BQS Organic Blind Sample Project: Corrective Action Report, December 1999

LC113

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

      19991900139
Dissolved Organic Carbon
0.373
0.8
 214% recovery   

  (outside UCL of  

   106%)
Unknown
Section reviewed QC and duplicate for this sample.  All data are in control. BQS will work to redefine control limits at this concentration.


      19992020083


Dissolved Organic Carbon
 8.824
11
124% recovery (outside UCL of 106%)
Unknown
Ran after sample with concentration of 16.0 mg/L.  First result was high but duplicate value was okay.
12/13/99

LC114

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

      19991900141
Total Organic Carbon
0.393
0.5
127% Recovery (outside UCL of 112%)
Unknown
BQS will work to redefine control limits at these concentrations.


      19992530185
Total Organic Carbon
0.407
0.564
138% Recovery (outside UCL of 112%)
Unknown



LC2125

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

      19991620159
Oil and Grease
3.763
7
186% Recovery (outside UCL of 105%)
Possible bias in spike mix due to source of standard.
The source of this oil and grease standard needs to be determined.  Kim will call the manufacturer to obtain this information. BQS will also have this standard verified by an independent laboratory.
3/9/00

      19991900132
Oil and Grease
3.783
8
211% Recovery (outside UCL of 105%)




LC2322

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

      19992210179
Total Phenols
7.062
12
170% Recovery (Outside UCL of 119%
Possible contaminant in blank water
BQS investigated analysis of blank water for this particular lot.  No detects were reported in the 5 samples submitted.  Also discussed at the meeting was the current report limit for this method.  The new LT-MDL has not yet been implemented, but the section expected the LRL to be higher than the current MRL of 4.0.  This method may need to be revamped as 80% of the environmental sample concentrations are below 5 ug/L.


      19992590134
Total Phenols
6.615
< 4
False -
Unknown
Section reviewed this data set and verified the non-detection.  High variability in this region of the calibration curve should be addressed in the next meeting.


LS2503

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

      19992450009
Carbon-Forms,Total, Inorganic and Organic

In Bed Material
2.7
1.4
51.9% Recovery (Low)
Standard Source
Inorganic Carbon results are lower than normally expected because the standard source was a shale material, which is not directly applicable to this method.  A new sediment material has been purchased for the 2000 Blind Sample Program.
12/13/99

LS2050

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

           Multiple
Chloramben


False Positive
Incorrect Analyte
Results should have been reported as chloramben methyl ester not as chloramben Data problem has been noted and tech memo issued.  CSU has updated the parameter code dictionary and SPiN.  
12/17/99

     19991270033
Dichlorprop
0.058
< 0.032
False Negative

False negatives for this analyte were noted in the last OBSP report as well.  MRDP is evaluating the need to raise this LRL.


      19991450031
Aldicarb Sulfoxide
0
E 0.08
False Positive
Parent Analyte Breakdown
False positives of this analyte come from breakdown of the parent compound aldicarb.  This is not a method problem, but is noted in this corrective action report to alert method users to the fact that this phenomena also occurs in environmental samples with detects of aldicarb.
12/13/99



      19991900136
Methiocarb
0.052
0.01
19% Recovery (below LCL of 54%)

This spike was an ultra-low level spike that was near the method detection level.  The results that were outside of normal recovery ranges is probably due to higher variability in this region of the calibration curve.  BQS will work on developing error bars at multiple concentrations using the OBSP data.



Propham
0.052
< 0.14
False Negative





Propoxur
0.052
0.02
38% Recovery (below LCL of 49%)




      19992020075
Aldicarb Sulfoxide
0
0.1733
False Positive
Parent Analyte Breakdown
See note for Aldicarb Sulfoxide above
12/13/99

      19992450017
Bromacil
0.155
< 0.06
False Negative

These results should have been deleted due to a mistake in prep for this batch of samples.  The mistake involved an incorrect setting on the methanol dispenser.  The section will get a separate container of methanol that is dedicated to this method.  The results for all environmental samples in this batch were deleted.
12/13/99


Carbofuran
0.186
< 0.29
False Negative





Picloram
0.127
< 0.05
False Negative




LS1304

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

      19992450011
2,4-D
.031
.01
32.31% LCL=61%
Esterification problem

during the preparatory 

process.
The Section will review the entire set because the set spike showed recoveries out of limits.

