COLLECTION AND PRESERVATION OF SAMPLES (1060)/Collection of Samples 1-33

TapLe 1060:I. SuMMARY OF SPECIAL SAMPLING AND HANDLING REQUIREMENTS*

) Minimum .
' ‘Sample Maximom Storage
Size Sample
Determination ‘Containerf . mL Fypet Preservation§ Recommended Regulatory]|
Acidity P, G(B) 100 g Refrigerate 24h 14d
Alkalinity PG 200 g Refrigerate 24h 14d
BOD P,G : 1000 gc Refrigerate 6h 48 h
Boron P (PTFE) or quartz 1000 g C HNO, to pH <2 28d 6 months
Bromide P,G 100 g ¢ None required 28d 284d
Carbon, organic, G (B) 100 g Analyze immediately; or refrigerate and 7d 28d
total ' . add HCI, HyPO,, or H,S0, to pH <2
Carbon dioxide P,G 100 g Analyzé immediately 025h N.S5.
coD P,G 1000 g, ¢ Analyze as soon as possible, or add 7d 28d
. ‘ H,80, to pH <2; refrigerate
Chloride PG 50 gc None required NS, - 28d
Chlorine, total, PG 500 g Analyze immediately 025h 025h
residual . o :
Chlorine dioxide P.G 500 g - Analyze immediately "025h N.S.
Chlorophyll P.G 500 g Unfiltered, dark, 4°C 2448 h
Filtered, dark, —20°C 28 d
(Do not store in frost-free freezer) :
Cotor P,G 500 gc Refrigerate : 48 h 48 h
Specific conductance P, G 500 - Refrigerate . ' 28d 28d
Cyanide C o
Total PG - 1000 g, ¢ - Add NaOH to pH >12, refrigerate in 24 h 14d; 24 hif
o dark# _ o sulfide present
Amenable to P.G 1000° g,c¢ - Add 0.6 g ascorbic acid if chlorine is stat 14d; 24 hif
chlorination _ . present and refrigerate sulfide present
Fluoride - P 100 g ¢ None required 28d 28d
\‘r{ness o P,G 100 g.¢ - Add HNO, or H,80, to pH <2 . 6 months 6 months .
e P,G 500 g ' Analyze immediately ' 025h N.S,
_Jtals, general . P(A), G(A) 1000 gc For dissolved metals filter immediately, 6 months 6 months
' _ add HNO; to pH <2 BRI : :
Chromiom VI P(A), G(A) 1000 g Refrigerate 24 h 24 h
Copper by ’ gc
colorimetry*
Mercury P(A), G(A) 1000 g Add HNO, to pH <2, 4°C, refrigerate 28d 28d
Nitrogen
Ammonia - PG : 500 8 C Analyze as soon as possible or add . 7d 28d
) ‘ H,S0, to pH <2, refrigerate
Nitrate P,G 10 gc Analyze as soon as possible; refrigerate 48 h 48 h (28 d for
chlorinated
: samples)
Nitrate + nitrite P, G 200 gc Add H,80, to pH <2, refrigerate 1-2d 28d
Nitrite P, G 100 g&c Analyze as soon as possible; refrigerate none 48 h
Organic, Kjeldahl* P, G 500 gc Refrigorate, add H,S0, to pH <2 7d 28d
Odor G 500 g Analyze as soon as possible; refrigerate - 6h N.S.
. Oll and grease G, wide-mouth 1600 g . Add HCI or H,80, to pH <2, refrigerate 28d 28d-
calibrated _
Organic compounds ) : . : -
MBAs P, G 250 g,¢ °  Refrigerate ' 48h NS.
Pesticides* - G(8), PTFE-lined 1000 gc Refrigerate, add 1000 mg ascorbi¢ acid/L 7d 7 d until
- ¢ap ' if residual chlorine present . : « - extraction;
- B 40 d afier
) : extraction
" Phenols P, G, PTVE-lined 500 8¢ Refrigerate, add H,80, to pH <2 # 28 d until
- cap _ : extraction
Purgeables* by G, PTFE-lined cap 2 X 40 g ‘Refrigerate; add HCI to pH <2; add 1000 7d - 144
purge and trgp ) mg ascorbic acid/L if residual chlorine
\ present

/
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TasLe 1060:1. Conr.

