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1.

Roll Call and Approval of April Minutes
Directors
Jordan Adelson
Aaren Alger
Steve Arms
Justin Brown
Scot Cocanour
George Detsis
Zonetta English
Jack Farrell
Keith Greenaway
Myron Gunsalus
Sharon Mertens
Judy Morgan
Lara Phelps
Patsy Root
Scott Siders
Alfredo Sotomayor
Dave Speis
Elizabeth Turner
Staff
Lynn Bradley
Carol Batterton
Ken Jackson
Jerry Parr
Ilona Taunton
Janice Wlodarski

2.

Present
X
X
X
X
X
X
X
X
X
X
X
X
X
X
X
X
X

Approval of April 2015 Minutes
Changes: Include 2 pie charts and summary (1 page) in the Minutes for public viewing (Table 4) “A
summary table and charts are provided in Attachment 1”.
Motion to Approve:
Steve Arms
Second:
Zonetta English
Approved:
Unanimous

3.

NELAP Evaluation Process
Several concerns have developed about this process and the NELAP Accreditation Council is
working on resolving the issues.
This is an issue that’s been developing for a long time. Last week in Austin Jerry spent one-on-one
time with several people and realized that this was developing into a bigger issue than he thought.
This has not been presented to the Accreditation Council yet, although it is for them to work through.
This is being presented to the Board today for comments and input before it goes to the AC, probably
on Monday.

3.

Program Reports (Attachment 2)
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Method Update Rule (Attachment 1)
Based on the discussion in the April call, the draft comments in Attachment 2 have been prepared.
Richard Burrows and Judy Morgan had a conference call with Len Walker, specifically about Method
608, and it appears EPA will be very receptive to the comments.
What is the plan – take the comments and let “people” post them? Post them on TNI website too?
We will send the comments in and post them on website with a note about who compiled them and
that they reflect the concerns and support of our organization, and leave it at that. We will get the
comments out a little earlier so other members also preparing comments may have them to help them
in their endeavor.
Jerry, Chemistry Committee, and Advocacy – all had input into the comments. We received
information from other labs too, but Jerry didn’t have time to review it all, and since they should be
submitting their own comments as well so we’re not going to worry about.
Jerry presented these comments twice and in both cases lots of individuals from laboratories say that
the comments are right on. Many people were happy that TNI made those comments and others
were astounded by the issues that Jerry brought forth in the presentations.
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Attachment 1
Comments on Guidelines Establishing Test Procedures for the Analysis of
Pollutants under the Clean Water Act; Analysis and Sampling Procedures
Prepared by:
The NELAC Institute
PO Box 2439
Weatherford, TX 76086
817-598-1624
www.nelac-institute.org
CONTACT: Jerry Parr, Executive Director; jerry.parr@nelac-institute.org
The NELAC Institute (TNI) is a 501(c)(3) non-profit organization whose mission is to foster the generation of
environmental data of known and documented quality through an open, inclusive, and transparent process
that is responsive to the needs of the community.
TNI manages the National Environmental Laboratory Accreditation Program (NELAP). Currently, 14 state
agencies are recognized by TNI as Accreditation Bodies. TNI’s Accreditation Bodies are responsible for
ensuring the competency of environmental testing laboratories, including those analyzing waste water
under the National Pollutant Discharge Elimination System (NPDES) program. Over 2000 laboratories are
accredited under NELAP.
TNI also manages a Consensus Standards Development Program. TNI is accredited by the American National
Standards Institute as a voluntary consensus standards organization and fully conforms to all requirements
in OMB circular A-119.
In general, TNI applauds the Agency on ensuring the most current and reliable test methods are available to
use. TNI specifically congratulates the Agency on proposing a new procedure for determining a Method
Detection Limit (MDL) to replace the current procedure that is widely considered to be invalid. TNI’s
comments are organized into three areas, comments on the changes to Part 136, comments on the new 600
series methods, and comments on the new MDL procedure from TNI’s Chemistry Committee.