The Section updated the results in the database

And posted results as D-R (sample ruined).
3/14/00


2,4,5-T
.025
<.01
False -





2,4,5-TP
.028
<.01
False-





Dichlorprop
.023
<.01
False-




LS1319

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

      19992020072
Parathion
<0.01
.01
False +
Low level contaminant found in the OBSP spike.
The Section verified the parathion detect. BQS will update the certificate of analysis to reflect this analyte as a low level contaminant.
12/14/99

      19991950003
Disulfoton




Should be an E-code for this analyte

NOTE:  Due to the high variability in the performance of disulfoton and malathion, it was decided to always report detects with an "E" qualifier for these two analytes. A technical memorandum is being drafted to announce these changes. The target date of January 2000 has been set for the completion of the technical memorandum draft.


      19992020072
Disulfoton







LS1324

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

      19991580155


Endosulfan I
.077
.022
28.56%

LCL = 36 


Unknown
The Section is experimenting and trying to improve the recovery of Endosulfan I. 

Re-evaluate at next meeting.


      19991950004

 
Endosulfan I
.035
.009
25.75%

LCL= 36


Unknown
See above


      19992210178


Endrin
.139
.19
136%

UCL = 88


Unknown
The Section is in the process of updating the control limits for this schedule. Endrin's recovery performance has improved since April 1999 due to an improved procedure of nitrogen evaporation, in the concentration step.


LS1364

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

      19992810002
Aroclor 1221
1.148
<0.1
False -
The parameter labcodes assigned to Aroclor 1221 and 1016 have been switched in the database.
The Section will change the parameter codes to reflect the correct analyte. 


3/6/00


Aroclor 1016
<0.01
0.12
False +







Aroclor 1254
0.679
0.12
17.68%

LCL = 65
Unknown - anomaly
The MRDP representative suggested the section add another surrogate to monitor the early eluting aroclors.


LS1389

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

      19991450026
Bromacil
<0.2
E0.2
False +
Transcription error
Should have been reported  as <0.2. The same error could have happened to environmental data as well. The Section will verify all data, correct if necessary and resubmit
3/13/00


Deisopropyl-Atrazine
<0.2
E0.2
False +
Transcription error
See above.
3/13/00

LS1379

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

      19991580156
Atrazine
0.543
0.3718
68 % Recovery (outside LCL of 82%)
Possible spillage of sample
The reported sample volume was 10 mL less than the original sample volume. This loss could explain the lower than normal recoveries.  The section investigated and no indication of sample spillage was noted.  Set spike and surrogate were also noted to be at the low end of the acceptable recovery range.
2/10/00


Prometryn
0.999
0.6722
68% Recovery (outside LCL of 82%)




LS1383

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

       19991450025
Anthracene
0
E 0.177
False +
In OBSP Spike Mix
These analytes are contaminants in the OBSP spike mix due to impurities of the parent compounds. BQS has estimated concentrations and updated database.
1/27/00

       19991900135
1,3-Dichlorobenzene
0
E 0.0495






Acenapthene
0
E 0.182






Anthracene
0
E 0.222





       19992020074
1,3-Dichlorobenzene
0
E 0.0324






Acenapthene
0
E 0.0876






Anthracene
0
E 0.131





      
Di-n-octyl phthalate
15.525
E 6.23
40% Recovery (outside LCL of 53%)
Unknown
The section has investigated and all QC data were in control.
2/10/00

LS2001

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

        19990700065
Alachlor
 0.013
0.0207
158 % Recovery (outside UCL of 141%)
Apparent trend of increasing recoveries in set spikes
Linear regression analysis of set spike data from Jan 1997 - Jan 2000 shows an increase in set spike recoveries for this analyte.  The section will investigate the cause.


        19990700065
 Butylate
0.011
0.0136
125% Recovery (outside UCL of 108%)
Control limits based on set spike data are too restrictive for blind spikes
This spike was an ultra-low level spike that was near the method detection level. Higher variability is expected in this region of the calibration curve.  BQS will work on developing error bars at multiple concentrations using the OBSP data.



