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Sample Delivery Group #: 
 

Matrix: 
 

Laboratory: 
 

Project ID: 
 

                          
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
This checklist is to be used for validation of mercury and metals by atomic absorption data 
packages, consistent with procedure EPWSD-QPA-TP-208.  

Instructions: If criteria are not met in this checklist, follow qualification provided in the "Q" 
column.   

 

 

Validated by:___________________________________________Date: _____________                                 

Form Number: EPWSD-QPA-TP-208.03F, Rev. 0, 3/12/04 

https://recordsmgmt.ornl.gov/DMS_ORNL/DocumentUpload/3000/3149-0-0.pdf


DATA VALIDATION CHECKLIST FOR MERCURY AND METALS BY ATOMIC 
ABSORPTION 

Page 2 of 12 

 
 

1.0 Custody of Samples 
 

Validation Step 
 
Action: For any samples not traceable upon inspection of verification report and chains of 
custody, indicate the identities below and where the break in traceability occurred*.  Qualify 
samples not traceable rejected with an “R”.   Indicate which samples were affected below. 

Qualified Sample 
 

Identify where break in traceability occurred 

  
  
  
  
  
  
  
  
  
  
  
  
  
  
  

* Qualify as appropriate. Refer to procedure EPWSD-QPA-TP-208, Section 5.1. 
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2.0  Holding Times and Sample Preservation 
 

Q 
 

Validation Step 
 

Y 
 

N 
 

Detects 
 

Nondetects 
 
1. Were all samples analyzed within 
the appropriate holding time? 

 
 

 
 

 
J 

 
UJ/R* 

 
2. Were all samples preserved 
properly? 

 
 

 
 

 
J 

 
UJ/R* 

 
Action: Indicate affected samples below. 

Sample 
Holding Time Exceedence 

(Days) 
Improper Preservation 

(check) 
   
   
   
   
   
   
   
   
   
   
   
   
   
   

Comments:                                                                                                                                       
 
 
 
                                                                                                                                                           

* Qualify as appropriate. Refer to procedure EPWSD-QPA-TP-208, Section 5.2.3. 
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3.0 Initial Calibration 
 

Q 
 
Validation Step 

 
Y 

 
N 

 
Detects 

 
Nondetects 

 
1. Was the correct calibration 

sequence followed? 

 
 

 
  

R 
 

R 
 
2. Were the appropriate number of 

standards used? 

 
 

 
  

J/R* 
 

UJ/R* 
 
3 Were the appropriate standard 

concentrations used? 

 
 

 
  

J/R* 
 

UJ/R* 
 
4 Were correlation coefficients 

>0.995 to ensure linearity? 

 
 

 
  

J 
 

UJ/R* 
 
5.     Were all ICV %Rs within 

acceptance criteria? 

 
 

 
  

** 
 

** 

 
Action: Indicate affected samples only if data are rejected. 
 

Sample    Reason for Rejection 
                                                                                                                              .
                                                                                                                              .
                                                                                                                              .
                                                                                                                              .
                                                                                                                              .
                                                                                                                              .
                                                                                                                              .
                                                                                                                              .

Comments:                                                                                                                                 
 
 
 
                                                                                                                                                  

* Qualify only if the deviation indicates an adverse effect on data quality. 
** Qualify as appropriate. Refer to procedure EPWSD-QPA-TP-208, Section 5.3.5. 
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4.0  Continuing Calibration 
Q  

Validation Step 
 

Y 
 

N  
Detects 

 
Nondetects 

1. Was continuing calibration performed at the 
appropriate frequency? 

 
 

 
 

 
* 

 
* 

2. Were the appropriate standard concentrations used?  
 

 
 J* 

 
UJ* 

3. Are the CCV %Rs within the acceptance criteria?  
 

 
 

 
** 

 
** 

Action: Indicate affected samples only if data are rejected. 
Sample Reason for Rejection 

  
  
  
  
  
  
  
  
  
  
  
  
Comments:                                                                                                                                                
 
 
 
 
                                                                                                                                                                     

* Qualify only if the deviation indicates an adverse effect on data quality. 
** Qualify as appropriate. Refer to procedure EPWSD-QPA-TP-208, Section 5.4.5. 
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5.0  Blanks 
Q  

Validation Step 
 

 
Y 

 
N 

Detects Nondetects 
1.   Have blanks been analyzed at the appropriate 
frequency?  

 
 * * 

2.   Are the absolute values of the blanks >RDL and:    

      The sample result is > RDL and < Blank result?   R U 

      The sample result is >blank result?   * U 

3.   Are the blank results < RDL and the sample result is 
<10x the RDL? 

  
J UJ 

4. Is the method blank result > RDL and the sample result 
>RDL but  <10x the blank result? 

  
R U 

Action: Indicate affected samples only if data are rejected. 

Sample    Reason for Rejection 

  

  

  

  

  

  

  

  

  

  

Comments 
 

* Qualify only if the deviation indicates an adverse effect on data quality. 
** Qualify as appropriate. Refer to procedure EPWSD-QPA-TP-208, Section 5.5.5. 
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6.0  Matrix Spike/Pre-Digestion Spike 
Q  

Validation Step 
 

Y 
 

N  
Detects 

 
Nondetects 

 
1. Was the MS analyzed at the appropriate 
frequency? 

 
 

 
  

* 
 
* 

 
2. Are all MS compounds within control criteria? 

 
 

 
 

 
J* 

 
UJ/R* 

Action: Indicate affected samples only if data are rejected. 
Sample Reason for Qualification 

  
  
  
  
  
  
  
  
  
  
  
  
  
Comments:                                                                                                                                          
 

 

 

 

 

                                                                                                                                                                   

*  Qualify only if the deviation indicates an adverse effect on data quality. 
** Qualify only after evaluating other Quality Control data in the Sample Delivery Group. Refer to 
procedure EPWSD-QPA-TP-208, Section 5.6.5. 
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7.0 Laboratory Control Sample 
 

Q 
 

Validation Step 
 

Y 
 

N 
 

Detects 
 

Nondetects 
1. Was the LCS prepared and analyzed at the 
appropriate frequency? 