A. Changes to Sections 136.2 through 136.6
TNI supports the proposed changes to Sections 136.2 through 136.6 except for a few minor typographical
errors and some document control issues.
Comment 1. Footnote 52
Recommendation: The citation to 300.1 (1997) should be changed to 300.1, Rev 1 (1999). The cover page
to 300.1, Rev 1 should be changed and the text in the errata sheet incorporated into the method. This
method should be posted on the OST website.
Discussion: Footnote 52 was proposed to be added. This footnote vaguely mentions 300.1-1 and then states
“EPA Method 300.1 is Revision 1.0, 1997, including errata cover sheet April 27, 1999.” Method 300.1-1,
which was not in the docket or the OST website) is an exact copy of Method 300.1, Revision 1 published in
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1997, except for the addition of the word 300.1-1 as a footer on the cover page and an errata sheet dated
1999 that appears as the second page. This errata contains minor changes to sections 4.1.1, 11.9, 9.3.2.2,
9.4.1.5, 9.4.3.2 and 9.4.3.3, which have all been made to the method. Thus, this method is not Revision 1 to
Method 300.1. It is revision 1.1.
Comment 2. Table 1C, methods for analytes 35, 36, and 37 (dichlorobenzenes)
Recommendation: The approved EPA methods for these three analytes should be Methods 601, 602, and
624.1
Discussion: Table 1C shows Method 625.1 approved for 1,2-dichlorobenzene. This should be 624.1. The
2007 MUR removed Method 625 for dichlorobenzenes stating “significant losses of these volatiles can occur
using the prescribed sample collection procedures in the LLE methods, resulting in relatively low recovery of
these compounds” If this is true, 1625 should be not allowed either since the same analyte loss during
storage could occur.
Comment 3. Errata Sheet for WET Methods
Recommendation: EPA should revise the Whole Effluent Toxicity methods manuals to reflect changes in two
errata sheets.
Discussion: There are now two errata sheets associated with the Whole Effluent Toxicity Methods. One was
referenced in the 2007 Method Update Rule and the second one in this proposed rule. Neither Table 1A nor
the list of references in the text following Table 1H indicate the existence of these errata sheets.
Laboratories who do not read the preamble would not know of the existences of this second errata sheet.
These changes need to be incorporated into the methods. In the interim, the two errata sheets should be
readily accessible on the OST website and footnotes 26, 27 and 28 to Table 1A should be revised to show
that these errata sheets are part of the referenced methods.
Comment 4: Footnote 30 in Table 1A
Recommendation: Delete this footnote
Discussion: Footnote 30 states “The verification frequency is at least five typical and five atypical colonies
per sampling site on the day of sample collection and analysis”. This would place an undue burden on
laboratories above what is required by Standard Methods. The footnote is erroneous. The verification
section of SM 9222 D – 2006 states “Verify typical blue colonies and any atypical grey to green colonies as
described in Section 9020 for fecal coliform analysis”. SM Section 9020 regarding fecal coliform verification
establishes a monthly verification of at least 10 blue colonies from one positive sample and to determine
false negatives through verification of atypical colonies. The preamble states “SM 9222 D – 2006 specifies
that the fecal coliform colonies should be verified “at a frequency established by the laboratory,” which can
be as low as zero. Under this QA/QC compendium associated with SM 9222 D – 2006, a minimum monthly
verification is required so no lab using this method can set their verification frequency as low as zero.
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B. Comments on Methods 608.3, 624.1 and 625.1
General Comments
The technical aspects of these methods represent a great improvement over the current methods. There is
much more flexibility in the application of the methods to allow laboratories to take advantage of
advancements in technology. The removal of specific procedural details help ensure laboratories can adjust
the methods to fit their specific needs. The division of analytes into two groups, a default list that is used for
Quality Control purposes in lack of other specific guidance and an expanded list of additional analytes that
may be measured is also useful.
The specific comments below are focused on these areas:
•
•
•
•

Ensure these methods are somewhat comparable to similar methods to allow laboratories to meet
the challenges of analyzing samples using different methods using one Standard Operating
Procedure
Correct inconsistencies among the three methods
Correct technical errors
Address inconsistencies between these methods and TNI’s accreditation standard

MDLs and MLs
All three methods contain Method Detection Limits (MDLs) and Minimum Levels (MLs) for most of the
default analytes, but not all. The MDLs are those published in the earlier versions of these methods, or in
the case on Method 608.3, a comparable method. The MLs are the MDL multiplied by three.
Because the published MDLS were calculated using a procedure that is widely known to misrepresent the
actual MDL that is achievable, these MDLs should be shown as guidance only and there should be no
requirement for a laboratory to obtain MDLs that are at or below these numbers. Furthermore, since the
ML is a simple multiplication of a number that may not be realistic, then this number may not be realistic as
well. For example, the MLs for two compounds that are isomers of each other, anthracene and phenathrene
are shown as 5.7 and 16.2 ug/L, differing by almost a factor of 3.
The MLs as published will create many logistical issues for laboratories in trying to customize calibration
standards that are at or below these widely varying MLs because of the requirement that the low point of
the calibration standard be at or below the ML. Because these MDL and ML values do not represent typical
laboratory performance, they can be provided as guidance as to what is the expected sensitivity of the
method but laboratories should not be required to achieve these levels.
Expanded Analyte Lists
The concept of having a default list of analytes, and then an expanded list is good. However, caution must
be exercised to ensure the expanded lists are appropriate. For example, Table 2 in Method 624.1 list
methanol as an analyte. Methanol is used as the primary reagent in this method because under the normal
conditions of the method, this analyte is not detectable. Another example is phthalic anhydride in Method
625.1. This compound decomposes in water to phthalic acid, and thus would never be measurable. Most of
the analytes in these expanded tables have no published method performance data. If the Agency is to list
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an analyte in one of these tables, it should have some data to indicate the method is in fact capable of
measuring the analyte.
Storage and Traceability of Standards
There are inconsistencies in the section on standards in terms of storage, traceability, and replacement. The
table below highlights these differences.
608.3
Store neat standards or single analyte
standards in the dark at -20 to -10 °C.
Store multi-analyte standards at 4°C or
per manufacturer’s recommendations.
Place a mark on the vial at the level of
the solution so that solvent
evaporation loss can be detected.
Stock standard solutions must be
replaced after 12 months or sooner if
comparison with quality control check
standards indicates a change in
concentration.
Analyze all standard solutions within
48 hours of preparation. Replace
purchased certified stock standard
solutions per the expiration date.
Replace stock standard solutions
prepared by the laboratory or mixed
with purchased solutions after one
year, or sooner

624.1
Store standard solutions at - 10 to
-20°C, protected from light, in
fluoropolymer-sealed glass
containers with minimal
headspace.