Metolachlor
0.008
0.126
165% Recovery (outside UCL of  136%)




        19990700061
 Chlorpyrifos
0
0.19
False +
Interference
This was a likely mis-identification due to interference by metolachlor and cyanazine.  The section will continue to monitor.
3/7/00


 p,p'-DDE
0
E 0.000359
False +

Low level detection that was also reported in set blank.  Since the concentration was less than 10% of the LRL, this detection is not significant.
12/14/99

        19991580149
Multiple
Multiple
0
False -
Re-quantitation  Problem
This problem is sometimes seen in high level spikes.  The MS Target software will drop peaks that were identified when a new calibration curve is generated.  The only way to detect this problem is to verify all detections when a new calibration standard is added into the calibration curve.  The section has re-analyzed and all analytes are now within control limits.
12/14/99

         19991620160
Carbofuran
0.089
< 0.019
False -
Permanent 'E' Compound
The reporting limit for this compound was raised.  The poor performance of this analyte was noted in the OFR.  The database does not currently allow for multiple remark codes.  Ideally, this compound would have an 'E' qualifier even for non-detections.
3/7/00


Disulfoton
0.089
0.0272
30% Recovery (outside UCL of 45%)

This analyte is classified as an organophosphate.  There was some discussion that this class of compounds may be degrading due to minute concentrations of halogens in the water.  BQS will investigate the recovery of OP compounds with respect to water source. 



Tebuthiuron
0
0.00244
False +
Low-level detection below MDL
Section reviewed and detection did not meet all criteria for quantitation.  Analyte should not have been quantitated.
3/7/00

LS2001

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

      19991900134
Fonofos
0.484
0.675
139% Recovery (outside UCL of 116%)
Control limits based on set spike data are too restrictive for blind spikes
BQS will generate control limits for multiple concentration data.


      19991900133
 Simazine
0.092
0.132
144% Recovery (outside UCL of 128%)
Possible high bias in this spike mix.
BQS will continue to monitor the performance of this spike mix.


      19991950005
Atrazine
0
E 0.00661
False +
Unknown
BQS has investigated the spike mix.  This analyte was not reported in any other blind spike and is not a contaminant in the spike mix.  Section will investigate cause.


      19991950006
Cyanazine
0.009
0.0142
166% Recovery (outside UCL of 149%)
Control limits based on set spike data are too restrictive for blind spikes
This spike was an ultra-low level spike that was near the method detection level. Higher variability is expected in this region of the calibration curve.  BQS will work on developing error bars at multiple concentrations using the OBSP data.



Metolachlor
0.007
0.0119
159% Recovery (outside UCL of 136%)





Simazine
0.009
0.148
163% Recovery (outside UCL of 128%)





Terbacil
0.010
E 0.017
177% Recovery (outside UCL of 144%)





Pendimethalin
0
E 0.0033
False +
Unqualified Detection
Section investigated this detection and determined that confirmation ions were missing.  This should not have been reported as a detection..
3/7/00

      19992020079
 Multiple
Multiple

All analytes had high recoveries
Calibration curve cannot accommodate concentrations at such wide ranges
These high recoveries were due to the fact that the calibration had been altered to analyze the high level blind spike preceeding this sample.  The Districts should note that this method is being pushed beyond its limits when sample concentrations span 6 orders of magnitude.
3/7/00

      19992020076
Deethylatrazine
0
E 0.00378
False +
Breakdown of parent analyte, atrazine
This detection was confirmed and is most likely due to breakdown of atrazine which was present at 101 ug/L in the sample.
3/7/00

LS2001

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

19992020076
Diazinon
0
E 0.00223
False +
Unknown
Section verified detection.
3/7/00

19992210177
Deethylatrazine
0.951
E 0.792
83% Recovery (outside UCL of 62%)
Cartridge change
Changing cartridge lots have caused an improvement in the current performance of this analyte.  This is something that the NWQL has no control over.  Analyte performance will be affected by changing lots of materials such as these.  This fact necessitates monitoring the QC data however, it will always be an inherent part of the method variability.
3/7/00


Simazine
1.153
1.66
144% Recovery (outside UCL of 128%)
Control limits based on set spike data are too restrictive for blind spikes
BQS will generate control limits for multiple concentration data.


19992450014
EPTC
0
E 0.00332
False +
Unknown
Both these detections are above the LRL and were not reported in any other spike mix. Section verified both detections.
3/7/00


Molinate
0
E 0.00217
False +




LS2021

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

      19991900142
2 - Butanone 



E 0.2999
False +
Random contamination
The section verified the analyte detects and BQS investigated and determined these analytes are not part of the spike mix.
1/18/2000

      19992020080
Vinyl Chloride

E0.08127
False +





1112-Tetrachloroethane
2.302
3.222
139.9%

High Recovery

The section calculated new limits and based on the new limits the analyte is in control.
1/18/2000


123-Trichloropropane
2.059
E 3.047
148%

High Recovery
High recovery for ccv.
The section took the appropriate action of estimating the value because the ccv recovered high.
1/18/2000


