung@state.mn.us


MPCA Biosolids Specialist responsibility – Program assistance.
	Name:
	Cory Schultz
	Email:
	cory.schultz@state.mn.us


Sample analysis needs
Anticipated biosolid samples, Table 1, will be collected and submitted to the analyzing laboratory and analyzed as a solid/biosolid for the following parameters, Table 2. It is highly encouraged to use the MPCA Biosolids Chain of Custody (COC) throughout sample transit. Additional information can be found in the Biosolids and PFAS Sampling, Analysis and Reporting Guidance (wq‑wwprm2-113c).
Table 1. Anticipated biosolid samples and collection information
	Number of Samples
	Planned Sampling Date(s)
	Sampling Location
	Sample Type
	Expected 
% Solids
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Table 2. Biosolids parameters and laboratory analysis information
	Parameter
	Sample Quantity
	Sample Container
	Preservative
	Analytical Method
	Reporting Limit
	Holding Time

	Per- and Polyfluoroalkyl Substances (PFAS)*
	**
	HDPE
	0 – 6° C or ≤ -20° C
	EPA 1633A***
	< 20 ng/g**
	90 days


*All PFAS compounds in the analytical method
**The reporting limit depends upon the volume of sample extracted. 
***If the lab is acquiring accreditation for EPA Method 1633A, EPA Method 1633 will be accepted.
Data quality objectives
Biosolids samples are a complex matrix that can make PFAS analysis difficult. Some common issues that could arise and may impact data quality are outlined below. Included are recommended actions and expected reporting practices.
Table 3. Common problems, recommended actions, and reporting expectations
	Common problems
	Recommended actions
	Report

	Sample was received outside of the acceptable preservation temperature range.
	Contact the Sample Lead to see if resampling is an option. If not, continue with analysis and report results with the appropriate qualifier.
	Note unacceptable preservation during transit through the analysis narrative.
EDD qualifier is Q6.

	Peak detected, but all quantification criteria were not met either due to incorrect ion ratios or unaccountable interferences. The reported result represents the maximum possible concentration.
	Reanalyze sample extract to confirm ion ratio failure.
· If the ion ratio passes, report the passing result
· If reanalysis confirms the failure, contact the Sample Lead to decide if re-extracting or re-sampling is an option. 
	Include appropriate lab report qualifier to the impacted parameter results.
EDD qualifier is K.

	Reporting limits for PFOS and PFOA > 20 ng/g
	Increase the sample volume to achieve lower reporting limits.
	Note any failed surrogate recoveries due to increased matrix effects.


If an issue arises that may impact the data quality, and there are no recommended actions in the above table, please contact the Sample Lead and/or the MPCA biosolids staff before moving forward.
Data reporting, validation, and usability
Data reporting instructions for the Sample Lead and the analyzing laboratory can be found in the MPCA’s Instructions for Biosolids PFAS data submittal (wq-wwprm7-105). Data will be reported to the reporting limit and on a dry weight basis. Two data deliverables will be created upon completion of sample analysis: an analytical report and an electronic data deliverable (EDD). Provide the completed EDD and PDF lab report to the Sample Lead with the file name “PRJ#####_Facility name_YYYY-MM.MNPCA_NPDES.Lab_MN”. The beginning of the file name, PRJ#####_Facility name_YYYY-MM, is open text that should be changed to match the project task code, facility name where the sample was collected, and the year-month that the sample was collected. Any additional information the analyzing lab wants to add to the file name should be done in front of the project task code.
Analytical report
Information that is to be included in the analytical report is an analysis narrative*, sample PFAS results, sample percent solids results, associated QA/QC sample results, associated qualifiers, and a copy of the chain of custody forms used. Analytical reports will be used by the Sample Lead to understand PFAS results and the MPCA biosolids staff will cross-reference information in the electronic data deliverable for QA/QC practices.
*Analysis narratives can consist of sample collection and receipt information, analytical result comments, etc.
Electronic Data Deliverable (EDD)
The analyzing laboratory will create an EQuIS LAB_MN EDD. Supporting documentation can be found on the EQuIS developer (EarthSoft) website. All sample results (PFAS results, percent solids or moisture results, QA/QC sample results, associated qualifiers, and sample collection information from the chain of custody) must be included in the EDD. For LAB_MN questions please contact wqdata.mpca@state.mn.us, and for biosolids specific questions contact municipal.wastewater.pfas.mpca@state.mn.us.
Data validation and usability
The MPCA biosolids staff will process the EDD in the EQuIS software for storage and spot check the analytical report to catch systematic errors in the EDD file. On an annual or semi-annual basis, MPCA staff will conduct data quality management activities to finalize data submittals or request corrections from the Sample Lead as needed.
Assessment and oversight
The Sample Lead is responsible for overseeing, assessing, and submitting the two data deliverables to the MPCA. The MPCA reviews, inspects, and imports the data into EQuIS and may request revised versions of the deliverables from the Sample Lead if needed.
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