Replace after one month, or
sooner if the concentration
changes by more than 10 percent.

625.1
Store at <6 °C and protect from
light.

Check frequently for degradation
or evaporation, especially just
prior to preparing calibration
standards from them.
Replace purchased certified stock
standard solutions per the
expiration date. Replace stock
standard solutions after one year,
or sooner if comparison with QC
check samples indicates a
problem.

The differences appear to be arbitrary and these sections in the methods need to be revised for more
consistency.
Second Source Standards
Second source standards are used in many methods for organics and their primary purpose has always been
to verify the identification and purity of the primary standard.1 Method 608.3 uses a second source
standard for this purpose. It is defined in the Reagents section of the method and used to verify the initial
calibration. Methods 624.1 and 625.1 do not take this approach. Second source standard is not defined or
listed in the Reagents section of each method, and rather than using this standard to verify the initial
calibration, it is later equated with a laboratory control sample (Method 624.1) or a calibration check
standard (Method 625.1) and is not used to verify the initial calibration, but instead is used as a daily
calibration check. This is not the intent of a second source standard. Additional error can be brought into
the analytical system because it is a different source and the calibration standards were prepared
independently. These methods need to differentiate between a second source calibration check and a daily
calibration check.
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Instrument Calibration
The initial instrument calibration for Methods 624.1 and 625.1 reflect the best practices in use today, a
minimum of 5 calibration points (6 for quadratic) and if a curve is used, then it must be inversely weighted
to concentration. Method 608.3 requires a minimum of 3 points but recommends 5. This should be changed
to 5 for consistency. The methods then have RSD limits to be used to determine if an average response fact
can be used. If these limits are not achieved, calibration curves may be used with the measure of fit using
either relative standard error or correlation coefficient. For 35 years, this community has known the
correlation coefficient is not a good statistic to be used for evaluating instrument calibrations.2 As stated in
the reference:
One practice which should be discouraged is the use of the correlation coefficient (r) as a means of
evaluating goodness of fit of linear models. Thorough statistical analysis of analytical calibration data
should be used to provide optimal evaluation of results. The correlation coefficient is not an effective
statistic for this purpose.
The initial calibration is to be verified each day by a calibration check standard. (This should not be called a
Laboratory Control Sample in Method 624.1 to avoid confusion with that commonly used term.) The
acceptance limits for this QC check are found in the QC Acceptance Criteria tables in the methods (608.3 Table 4; 624.1 – Table 7; 625.1 – Table 6). These tables include all sample processing steps and in general,
are way too lenient to be used for a calibration verification check. For example, the acceptance limits for
benzo(ghi)perylene in Method 625.1 is 19-195%; the limits for chloromethane in Method 624.1 is D (for
detected) to 205%. Using limits such as these will greatly increase the laboratory error and greatly increase
the probability the laboratory will be able to achieve expected performance for QC samples.
Note: Method 608.3 is poorly organized, with part of the discussion of this QC check occurring in the
Calibration section (Section 7) and part occurring in the System and Laboratory Performance section (Section
14).
These methods should be rewritten to establish a fixed QC limit for this calibration check, e.g., 30%, but with
an allowance for corrective action and limited data reporting as described in the National Environmental
Laboratory Accreditation Program (NELAP) laboratory accreditation standard and repeated below.
If the continuing instrument calibration verification results obtained are outside the established
acceptance criteria, corrective actions must be performed. If documented routine corrective action
procedures are followed immediately with a calibration verification that is within acceptance
criteria, analysis may proceed. If that calibration verification analysis is not within acceptance
criteria the laboratory shall demonstrate acceptable performance, after additional corrective action
measures, with two consecutive calibration verifications, or a new initial instrument calibration. If
samples are analyzed using a system on which the calibration has not yet been verified, the results
shall be qualified. Data associated with an unacceptable calibration verification may be fully useable
under the following special conditions:
i.

when the acceptance criteria for the continuing calibration verification are exceeded
high (i.e., high bias) and there are associated samples that are non-detects, then those
non-detects may be reported. Otherwise the samples affected by the unacceptable
calibration verification shall be re-analyzed after a new calibration curve has been
established, evaluated and accepted; or
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when the acceptance criteria for the continuing calibration verification are exceeded
low (i.e., low bias), those sample results may be reported if they exceed a maximum
regulatory limit/decision level. Otherwise the samples affected by the unacceptable
verification shall be re-analyzed after a new calibration curve has been established,
evaluated and accepted.

