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5 ASTM D7365–09a specifies treatment options for samples containing oxidants (e.g., chlorine) for cyanide analyses. Also, 
Section 9060A of Standard Methods for the Examination of Water and Wastewater (23rd edition) addresses dechlorination pro-
cedures for microbiological analyses. 

6 Sampling, preservation and mitigating interferences in water samples for analysis of cyanide are described in ASTM D7365– 
09a (15). There may be interferences that are not mitigated by the analytical test methods or D7365–09a (15). Any technique for 
removal or suppression of interference may be employed, provided the laboratory demonstrates that it more accurately measures 
cyanide through quality control measures described in the analytical test method. Any removal or suppression technique not de-
scribed in D7365–09a (15) or the analytical test method must be documented along with supporting data. 

7 For dissolved metals, filter grab samples within 15 minutes of collection and before adding preservatives. For a composite 
sample collected with an automated sampler (e.g., using a 24-hour composite sampler; see 40 CFR 122.21(g)(7)(i) or 40 CFR 
part 403, appendix E), filter the sample within 15 minutes after completion of collection and before adding preservatives. If it is 
known or suspected that dissolved sample integrity will be compromised during collection of a composite sample collected auto-
matically over time (e.g., by interchange of a metal between dissolved and suspended forms), collect and filter grab samples to 
be composited (footnote 2) in place of a composite sample collected automatically. 

8 Guidance applies to samples to be analyzed by GC, LC, or GC/MS for specific compounds. 
9 If the sample is not adjusted to pH 2, then the sample must be analyzed within seven days of sampling. 
10 The pH adjustment is not required if acrolein will not be measured. Samples for acrolein receiving no pH adjustment must 

be analyzed within 3 days of sampling. 
11 When the extractable analytes of concern fall within a single chemical category, the specified preservative and maximum 

holding times should be observed for optimum safeguard of sample integrity (i.e., use all necessary preservatives and hold for 
the shortest time listed). When the analytes of concern fall within two or more chemical categories, the sample may be preserved 
by cooling to ≤6 °C, reducing residual chlorine with 0.008% sodium thiosulfate, storing in the dark, and adjusting the pH to 6–9; 
samples preserved in this manner may be held for seven days before extraction and for forty days after extraction. Exceptions to 
this optional preservation and holding time procedure are noted in footnote 5 (regarding the requirement for thiosulfate reduc-
tion), and footnotes 12, 13 (regarding the analysis of benzidine). 

12 If 1,2-diphenylhydrazine is likely to be present, adjust the pH of the sample to 4.0 ± 0.2 to prevent rearrangement to benzi-
dine. 

13 Extracts may be stored up to 30 days at <0 °C. 
14 For the analysis of diphenylnitrosamine, add 0.008% Na2S2O3 and adjust pH to 7–10 with NaOH within 24 hours of sam-

pling. 
15 The pH adjustment may be performed upon receipt at the laboratory and may be omitted if the samples are extracted within 

72 hours of collection. For the analysis of aldrin, add 0.008% Na2S2O3. 
16 Place sufficient ice with the samples in the shipping container to ensure that ice is still present when the samples arrive at 

the laboratory. However, even if ice is present when the samples arrive, immediately measure the temperature of the samples 
and confirm that the preservation temperature maximum has not been exceeded. In the isolated cases where it can be docu-
mented that this holding temperature cannot be met, the permittee can be given the option of on-site testing or can request a 
variance. The request for a variance should include supportive data which show that the toxicity of the effluent samples is not re-
duced because of the increased holding temperature. Aqueous samples must not be frozen. Hand-delivered samples used on 
the day of collection do not need to be cooled to 0 to 6 °C prior to test initiation. 