1122-Tetrachloroethane
1.899
E 3.024
159.2%

High Recovery




      19992020080
12-Dichloropropane
2.313
3.218
139.1%

High Recovery

The section calculated new limits and based on the new limits the analyte is in control.
1/18/2000

      19991900142
2 - Butanone 



E 0.2999
False +
Random contamination
The section verified the analyte detects and BQS investigated and determined these analytes are not part of the spike mix.
1/18/2000

      19992020080
Vinyl Chloride

E0.08127
False +





1112-Tetrachloroethane
2.302
3.222
139.9%

High Recovery

The section calculated new limits and based on the new limits the analyte is in control.
1/18/2000


123-Trichloropropane
2.059
E 3.047
148%

High Recovery
High recovery for ccv.
The section took the appropriate action of estimating the value because the ccv recovered high.
1/18/2000


1122-Tetrachloroethane
1.899
E 3.024
159.2%

High Recovery





12-Dichloropropane
2.313
3.218
139.1%

High Recovery

The section calculated new limits and based on the new limits the analyte is in control.
1/18/2000

      19991950008


Dichloromethane

E 0.01517
False +
Possible lab 

contaminant
Continue to monitor potential lab contamination with the Blind Blank Program.
12/14/99

LS2021

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

      19992450010
Tetrachloromethane


0.385
0.6814
177.2%

High Recovery

Although this analyte recovered high, the section investigated and discovered that both the ccv's and the reagent spike were in control. BQS needs to determine control limits based on OBSP spikes.



Toluene


0.245
0.3239
132.3%

High Recovery

The section calculated new limits and based on the new limits the analyte is in control.
1/18/2000

      19992600464
123-Trichloropropane
0.30
<0.16
False -
Analyte failed detection criteria
This analyte was not reported because the third ion failed the detection criteria, (see OFR 97-829). No corrective action is needed at this time.
1/18/2000

      19992950024
1,4-Dichlorobenzene
0.06
E 0.03626


60.43%

Low Recovery

The section estimated the value

because the result was less than the LRL. 
1/18/2000


Ethyl benzene
0.09
E 0.0586
65.11%

Low Recovery



The section estimated the value because the result was below the lowest standard. BQS needs to determine control limits based on the OBSP spikes.


      19991900142

      19992020080

      19992530225
Isopropylbenzene

cis,-12-Dichloroethylene

trans,-12-Dichloroethylene

Hexachloroethane

Dibromomethane


False +

detects for all five analytes
Low level spike contaminate
BQS thoroughly investigated all blind spike data for 1999. These 5 contaminants were only seen using this method because the concentrations were so low.  In fact, only when spiked at the highest concentration were these analytes detected.  The OBSP data- base was updated to reflect values for these low level contaminants.
1/18/2000

Addendum:  High Level Spike Data for Schedule 2001

LS2001 

Laboratory ID
Analyte
Expected

Conc.
Found

Conc.
Problem
Cause
Corrective Action
Date

Resolved

19991450029
Simazine
5.214
8.16
156.5% Recovery (outside UCL of 128%)
Spiked outside of calibration range for special high level spike study
These samples were all part of a high-level spike study intended to evaluate bias and variability outside the calibration range of the method.  The recoveries are presented here as information only to the data user.  Dilutions were done on the sample extracts, however analyte concentrations beyond 40 ug/L cannot be diluted into the range of the method, therefore analyte concentrations were estimated. The Districts should note that this method is being pushed beyond its limits when sample concentrations span 6 orders of magnitude.
12/14/99

19992020076
Atrazine
63.405
E 101
159% Recovery (outside UCL of 126%)





Cyanazine
49.192
E 84.5
171% Recovery (outside UCL of 149%)





Dacthal
47.606
E 79.2
166% Recovery (outside UCL of 133%)





Metolachlor
49.561
E 74
149% Recovery (outside UCL of 136%)





Simazine
52.045
E 112
215% Recovery (outside UCL of 128%)





Alachlor
62.876
E 138
219% Recovery (outside UCL of 141%)




19992210175
Metolachlor
5.224
7.77
148% Recovery (outside UCL of 136%)





Molinate
4.907
6.63
135% Recovery (outside UCL of 119%)





Simazine
5.486
7.69
140% Recovery (outside 128%)





Alachlor
6.628
12.6
190% Recovery (outside UCL of 141%)




19992450013
Simazine
11.102
16
144% Recovery (outside UCL of 128%)




