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 Sample Delivery Group #:    Matrix:   

Laboratory:  
  Project 

ID:
  

 

   Field Sample ID  Lab Sample ID  
1      
2      
3      
4      
5      
6      
7      
8      
9      
10      
11      
12      
13      
15      
15      
15      
17      
18      
19      
20      

 This checklist is to be used for validation of Volatile Organic Analysis (VOA)/ 
Semivolatile Organic Analysis (SVOA) data packages.  This checklist should be used 
only if the VOA/SVOA Verification Report has been completed.  
 

Instructions:  If criteria are not met in this checklist, follow qualification provided in the "Q" 
column accompanied with the corresponding reason code in the "C" column.  If necessary, 
additional codes may be placed.  Sections titled "Raw Data Confirmation" need only be 
performed if necessary, as determined through the DQO process.  

Validated by:                                                                             Date:     

Form Number: EPWSD-QPA-TP-205.02F, Rev. 0, 12/15/03 
 

6ka
Note
How To Fill Out & Save This Form1. Select the hand tool.2. Position the pointer inside a form field, and click. The I-beam pointer allows you to type text. If your pointer appears as a pointing finger , you can select a check box for your answer.3. After entering text or making a selection, do one of the following:- Press Tab or Shift+Tab to accept the form field change and go to the next or previous field.- Press Enter (Windows) or Return (Mac OS) to accept the text form field change and deselect the current field. - If the current field is a check box, pressing Enter or Return turns the check box on or off. - In a multiline text form field, pressing Enter or Return creates a paragraph return in the same form field. You can use Enter on the keypad to accept the change.- Press Escape to reject the form field change and deselect the current form field. If you are in Full Screen mode, pressing Escape a second time causes you to exit Full Screen mode.4. Once you have filled in the appropriate form fields, do the following:-  Choose File > Save As, and rename the file to save the form with the data you entered.  Be sure to save this in a folder on your computer that you can find again.
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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 "R."   Indicate which samples were affected below.  

Qualified Sample  Identify where break in traceability occurred  
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 2.0  Technical Holding Times and Sample Preservation  

Q 

Validation Step Y N Detects Nondetects 

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

  
  

  
  

J  UJ/R  

2.  Were all samples preserved properly?    
  

  
  

J  UJ  

 Action:  Indicate affected samples below.  

Sample  Technical Holding 
Time Exceedence  

Improper Preservation  

      

      

      

      

      

      

      

      

      

      

      

      

      

      

      

 

Form Number: EPWSD-QPA-TP-205.02F, Rev. 0, 12/15/03 
 



APPENDIX C - DATA VALIDATION CHECKLIST FOR VOLATILE/SEMIVOLATILE DATA 
VALIDATION  

PAGE 4 OF 12 

 3.0  GC/MS Performance Check  

Q    

Validation Step  

  

Y  

  

N  Detects  Nondetects  

 1. The GC/MS performance check has been performed at the 
proper frequency.  

  
  

  
  

 *   *  

 2. No misassignment of ions has occurred.    
  

  
  

 R  R  

•   All ions are within ion-abundance criteria.    
  

  
  

 J/R  J/R  

3. Raw Data Confirmation  
  
4. Raw data show proper averaging of scans.  

  
  

  
  

  
**  

  
**  

Action: Indicate affected samples only if data are rejected.  

Sample   Reason for Rejection  

    
    
    
    
    
    
    
    
    
    
    
    
    
    
    

* Qualify only if the deviation indicates an adverse effect on data quality. ** Qualify as 
appropriate  
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4.0 Initial Calibration  

Q 

Validation Step Y N Detects Nondetects 

1. Initial calibration has been performed within 12 hours of the 
GC/MS performance check and prior to sample analysis.  

      *  *  

2. Are all compounds' RF  > 0.05?    J R  

3. Are all compounds' RSD among calibration points <30%?     J  **  

4. Compounds with RF<0.05 and %RSD >30% are qualified 
as follows.   

   J  R  

5. Elimination of either high or low point restores %RSD<30%.   J***  NA  

6. Samples with differing matrices have matching initial 
calibration matrix.   

  **  **  

7. Samples quantitated against initial calibration or CCV.    **  **  

Raw Data Confirmation  
8. Raw data have been examined for anomalies.    **  **  
9. The quantitation ions of 2 compounds have been confirmed 
as the correct ions for quantitation.  

  
**  **  

Action: Indicate affected samples only if data are rejected.  

Sample    Reason for Rejection  

    
    
    
    
    
    
    
    
    
    
    
    

* Qualify only if the deviation indicates an adverse effect on data quality. ** Qualify as 
appropriate *** Qualify only peaks outside linear portion  
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5.0 Continuing Calibration  

Q    

Validation Step  

  

Y  

  

N  
Detects  Nondetects  

1. Continuing calibration has been performed within 12 hours 
in which samples are analyzed.  

    

*  

  

*  

2. Are all compounds' RF  > 0.05?    J  R  

3. Are all compounds' %D between initial and continuing 
calibration points <25%?  

   J  UJ  

4. Compounds with RF<0.05 and %D >25% are qualified as 
follows.   

   J  R  

Action: Indicate affectd samples only if data are rejected.  

