QADATA Summary – July 2000

This QADATA Summary is the Blind Sample Project's review of the NWQL and QWSU results for the BSP inorganic and nutrient quality assurance samples. The data reviewed is for the time period 1/1/00 – 7/17/00.  For this 6-month time period, 103 determinations at the NWQL and 69 determinations at the Ocala Lab were quality assured by the BSP.  This summary is intended to be a timely, initial review of the laboratories' performance on blind quality-control samples.  WRD projects can document NWQL and QWSU variability and bias by tailoring a QADATA retrieval to parallel their project's sampling period. 

Table 1

NWQL PERFORMANCE ON BSP SAMPLES
	Nutrient Determinations
	Problem
	NWQL

Lab Comment
	Corrective

Action

	Phosphorus, Whole Water Recoverable, ASF  labcode=1984 parmcode=665D

	As noted in the January and March, 2000 QADATA Summaries, this determination is displaying a positive bias for blind samples above 0.8 mg/L.  This bias is not present in the Dissolved, EPA method (LC1992) or at the Ocala Lab.
	Since February, four standard reference samples (SRSs) have been in use.  Three of the four don’t appear to have a bias.  One reference (N66) is routinely above the MPV by about one standard deviation for Labcodes 1984 and 1983.  

 SRS N66 was diluted and run on the low-level method and also yielded results slightly higher than the MPV.

SRS N64 and N66 have similar MPVs (0.883 and 0.856 mg/L respectively) and N64 was not showing a bias during the last months it was in use (March and April).  Therefore, it is possible that this is a reference or matrix specific problem.


	We are investigating this apparent bias at the upper end of the analytical range for LC 1983 and 1984.

We are performing a complete check of the entire instrument and cleaning all parts.  This “tune-up” is above-and-beyond the routine maintenance.

Also, an additional certified commercial QC sample will be used to check the higher concentration range.

	Phosphorus, Dissolved, ASF    labcode=1983 parmcode=666D

	As with Phosphorus, WWR (LC1984), this determination is displaying a positive bias for the higher concentration samples (0.5 – 0.9 mg/L).  The 0.53 mg/L sample is a purchased reference material.
	LC1983, LC1984, and LC1992 are prepared and analyzed by the same personnel, on the same instruments, using the same chemicals.  The only difference is the type of sample bottle used.
	We are performing a complete check of the entire instrument and cleaning all parts.  This “tune-up” is above-and-beyond the routine maintenance.

An additional certified commercial QC sample will be used to check the higher concentration range.

	Orthophosphate as Phosphorus, Dissolved, Colorimetric labcode=1974 parmcode=671H
	Although this line appears to be improving, the variability is still high with 29 of 176 points (16.5%) outside the control limits.  The 2 most recent outliers were rerun requested, but have not returned yet.
	BQS charts for this Labcode show a significant decrease in the scatter starting around May.  The previous QA Data report listed 41 of 177 points outside the control limits for the previous 6 months.  The number of points outside the control limits will continue to decrease as the old data moves out of the current 6 month data set.
	This method appears to be under control at this point in time.  A close watch will be kept to ensure that data continues to stay in control.


	Trace Metal Determinations
	Problem
	NWQL

Lab Comment
	Corrective

Action

	Cadmium, Whole Water Recoverable, GFAA  labcode=1555 parmcode=1027F

	This determination has improved since the correction to the dilution dispensing unit.
	The NWQL concurs with BQS evaluation.


	No corrective action required.

	Barium, Whole Water Recoverable, ICP  labcode=2352 parmcode=1007C

	This determination is displaying a negative bias with all 12 data points below the MPV.
	It appears that the negative bias for barium, whole water recoverable, ICP is evident in both the NWQL and Ocala control charts. The Ocala chart covers the period from October 1996 forward (control charts for 1/1/00 - 7/17/00 for OCALA could not be obtained).  The NWQL WWR charts cover the period since the whole water recoverable method was implemented in April 1999 to present.  This low bias may be caused by matrix differences between the whole water recoverable ICP method and the dissolved method. 


	The NWQL will continue to investigate the low bias for barium by ICP.




	Major Ion Determinations
	Problem
	NWQL

Lab Comment
	Corrective

Action

	Alkalinity, Dissolved  labcode=2109  parmcode=29801A
	As stated in the May QADATA Summary, two negatively biased mixes have been removed from the BSP data base.  It was determined that the MPV for M146 had changed.
	The NWQL concurs with BQS evaluation.


	No corrective action required.

	Fluoride, Dis, IC ,LL  labcode=1260  parmcode=950D
	As noted in the May QADATA Summary, this determination is displaying higher than expected variability with 2 of 6 (33%) of the points outside the 2 std. dev. control limits.  Both outliers are from the same mix which is in control on the ion selective electrode method.  A comparison of methods was to be performed.
	The peaks for the reference sample in question show a small shoulder that could indicate another substance is eluting under the fluoride peak.  This may indicate that the problem is specific to this sample or matrix.

The ISE method does not show this bias.
	The Low-Level instrument for this analysis is our oldest.  We are looking into new instrumentation and improved IC columns to solve this co-elution problem.


Table 2

OCALA PERFORMANCE ON BSP SAMPLES

	Nutrient Determinations
	Problem
	QWSU Lab 

Comment
	Corrective

Action

	Ammonia, Dissolved labcode=1976 parmcode=608F

	This determination is displaying a positive bias in May.  There were no samples submitted in June for this line.  The NWQL is not experiencing a bias.
	Samples submitted in July are not showing this bias.
	When the bias was noted before, we increased the frequency of the routine maintenance and started monitoring the dilution water for blanks more closely.  This seems to have helped.



	Orthophosphorus, Dissolved labcode=1974 parmcode=671H

	Same as above.
	Samples submitted in July do not show this bias.
	See comment for ammonia.  Ortho-Phosphorus is run simultaneously with Ammonia.


	Trace Metal Determinations
	Problem
	QWSU Lab 

Comment
	Corrective

Action

	Magnesium, Dissolved labcode=3033 parmcode=925(1)

	Although there was a slight improvement in March, this determination is still displaying a negative bias.
	Problems were found with the commercial stock solution used to prepare the primary standards.  The stock was slightly more concentrated than stated by the manufacturer, causing the low bias noted.
	Primary standards are being made from a different stock solution.






