All three methods have an appropriate level of Quality Control (QC) checks embedded in the methods, and
as discussed in more detail below, there are only a few minor issues related to these QC checks that need to
be addressed. However, fundamental to this discussion is a new concept that is not contained in Part 136
and has never been subjected to public comment. This phrase “Results from tests performed with an
analytical system that is not in control (i.e., that does not meet acceptance criteria for all of QC tests in this
method) must not be reported or otherwise used for permitting or regulatory compliance purposes, but do
not relieve a discharger or permittee of reporting timely results.” This statement would ensure these
methods are never selected since alternative methods exist for all analytes that do not carry this very
stringent clause. This statement also supersedes other language elsewhere in the existing proposed method
in the QC section.
If the Agency truly believes all QC checks must always be met, then this language should be added to Part
136 and subjected to public review and comment. Such a requirement would be impossible to achieve for
many reasons, and would greatly lead to laboratory fraud if implemented.
The specific recommendations below on each QC check recognize that sometimes all a laboratory can
legitimately do is report the sample results along with the QC results and let the regulated entity and
permitting authority determine the appropriate course of action.
Demonstration of Capability
The earlier versions of these methods indicated this test was to be per analyst. This has now been changed
to laboratory. The current accepted industry practice, and a requirement for laboratory accreditation under
NELAP, is per analyst. To be in harmony with many other methods, current practice and NELAP, the DOC
should be per analyst. The inclusion of an MDL study as part of this DOC is appropriate and consistent with
current industry practice and a requirement in NELAP. However, to require laboratories to meet MDLs
published in these methods that may or may not reflect the true MDL is inappropriate. The Agency should
either conduct new MDL studies using these revised methods with the new MDL procedure, or drop the
requirement to achieve the published MDLs. The DOC should be verified on an annual basis. The NELAP
standard allows flexibility in meeting this requirement:
The laboratory shall have a documented procedure describing ongoing DOC that includes
procedures for how the laboratory will identify data associated with ongoing DOCs. The analyst(s)
shall demonstrate on-going capability by routinely meeting the quality control requirements of the
method, laboratory SOP, client specifications, and/or this Standard. If the method has not been
performed by the analyst in a twelve (12) month period, an Initial DOC shall be performed. It is the
responsibility of the laboratory to document that other approaches to ongoing DOC are adequate.
This on-going demonstration may be one of the following:
a)

acceptable performance of a blind sample (single blind to the analyst) or successful analysis
of a blind performance sample on a similar method using the same technology;
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b)

another initial DOC;

c)

at least four (4) consecutive laboratory control samples with acceptable levels of precision
and accuracy. The laboratory shall determine the acceptable limits for precision and
accuracy prior to analysis. The laboratory shall tabulate or be able to readily retrieve four (4)
consecutive passing LCSs or reference sample(s) for each method for each analyst each year;

d)

a documented process of reviewing QC samples performed by an analyst or groups of
analysts relative to the quality control requirements of the method, laboratory SOP, client
specifications, and/or this Standard. This review can be used to identify patterns for
individuals or groups of analysts and determine if corrective action or retraining is
necessary;

e)

if a) through d) are not technically feasible, then analysis of real-world samples with results
within a predefined acceptance criteria (as defined by the laboratory or method) shall be
performed.

Blanks

Given that the definition of the MDL is “the minimum measured concentration of a substance that can be
reported with 99% confidence that the measured concentration is distinguishable from method blank
results” it is not reasonable to expect all blank results will be less than the MDL. Also, since the reporting
section of these methods all require results less than the ML to be reported as <ML, there would never be a
reported results that is greater than the MDL and less than the ML. This section should be rewritten to mimic
the language in the NELAP standard:
The source of contamination shall be investigated and measures taken to minimize or eliminate the
problem and affected samples reprocessed or data shall be appropriately qualified if:
a)
b)
c)

the concentration of a targeted analyte in the blank is at or above the reporting limit as
established by the method or by regulation, AND is greater than 1/10 of the amount
measured in the sample;
the blank contamination otherwise affects the sample results as per the method
requirements or the individual project data quality objectives; and
a blank is determined to be contaminated. The cause shall be investigated and measures
taken to minimize or eliminate the problem. Samples associated with a contaminated blank
shall be evaluated as to the best corrective action for the samples (e.g., reprocessing or data
qualifying codes). In all cases the corrective action shall be documented.

Laboratory Control Samples
These methods introduce a troubling concept in allowing duplicate measurements of the LCS to occur with
the laboratory able to use the second results to demonstrate compliance if the first one fails. This “pick and
choose” concept is not allowed under NELAP. A better approach is to use the marginal exceedances concept
developed by Tom Georgian of the US Army Corps of Engineers that is contained in the NELAP Standard and
described below:
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Allowable Marginal Exceedances. If a large number of analytes are in the LCS, it becomes statistically
likely that a few will be outside control limits. This may not indicate that the system is out of control,
therefore corrective action may not be necessary. Upper and lower marginal exceedance (ME) limits
can be established to determine when corrective action is necessary. A ME is defined as being
beyond the LCS control limit (three standard deviations), but within the ME limits. ME limits are
between three (3) and four (4) standard deviations around the mean. The number of allowable
marginal exceedances is based on the number of analytes in the LCS. If more analytes exceed the
LCS control limits than is allowed, or if any one analyte exceeds the ME limits, the LCS fails and
corrective action is necessary. This marginal exceedance approach is relevant for methods with long
lists of analytes. It will not apply to target analyte lists with fewer than eleven analytes.
The number of allowable marginal exceedances is as follows:
Number of Analytes in LCS
> 90
71 – 90
51 – 70
31 – 50
11 – 30
< 11