INTRODUCTION (1000)

e P s e e

Minimum ‘
Sample Maximum Storage )
Size Sample . ;
Determination Containert ml Typet Preservation§ Recommended Regulatoryj|
Base/neutrals & G(S) amber 1000 gc Refrigerate 7d 7 ¢ until _ ;
acids . . extraction;
40 d after
. extraction
Oxygen, dissolved G, BOD bottle 300 g _ L
Electrode Analyze immediately 025h 025h H
Winkler Titration .may be delayed after &h 8h
acidification L
Ozone G 1000 g Analyze immediately 025h NS,
pH P, G .50 g * Analyze immediately 025h 025h
Phosphate G(A) 100 g For dissolved phosphate filter 48 h N.S.
immediately; refrigerate
Phosphorus, total P.G 100 g Add H,S0, to pH <2 and refrigerate 28 d
Salinity G, wax seal 240 g Analyze immediately or use wax seal 6 months N.S.
Silica P (PTFB) or quartz 200  gc .  Refrigerate, do not frecze 28d 28d
" Sludge digester gas G, gas bottle — g -_— . - NS
Solids® PG 200 gc - Refrigerate 74d 2-7 d; see cited ;
: : reference I
Sulfate P,G 100 g, ¢ Refrigerate ) 28d 28 d !
" Sulfide PG 100 gc Refrigerate; add 4 drops 2N zinc 28d 74
. o . . acetate/100 mL; add NaOH to pH >9 . , 1
Temperatre P, G — g Analyze immediately 025 h 425h ;
Turbidity P,G 100 gc Analyze same day; store in dark up to 24 h 48 h :

24 h, refrigerate , ' _ *

* For determinations not listed, use glass or plastic containers; preferably refrigerate during storage and analyze as soon as possible. .
t P = plastic (polyéthylene or equivatent); G = glass; G{A) or P(A) = tinsed with 1 + 1 HNO,; G(B) = glass, borosilicate; G(8) = glass, rinsed with organic solvents or bak :
{ g = grab; ¢ = composite. ' : : i )
§ Refrigerate = storage at 4°C % 2°C; in the dark; analyze immediately = analyze usually within 15 min of sample collection. ) .

| See citation'® for possible differences regarding container and preservation requirements. N.S. = not stated in cited reference; stat = no storage allowed; analyze
immediately. )

#If sample js chlorinated, see text for pretreatment.

9. U.S. ENVIRONMENTAL PROTECTION AgENCY. 1996, 40 CFR Part 136,
Table II.

10. U.S. ENVIRONMERTAL PrOTECTION AcEncY. 1992. Rules and Regula-
tions. 40 CFR Parts 100-149.

1060 C. . Sample 'Storage'and Preservation

Complete and unequivocal preservation of samples, whether
domestic wastewater, industrial wastes, or natural waters, is a
practical impossibility because complete stability for every con-
stituent never can be achieved, At best, preservation techniques
only retard chemical and biological changes that inevitably con-
tinue after sample collection.

copper, iron, lead, manganese, silver, and zinc, which are best :
collected in a separate clean bottle and acidified with nitric acid
‘to a pH below 2.0 to minimize precipitation and adsorption on
container walls. Also, some organics may be subject to loss by
adsorption to the walls of glass containers.

Temperature changes quickly; pH may change significantly in a
matter of minutes; dissolved gases (oxygen, catbon dioxide) may be :
lost, Because changes in such basic water quality properties may
occur so guickly, determine temperature, reduction-oxidation po-
tential, and dissolved gases in sitn and pH, specific conductar
turbidity, and alkalinity immediately after sample collection, I,
organic compounds are sensitive to changes in pH and/or tempe-
ature resulting in reduced concentrations during storage.

1. Sample St}::rage before Analysis

a. Nature of sample changes: Some determinations are more
affected by sample storage than others. Certain cations are sub-
ject to loss by adsorption on, or jon exchange with, the walls of
glass containers. These include aluminum, cadmium, chromium,
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