17 Samples collected for the determination of trace level mercury (<100 ng/L) using EPA Method 1631 must be collected in 
tightly-capped fluoropolymer or glass bottles and preserved with BrCl or HCl solution within 48 hours of sample collection. The 
time to preservation may be extended to 28 days if a sample is oxidized in the sample bottle. A sample collected for dissolved 
trace level mercury should be filtered in the laboratory within 24 hours of the time of collection. However, if circumstances pre-
clude overnight shipment, the sample should be filtered in a designated clean area in the field in accordance with procedures 
given in Method 1669. If sample integrity will not be maintained by shipment to and filtration in the laboratory, the sample must 
be filtered in a designated clean area in the field within the time period necessary to maintain sample integrity. A sample that has 
been collected for determination of total or dissolved trace level mercury must be analyzed within 90 days of sample collection. 

18 Aqueous samples must be preserved at ≤6 °C, and should not be frozen unless data demonstrating that sample freezing 
does not adversely impact sample integrity is maintained on file and accepted as valid by the regulatory authority. Also, for pur-
poses of NPDES monitoring, the specification of ‘‘≤ °C’’ is used in place of the ‘‘4 °C’’ and ‘‘<4 °C’’ sample temperature require-
ments listed in some methods. It is not necessary to measure the sample temperature to three significant figures (1/100th of 1 
degree); rather, three significant figures are specified so that rounding down to 6 °C may not be used to meet the ≤6 °C require-
ment. The preservation temperature does not apply to samples that are analyzed immediately (less than 15 minutes). 

19 An aqueous sample may be collected and shipped without acid preservation. However, acid must be added at least 24 
hours before analysis to dissolve any metals that adsorb to the container walls. If the sample must be analyzed within 24 hours 
of collection, add the acid immediately (see footnote 2). Soil and sediment samples do not need to be preserved with acid. The 
allowances in this footnote supersede the preservation and holding time requirements in the approved metals methods. 

20 To achieve the 28-day holding time, use the ammonium sulfate buffer solution specified in EPA Method 218.6. The allow-
ance in this footnote supersedes preservation and holding time requirements in the approved hexavalent chromium methods, un-
less this supersession would compromise the measurement, in which case requirements in the method must be followed. 

21 Holding time is calculated from time of sample collection to elution for samples shipped to the laboratory in bulk and cal-
culated from the time of sample filtration to elution for samples filtered in the field. 

22 Sample analysis should begin as soon as possible after receipt; sample incubation must be started no later than 8 hours 
from time of collection. 

23 For fecal coliform samples for sewage sludge (biosolids) only, the holding time is extended to 24 hours for the following 
sample types using either EPA Method 1680 (LTB–EC) or 1681 (A–1): Class A composted, Class B aerobically digested, and 
Class B anaerobically digested. 

24 The immediate filtration requirement in orthophosphate measurement is to assess the dissolved or bio-available form of 
orthophosphorus (i.e., that which passes through a 0.45-micron filter), hence the requirement to filter the sample immediately 
upon collection (i.e., within 15 minutes of collection). 

[38 FR 28758, Oct. 16, 1973] 

EDITORIAL NOTE: For FEDERAL REGISTER ci-
tations affecting § 136.3, see the List of CFR 
Sections Affected, which appears in the 
Finding Aids section of the printed volume 
and at www.govinfo.gov. 

§ 136.4 Application for and approval of 
alternate test procedures for na-
tionwide use. 

(a) A written application for review 
of an alternate test procedure (alter-
nate method) for nationwide use may 
be made by letter via email or by hard 
copy in triplicate to the National Al-
ternate Test Procedure (ATP) Program 
Coordinator (National Coordinator), 
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Office of Science and Technology 
(4303T), Office of Water, U.S. Environ-
mental Protection Agency, 1200 Penn-
sylvania Ave. NW., Washington, DC 
20460. Any application for an ATP 
under this paragraph (a) shall: 

(1) Provide the name and address of 
the responsible person or firm making 
the application. 

(2) Identify the pollutant(s) or pa-
rameter(s) for which nationwide ap-
proval of an alternate test procedure is 
being requested. 