 
 

 
 

 
* 

 
* 

2.  Were the %R of the reported compounds within 
acceptance criteria? 

 
 

 
 

 
J 

 
UJ 

3. Was the LCS matrix the same as the analytical 
samples? 

  * * 

Action: Indicate affected samples only if data are rejected. 
Sample Reason for Qualification 

  
  
  
  
  
  
  
  
  
  
  
  
  
  
  

Comments:                                                                                                                                               
 

 

 

 

 

                                                                                                                                                                   

* Qualify only if the deviation indicates an adverse effect on data quality. Refer to procedure 
EPWSD-QPA-TP-208, Section 5.7.5. 
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8.0  Laboratory Duplicate/Matrix Spike Duplicate 

Q  
Validation Step 

 
Y 

 
N  

Detects 
 

Nondetects 
 
1. Was the duplicate analyzed at the appropriate 
frequency? 

 
 

 
 

 
* 

 
* 

 
2. Do the results >RDL from the duplicate fall within 
the 20%RPD for aqueous and 35%RPD for waste and 
soil samples? 

 
 

 
  

J 
 

UJ 

Action: Indicate affected samples only if data are rejected. 
Sample Reason for Qualification 

  
  
  
  
  
  
  
  
  
  
  
  
  
  
  

Comments:                                                                                                                                          
 

 

 

 

 

                                                                                                                                                                   

* Qualify only if the deviation indicates an adverse effect on data quality.  
** Qualify only after evaluating other Quality Control data in the Sample Delivery Group.  Refer 
to procedure EPWSD-QPA-TP-208, Section 5.8.5. 
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9.0 Duplicate Injections and Post Digestion Spike (Metals Only) 
 

Q 
 

Validation Step 
 

Y 
 

N 
 

Detects 
 

Nondetects 
1. Were duplicate injection criteria satisfied?  

 
 
 

 
J 

 
* 

2. Were post-digestion spike %R and %RSD criteria 
met? 

 
 

 
 

 
J UJ/R 

3. When MSA was required, was it carried out?  
 

 
 

 
J 

 
* 

4. Were MSA spike Levels at 50, 100, and 150% of 
sample concentration? 

 
 

 
 

 
J 

 
* 

5. Was MSA correlation coefficient > 0.995?  
 

 
 

 
J 

 
* 

Action: Indicate affected samples only if data are rejected. 
Sample Reason for Qualification 

  
  
  
  
  
  
  
  
  
  
  
  
  
  
  

Comments:                                                                                                                                               
 

 

 

 

 

                                                                                                                                                                   

* Qualify only if the deviation indicates an adverse effect on data quality. Refer to procedure 
EPWSD-QPA-TP-208, Section 5.9.5. 
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10.0 Serial Dilution (Metals Only) 
 

Q 
 

Validation Step 
 

Y 
 

N 
 

Detects 
 

Nondetects 
1. Was the serial dilution analyzed at the appropriate 
frequency? 

 
 

 
 

 
* 

 
* 

2. Was serial dilution percent difference criteria 
satisfied? 

 
 

 
 

 
J * 

Action: Indicate affected samples only if data are rejected. 
Sample Reason for Qualification 

  
  
  
  
  
  
  
  
  
  
  
  
  
  
  

Comments:                                                                                                                                               
 

 

 

 

 

                                                                                                                                                                   

* Qualify only if the deviation indicates an adverse effect on data quality. Refer to procedure 
EPWSD-QPA-TP-208, Section 5.10.5. 
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11.0  Sample Data Evaluation* 
Validation with Raw Data Confirmation 

1.  For one analyte in each sample, determine whether RDLs have been modified to SQLs. 
2.  Were results from diluted samples corrected for dilution factors? 
3.  Sample-specific evaluation - these evaluations are performed one sample in each batch 
(excluding QC). 

Evaluate the raw data for anomalies (e.g., negative absorbance, omissions, 
illegibility, etc.). 

Evaluate the presence of carryover. 

Evaluate the validity of dilutions and re-analyses. 

Evaluate that no transcription or reduction errors occurred (e.g. dilutions, percent 
solids, sample weights, etc.). 

Evaluate that results fall within the calibrated range.  

4.  Manually recalculate 1 detected and 1 non-detected result from a selected sample in the 
SDG. 
5.  Did recalculation confirm reported results?  If not, increase the frequency of 
recalculations until adequate confidence is gained in the reported results.  
Action: Indicate instances of manual calculations not confirming reported results. 
 
Where samples have been reanalyzed, and both re-analyses are included in the data package, 
indicate on the laboratory reporting forms, which results are the most reliable.  
Description of Sample-Specific Evaluation Problems: 
                                                                                                                                                                   

* Qualify only if the deviation indicates an adverse effect on data quality. Refer to procedure 
EPWSD-QPA-TP-208, Section 5.11.4 and 5.4.12. 
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