Sample    Reason for Rejection  

    
    
    
    
    
    
    
    
    
    
    
    
    
    
    
    

* Qualify only if the deviation indicates an adverse effect on data quality.  
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6.0  Method Blank  

Q 

Validation Step Y N Detects Nondetects 

1. Was the method blank analyzed at the appropriate 
frequency?  

  

  

  

  

 *   *  

2. Was the method blank the same matrix as the samples?     

3. Sample results are > RDL and > 5
**
 X Blank result      

•  sample result is > RDL and < 5
**
 X Blank result    

U  
  

NA  
• gross contamination     

R  
  

NA  

Raw Data Confirmation  

 4. Confirm from raw data that compounds reported in the method blank are detected above the CRQL. 

Action: Indicate affected samples only if data are rejected.  

Sample   Reason for Qualification  

    
    
    
    
    
    
    
    
    
    
    
    

* Qualify only if the deviation indicates an adverse effect on data quality. ** 10x for common lab 
contaminants  
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7.0 Surrogate Standards  

Q 

Validation Step Y N Detects Nondetects 

1. Have the proper surrogate standards and surrogate 
concentrations been used?  

  *  *  

2. %R is > upper control limit     J   NA  

3. %R is between 10% and  lower control limit     J  UJ  

4. If surrogate is <10% compounds are qualified as follows      J  R  

Action: Indicate affected samples only if data were rejected.  

Sample    Reason for Qualification  

    
    
    
    
    
    
    
    
    
    
    
    
    
    
    
    
    

* Qualify only if the deviation indicates an adverse effect on data quality.  
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8.0  Internal Standards  

Q 

Validation Step Y N Detects Nondetects 

1. Have the proper internal standards and internal standard 
concentrations been used?  

  
  

  
  

  
*  

  
*  

2. Are peak areas between -50% and +100% of the continuing 
calibration internal standard peak areas?  

  
  

  
  

  
  

  
  

• if < 50%    
J  

  
UJ  

• if >100%    
J  

  
NA  

• extremely low area counts    
**  

  
R  

3. Internal standard retention time does not vary more than 30 
seconds from continuing calibration.  

  
  

  
  

  
J/R**  

  
R**  

 Action: Indicate affected samples only if data were rejected.  

Sample   Reason for Qualification  

    
    
    
    
    
    
    
    
    
    
    
    
    

* Qualify only if the deviation indicates an adverse effect on data quality. ** Qualify as 
appropriate  
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9.0 Matrix Spike/Matrix Spike Duplicate  

Q    

Validation Step  

  

Y 

  

N 
Detects  Nondetects  

1. Was the MS/MSD analyzed at the appropriate frequency?    *   *  

2. Are all MS/MSD compounds within control criteria?     **   **  

3. Are all MS/MSD RPD within control criteria?     **  **  

 Action: Indicate affected samples only if data are rejected.  

Sample    Reason for Qualification  

    
    
    
    
    
    
    
    
    
    
    
    
    
    
    
    
    
    
    

*   Qualify only if the deviation indicates an adverse effect on data quality. ** Qualify only after 
evaluating other QC data in the SDG.  
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10.0 Laboratory Control Standard  

Q    

Validation Step  

  

Y 

  

N 
Detects  Nondetects  

1. Were all compounds in the in the LCS and analyzed at the 
appropriate frequency?  

  J  UJ  

2. Was the LCS prepared and analyzed for SVOA  
compounds?  

   *   *  

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

   J   UJ/R  

Action: Indicate affected samples only if data are rejected.  

Sample   Reason for Qualification  

    
    
    
    
    
    
    
    
    
    
    
    
    
    
    
    
    

*Qualify only if the deviation indicates an adverse effect on data quality.  
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11.0 Sample Data Evaluation  

 Validation Step  

1. For one compound in each sample, determine whether RDLs have been met.  
2.  Sample-specific evaluation - these evaluations are performed one sample in each batch (excluding 
QC)  

• evaluate whether the correct quantitation ions were used   
• evaluate adequacy of manual integrations of peak areas.    
• evaluate the presence of carryover   
• evaluate the validity of dilutions and re-analyses   
• evaluate interferences which may preclude accurate quantitation of compounds.    

 
3. Manually recalculate 2 detected and 2 nondetected results from a selected sample in the SDG.  
4. Did recalculation confirm reported results?  If not, increase the frequency of recalculations until 
adequate confidence is gained in the reported results.   
5. Qualify all TICs "NJ"  
6. Evaluate all TICs according to Section 7.15 of the VOA/SVOA verification/validation procedure.  
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  
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