(3) Provide a detailed description of 
the proposed alternate test procedure, 
together with references to published 
or other studies confirming the general 
applicability of the alternate test pro-
cedure for the analysis of the pollut-
ant(s) or parameter(s) in wastewater 
discharges from representative and 
specified industrial or other categories. 

(4) Provide comparability data for 
the performance of the proposed alter-
native test procedure compared to the 
performance of the reference method. 

(b) The National Coordinator may re-
quest additional information and anal-
yses from the applicant in order to 
evaluate whether the alternate test 
procedure satisfies the applicable re-
quirements of this part. 

(c) Approval for nationwide use. (1) 
After a review of the application and 
any additional analyses requested from 
the applicant, the National Coordi-
nator will notify the applicant, in writ-
ing, of whether the National Coordi-
nator will recommend approval or dis-
approval of the alternate test proce-
dure for nationwide use in CWA pro-
grams. If the application is not rec-
ommended for approval, the National 
Coordinator may specify what addi-
tional information might lead to a re-
consideration of the application and 
notify the Regional Alternate Test 
Procedure Coordinators of the dis-
approval recommendation. Based on 
the National Coordinator’s rec-
ommended disapproval of a proposed 
alternate test procedure and an assess-
ment of any current approvals for lim-
ited uses for the unapproved method, 
the Regional ATP Coordinator may de-
cide to withdraw approval of the meth-
od for limited use in the Region. 

(2) Where the National Coordinator 
has recommended approval of an appli-

cant’s request for nationwide use of an 
alternate test procedure, the National 
Coordinator will notify the applicant. 
The National Coordinator will also no-
tify the Regional ATP Coordinators 
that they may consider approval of 
this alternate test procedure for lim-
ited use in their Regions based on the 
information and data provided in the 
application until the alternate test 
procedure is approved by publication in 
a final rule in the FEDERAL REGISTER. 

(3) EPA will propose to amend this 
part to include the alternate test pro-
cedure in § 136.3. EPA shall make avail-
able for review all the factual bases for 
its proposal, including the method, any 
performance data submitted by the ap-
plicant and any available EPA analysis 
of those data. 

(4) Following public comment, EPA 
shall publish in the FEDERAL REGISTER 
a final decision on whether to amend 
this part to include the alternate test 
procedure as an approved analytical 
method for nationwide use. 

(5) Whenever the National Coordi-
nator has recommended approval of an 
applicant’s ATP request for nationwide 
use, any person may request an ap-
proval of the method for limited use 
under § 136.5 from the EPA Region. 

[77 FR 29809, May 18, 2012, as amended at 82 
FR 40874, Aug. 28, 2017] 

§ 136.5 Approval of alternate test pro-
cedures for limited use. 

(a) Any person may request the Re-
gional ATP Coordinator to approve the 
use of an alternate test procedure in 
the Region. 

(b) When the request for the use of an 
alternate test procedure concerns use 
in a State with an NPDES permit pro-
gram approved pursuant to section 402 
of the Act, the requestor shall first 
submit an application for limited use 
to the Director of the State agency 
having responsibility for issuance of 
NPDES permits within such State (i.e., 
permitting authority). The Director 
will forward the application to the Re-
gional ATP Coordinator with a rec-
ommendation for or against approval. 

(c) Any application for approval of an 
alternate test procedure for limited use 
may be made by letter, email or by 
hard copy. The application shall in-
clude the following: 

VerDate Sep<11>2014 08:02 Oct 26, 2023 Jkt 259176 PO 00000 Frm 00079 Fmt 8010 Sfmt 8010 Y:\SGML\259176.XXX 259176js
pe

ar
s 

on
 D

S
K

12
1T

N
23

P
R

O
D

 w
ith

 C
F

R


		Superintendent of Documents
	2023-12-22T01:54:13-0500
	Government Publishing Office, Washington, DC 20401
	Government Publishing Office
	Government Publishing Office attests that this document has not been altered since it was disseminated by Government Publishing Office