Number Allowed as Marginal
Exceedances
5
4
3
2
1
0

If the same analyte exceeds the LCS control limit consecutively, it is an indication of a
systemic problem. The source of the error shall be located and corrective action taken.
Laboratories shall have a written procedure to monitor the application of marginal
exceedance allowance to the LCS.
In addition, the method should allow for the circumstances described below.
Samples analyzed along with an LCS determined to be “out of control” shall be considered
suspect and the samples reprocessed and re-analyzed or the data reported with appropriate
data qualifying codes.
i.

when the acceptance criteria for the positive control are exceeded high (i.e., high bias)
and there are associated samples that are non-detects, then those non-detects may
be reported with data qualifying codes; or

ii.

when the acceptance criteria for the positive control are exceeded low (i.e., low bias),
those sample results may be reported if they exceed a maximum regulatory
limit/decision level with data qualifying codes.

Matrix Spikes
The 1984 versions of these methods required matrix spikes to be analyzed, but for those analytes that did
not meet the QC criteria, a QC check sample could be used to demonstrate laboratory control. The
requirement to not use results for compliance purposes only applied if the results from both the MS and QC
check failed. This practice is consistent with the long-standing understanding of the purposes of the LCS and
MS3,4. This section should be revised to be consistent with the earlier versions of the method and accepted
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practice, where the LCS is used to document laboratory performance and the MS used to document the
performance of the method on that matrix.
Accuracy Assessment
The 1984 version of these methods, and the proposed revisions both contain a requirement to generate
statements of accuracy for wastewater. This section does state what this statement is to be used for and it is
unclear as to whether this is for all wastewaters from multiple sources, or segregated by discharger. In any
event, there does not seem to be any use for this requirement. This section references 136.7 (c)(1)(viii), but
that section merely states “Control charts (or other trend analyses of quality control results),” which could
be many other charts such as LCS.
Reporting
The requirement to report quantitative data down to the ML to three significant figures is not appropriate
given the precision of these methods. The requirement to report results less than the ML as <ML is not
consistent with accepted practice and reflects a lack of understanding of the relationship of the MDL and
ML. The mathematical relationship of these two numbers is based on Currie’s Limit of Detection LD and
Limit of Quantitation LQ.5 Results above the ML should be reported as quantitative results. Results below
the ML, but above the MDL should be shown as detected, typically with a quantitative value and a data
qualifier to indicate the result is an estimate only. Results below the MDL should be reported as ND, not
detected, at the stated MDL. The methods allow for blank subtraction. This sentence should be removed as
such a technique increases the measurement uncertainty due to the uncertainties of both the sample and
blank results.
Specific Method Comments
Method 608.3
The requirement to report an analyte as not detected if the results from two columns differ by more than a
factor of 2 if an “interferent” is not detected will be difficult to implement and likely lead to false negative
results.
Method 624.1
The recommendation to go down to mass range of 25-250 for four analytes ignores the fact that the
recommended characteristic ions for these four analytes are all above m/z 50 and going below m/z 35
introduces many interferences. See the table below:
Analytes recommended for low mass scan and m/z
Acrolein (m/z 56, 55, 58)
Acrylonitrile (m/z 53, 52, 51)
Choloromethane (m/z 50, 52)
Vinyl chloride (m/z 62, 64)

Interferences below m/z 35
Methanol (m/z 29, 31, 32)
Nitrogen (m/z 28)
Oxygen (m/z 32)
Argon (m/z 40)

The requirement to achieve a 25% resolution between 1,2-dibromoethane (characteristic ions 107 (109,
188)) and chlorobenzene (characteristic ions 112 (77, 114)) ignores the fact that GC/MS can correctly
identify and measure these two compounds even if they coelute. The same principle applies to most other
target analytes. Any requirement for GC resolution can only apply to compounds that have the same
characteristic ions.
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Methods 624.1 and 625.1
The change in the requirement for relative intensities from ± 20% to -50% to +200% will likely increase false
positives. The new requirement appears too broad and is not consistent with other similar methods. The
statement to account for “m/z’s present in the acquired mass spectrum” presumes mass spectra are
obtained, but this is not a requirement if the laboratory uses extracted ion current profiles for identification
and quantification as allowed by the method and furthermore could lead to false negatives due to the
practical difficulty of meeting this requirement where the analyte is obscured by high concentrations of
interferences.
References:
1. An Independently Prepared Second Source Lot Reference Material – Where Did This Come From
and What Does It Really Mean? Joe Konschnik 2013 National Environmental Monitoring
Conference http://www.nemc.us/meeting/2013/load_abstract.php?id=210
2. Correlation Coefficients for Evaluation of Analytical Calibration Curve; Anal. Chem. 1981 (C.L. Grant)
3. Carlberg, K.A., R.C. Hanisch, J.L. Parr, Quality Assurance in the Environmental Laboratory - A Practical
Approach, Presented at the Fourth Annual Waste Testing and Quality Assurance Symposium,
Washington, D.C., July 1988
4. THE APPROPRIATE USE OF MATRIX-SPECIFIC QUALITY CONTROL SAMPLES, Environmental
Laboratory Advisory Board, June 2008
5. Principles of Environmental Analysis, Keith, L.H., et.al; Anal Chem 1983 (55) 2210

C. Comments on the MDL Procedure
The TNI Chemistry Expert Committee’s mission is to improve the technical quality of environmental testing
methodologies by providing tools (e.g., detection, quantitation and calibration) that assure the quality of
data, which may be adopted by federal and state regulatory agencies.
The Chemistry Committee includes representatives of accreditation bodies, the U.S. Environmental
Protection Agency (EPA), state and federal government, and industry and is accredited by the American
National Standards Institute as a consensus standards body. The current committee members are as follows:
Richard Burrows, (Chair)
Brooke Connor
Gale Warren
Colin Wright
Nancy Grams,
Anand Mudambi,
John Phillips,
Francoise Chauvin
Scott Siders
Gary Ward
J.D. Gentry
Valerie Slaven

TestAmerica Inc.
U.S. Geological Survey (retired)
New York State DOH
Florida DEP
Advanced Earth Technologies Inc
USEPA OSA
Ford Motor Co.
New York City DEP
Illinois EPA
Oregon DOH
Environmental Science Corporation
Tek Labs

TNI commends EPA on their inclusion of an update to the 40 CFR Part 136 MDL procedure in the methods
update rule. The update incorporates most of the recommendations of the Detection/Quantitation Federal
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Advisory Committee in a way that avoids unnecessary burdens on testing laboratories while greatly
improving the reliability of MDL determinations.
TNI strongly recommends that EPA adopt the proposed changes to the MDL procedure in full but also
proposes some minor additional changes that will further improve the procedure:
1.
A minor clarification to the requirements when there are multiple instruments would be helpful.
This could be added as a section (2)(b)(iii) and 3.a:
New language
(iii) The same prepared spiked blank may be analyzed on multiple instruments so long as the minimum
requirement of 7 preparations in at least three separate batches is maintained.
3.a If there are multiple instruments, the same prepared spiked blank may be analyzed on more than one
instrument,
2.
The procedure does not discuss what actions should be performed by the laboratory if a new
instrument is to be added to an existing group of instruments that have the same MDL. This is a common
occurrence and guidance to the laboratories would be valuable. We propose adding the following language
as a new section 3 (e):
New language
(e) If a new instrument is added to a group of instruments whose data has been pooled to create a single
MDL, analyze a minimum of 2 spike replicates and 2 blank replicates on the new instrument. If both blank
results are below the existing MDL then the existing MDLb is validated. Combine the new spike sample results
to the existing spike sample results and recalculate the MDLs as in section 4. If the recalculated MDLs is within
a factor of 3 of the existing MDLs then the existing MDLs is validated. If either of these two conditions is not
met, calculate a new MDL following the instructions in section 4
3.
For some tests the requirement to analyze 2 spike samples per quarter on each instrument (Section
3(a)) may add up to a large number of analyses if there are a large number of instruments. For example, EPA
method 608 will require separate analytical runs for 5 Aroclors, the single component pesticides, toxaphene
and technical chlordane. For the single component pesticides it may be necessary to analyze more than one
run at different concentrations in order to obtain data at the correct spiking concentration for each
pesticide. So, that adds up to 9 different spike samples, times 5 different instruments, times 2 replicates on
each instrument, or 90 analytical runs per quarter. We suggest the requirement be reduced to a minimum of
one spike per quarter if there is more than one instrument. This would result in a minimum of 8 replicates
per year, with more for each additional instrument.
New language (Section 3a)
During any quarter in which samples are being analyzed, prepare and analyze a minimum of two spiked
blanks, in separate preparation and analytical batches, using the same spiking concentration used in Section
2. If there are multiple instruments, the same prepared spiked blank may be analyzed on more than one
instrument, and the minimum number of analyses per instrument is one.
4.
Currently the proposed MDL revision specifies that when all method blanks give a numerical result
the MDLb will be calculated using the parametric statistical formula using the mean plus a student’s t value,
with the assumption of a standard normal distribution of the blank results. This is found in section (2) (d)
(iii) (C). Since the distribution of blank results is often non-normal we recommend an option to use the
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same non-parametric statistical approach as used when some (but not all) of the method blanks give
numerical results in section (2) (d) (iii) (B).
New language (to be added immediately after 2.d.iii.c)
Note:
If more than 100 method blanks are available, as an option MDLb may be set to the concentration that is
greater than or equal to the 99th percentile of the blank result, as described in Section (2) (d) (iii) (B)
5.
The proposed MDL does not address methods for which it is not possible to perform a spiking study
but for which it is possible to test a method blank.
To address this issue it is recommended that the proposed language be modified with a note following
Section 2(a) as follows:
New language
Note: For those methods where it is not possible to prepare a spiking solution or conduct a spiking study
(e.g., turbidity and conductivity) use the MDLb procedure to develop an MDL where (2)(d)(iii) produces a
valid MDLb.
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Attachment 2
PROGRAM REPORTS
CONSENSUS STANDARDS DEVELOPMENT
•

The proposed revisions to SOP 2-100 (Procedures Governing Standards Development) were
submitted to ANSI for approval. Besides this SOP being a revision of the consensus standards
development processes, it incorporated updates required by ANSI to complete the audit of the
program. Only one editorial change was required by ANSI. This change was made and ANSI closed
the audit as well as re-accrediting TNI effective May 5, 2015. The final SOP 2-100 will be published
on the TNI website.

•

The Response-to-Comments document from the Quality Systems 2012 Voting Draft Standard has
been submitted for publication on the TNI website. This completes all steps necessary to make this a
TNI standard. It will then be incorporated into the upcoming 2015 Environment Sector Standard.

•

The Response-to-Comments document on the interim standard on calibration (ELV1M4, Section
1.7.1 and 1.7.2) has been prepared and will shortly be published together with the final TNI Standard.
Individual commenters will be notified of the disposition of their comments.

•

The Laboratory Proficiency Testing Committee has published its Voting Draft Standards for Volume 3
(General requirements for Environmental Proficiency Test Providers) and Volume 4 (General
Requirements for an Accreditor of Environmental Proficiency Test Providers). The voting period is
now open through June 19, 2015. The committee has completed its revisions of the Volume 1
Module 1 and Volume 2 Module 2 Voting Draft Standards as a result for persuasive comments.
These revised modules will be published shortly with the Response-to-Comments document. They
will subsequently be offered as Interim Standards.

•

The Laboratory Accreditation Body Committee LAB Expert Committee has completed its 5-year
review of Volume 2, Modules 1 and 3, and reported that to CSDEC. While the present standard
remains suitable, consolidating Modules 1 and 3 will eliminate the tremendous overlap between the
two modules presently, and thus will be undertaken. LAB will also solicit input about other changes
that stakeholders might like to see. After consulting with CSDEC, it appears that the resulting single
module can be adopted and implemented on a schedule independent of the Volume 1 modules, since
only AB operations and evaluations will be addressed. LAB seeks additional full members for this
revision effort, as there are only seven, at present. The initial additional member(s) will need to
belong to the "other" stakeholder category, to maintain balance.

•

With its newly approved charter, the WETT Expert Committee met on April 15, and will quickly
establish its goals and timelines for activities.

•

The Radiochemistry committee has posted a Voting Draft Standard. The voting period will close May
15, 2015. The committee has started discussing tools to help with the implementation of the new
standard.

•

The Microbiology Committee addressed comments received from the SRC and a few more from
members. The committee is voting to accept the VDS this week by email and then it will be sent to
Jan for final clean-up and posting.

•

The Quality Systems Committee is continuing work on the Handbook using Webex to make drafting
th
language easier. The committee had a webinar on April 20 for the new Working Draft Standard
regarding the thermometer checks section. Final comments are due May 20th.

TNI Board of Directors Meeting Summary
May 13, 2015

page 16

NEFAP EXECUTIVE COMMITTEE
•

The Mobile Lab Subcommittee is meeting again and is just about ready to redistribute the survey to
help them begin work.

•

Paul sent a NEFAP update regarding their acceptance of NEFAP in a LA newsletter that has gotten
some attention.

•

The contract for L-A-B has been finalized and a certificate has been sent to L-A-B.

•

The committee has a few members for the Advocacy/Marketing subcommittee. Kim is out for 3 weeks
and work for this committee will begin in June.

•

Nominations have been received for the committee and previous members are willing to renew if
there is a shortage. This will be discussed at the next meeting and a slate will be given to William for
posting for vote.

•

Calista Daigle is the new NEFAP representative on the Policy Committee.

•

The new NEFAP brochure has been printed and copies have been sent out.

Field Activities Expert Committee (FAC)

•

Three FSMO tools were sent to William for posting on the NEFAP EC website, but they have not yet
been posted. The committee followed up with William.

•

The Container Subcommittee. This discussion will be tabled until closer to the Chicago meeting.
There are still concerns about whether this is something the committee should work on. Most feel its
use needs to be expanded for it to make sense to work on.

•

The committee has begun work on the Scope Guidance document. Documents were forwarded to
committee members for review and comment. Justin reminded everyone that the document needs to
reflect the Standard and cannot change the language of the Standard. The committee will begin using
Webex to develop this document.

•

The committee is still looking for a Vice-Chair.

•

Progress has been made on ANSI approval. Ken sent off the information the committee prepared and
ANSI has posted it on their website.

NELAP
Accreditation Council

•

Five evaluations are complete with renewals approved. An additional seven are in various stages of
the process, with the remaining two to start later this year.

•

The AC discussed with Alfredo Sotomayor the possible use of a shared logo with the nongovernmental ABs, but no agreement could be reached on this issue. The NGAB program will need
to select a separate logo.
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Laboratory Accreditation System Executive Committee (LAS EC)

•

LASEC members continue reviewing standards modules at various stages of the development
process. Volume 1, Modules 2, 3 and 7 (the 2012 revisions) were discussed at the April committee
meeting; the current revisions to Module 2 will be reviewed after they become final. Because several
committee members are also members of the PT Expert Committee, those modules are certain to
have received intense scrutiny prior to approval.

•

LASEC will revise its Standards Review for Suitability SOP 3-106 to accommodate the changes to
CSDEC’s Standards Development SOP 2-100. LASEC will also review the NELAP Standards
Acceptance SOP 3-103, to affirm that no additional changes are needed there.

•

Planning for the Assessment Forum and Mentor Session at summer conference is well underway.

PROFICIENCY TESTING
•

The committee is continuing to work on the addition of analytes to the FoPT tables (Analyte Addition
Requests):
-

(Carl Kircher – FL) SCM FoPT Table: Aroclor 1221, Arochlor 1232 and Arochlor 1248 to
PCBs in Oil.
(Jeff Lowry) SCM FoPT Table: DBCP, EDB and 1,2,3-Trichloropropane.
(Jennifer Best - EPA) DW FoPT Table: Subdivision of current codes to: MPN – Multiple Tube
ad MPN – Multiple Well. The code for MPN encompasses different methods that have
different sample volumes analyzed – therefore different reported values. This is a PT
problem.

The committee approved Carl and Jeff’s request to move on to the next step with the help of the
Chemistry FoPT Subcommittee. There are still some questions that need to be resolved after a
conversation between Maria and Aaren Alger. The Microbiology FoPT Subcommittee will meet and
discuss these issues and get back to the PTPEC for a final decision on next steps.

•

Still in progress: The committee has started work on two old SIRs that were returned. They center
around asking labs to run PTs for methods that that they were not designed for. Usually a
concentration issue. The committee will plan to respond to the request and will work with the FoPT
Table Format Subcommittee to resolve the longer term issue.

•

Work is still progressing on the finalization of the new WET FoPT table.

•

The FoPT Table Format Subcommittee is continuing work on updating the format of the DW FoPT
table.

•

The Chemistry FoPT Subcommittee is continuing the review of SCM data.

•

The committee is still working on the compound naming and identification inconsistency ((2,2’-osybis
(1-chloropropane) vs. bis (2-chloroisopropyl) ether). The change has now been made in LAMS, so the
PTPEC needs to hand this off to the Chemistry FoPT Subcommittee for an FoPT Table update. This
will be discussed at the next meeting.

•

The committee will finish work on its Charter once it receives strategic planning direction form the
Board of Directors.
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ADMINISTRATION
Advocacy Committee

•

The Advocacy Committee reviewed and discussed final comments prepared by Jerry on EPA’s
proposed Method Update Rule (MUR). Jerry requested that any additional comments or revisions be
sent to him as soon as possible. Comments are due to EPA by May 20.

•

The Advocacy Committee is preparing a work plan on the high priority tasks assigned to Advocacy in
the TNI strategic plan. The current focus is on preparing/revising the state of national accreditation
report for transmission to EPA and developing the qualifications and duties for the “TNI ambassadors”
to non-NELAP states.

Non-Governmental Accreditation Bodies

•

The NGAB and TNRC committee chairs and TNI staff are meeting to develop options to present to
the full group for a modified implementation strategy for this program.

Information Technology Committee

•

Can now browse most of the website on a phone or tablet. Usable across most, if not all, devices.

•

Things are now easier and cleaner to print. No extraneous headers, footers, links, etc. Page is smart
enough to exclude menus from what you are printing. Content only.

•

Navbar has been cleaned up – looks a little bit different than what was presented in CC.

•

Footer – new – on every page.

•

Follow Twitter link/button too. William will post website news items on Twitter now as well – will show
up on website and on Twitter too.

•

This was a big overhaul – had to go through page by page to take updates and to make sure each
page was “responsive” and make sure the links are working etc. Committee rosters – there is a better
system in place now to accommodate updates. Committee chairs are using a main spreadsheet to
provide updates which makes it much easier to get updates onto the web. These will be automatically
updated at the beginning of each month unless specifically notified by a committee that there are
changes. Now takes just a few minutes to do the update.

Policy Committee

•

Policy Committee is presently focusing its review activities on the draft TNI Quality Management Plan.

Training

•

The March 26th and April 8th MUR webinars were a great success. There were close to 900
participants between the two webinars. Webex had a few issues tracking polls so certificates were
delayed, but most all have now gone out. It was a time consuming process to pull all of this together.

•

Three webinars are planned by Jay Gandhi, from Metrohm, on May 19th, June 2nd and June 23rd. All
three of these webinars will offer CEUs. He is also planning a combined class that is being offered
during NEMC registration.
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NEMC

•

Registration is open and the conference brochure has been mailed.

•

NEMC 2015 abstracts have been forwarded to William for posting on the NEMC website. A DRAFT
will be reviewed and then it will go live.

•

The NEMC Facebook Group has been set-up and is operational
(https://www.facebook.com/groups/NEMCmail/). The LinkedIn site
(https://www.linkedin.com/grp/home?gid=8287434) is also now operational.

Membership Report

•

There were 7 new committee applications that have been forwarded to committee chairs and program
administrators.

•

Active Members: 867

