1,2-DIBROMOETHANE (EDB) and 1,2-DIBROMO-3-CHLOROPROPANE (DBCP) IN WATER BY
MICROEXTRACTION AND GAS CHROMATOGRAPHY
EPA Method 504.1 (1993)

Tabl e 1A. Sunmary of Hol ding Times and Preservation for 1,2-Di bronpet hane
(EDB) and 1, 2-Di br omp- 3- Chl or opropane (DBCP) in Water by
M croextracti on and Gas Chromat ography

Anal yti cal Techni cal and Contract Hol di ng Preservation

Par amet er Ti mes

EDB and DBCP Technical: 28 days from Sodi um t hi osul f at e;
collection to extraction and Cool to 4EC #2EC;
anal ysi s;
Contract: 26 days fromreceipt

at | aboratory to extraction and

anal ysi s

Data Cal cul ati ons and Reporting Units:

Calcul ate the sanple results using the average calibration factors fromthe

| CAL or fromthe |inear

regressi on curve.

Report water sanple results in concentration units of mcrograns per liter

(FGL).

TABLE 1B. Tar get

Compound Li st,

Quantitation Limts for

CAS Number s

and Contract Required
1, 2- Di bronoet hane (EDB) and 1, 2-Di br onp- 3-

Chl oropropane (DBCP) in Water by M croextraction and Gas
Chr omat ogr aphy
COMPOUND CAS No. CROL (ug/L)
1, 2- Di bronoet hane (EDB) 106-93-4 0.05
1,2-dibromo-3-chloropropane (DBCP) 96-12-8 0.05
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Tabl e 2.

(DBCP) in Water

Summary of Calibration Procedures for
by M croextraction and Gas Chr omat ogr aphy

1, 2- Di br onoet hane ( EDB)

and 1, 2- Di br onp- 3- Chl or opr opane

Cal i brati on El ement

Frequency

Acceptance Criteria

Corrective Action

Initial Calibration
(m ni mum blank + 5
poi nts for each

anal yte) (I1CAL) & bec

Initially; whenever
required, due to
failure of CCV

RSD for CFs #20%

or Linear Regression
with a correlation
coefficient (r)

$0. 99

1. Term nate anal ysis
2. Re-calibrate and verify before
sanpl e anal ysi s

Conti nuing Calibration
Verification (CCV) at
m dpoi nt of | CAL
(Separate source from
| CAL st andar ds)

Begi nni ng of each
12- hour tine period,
after every 10

sanpl es, and end of
run

%D bet ween bet ween
nom nal and
cal cul ated ampunt CF
for each compound
must be <*15%

1. Re-calibrate and verify
2. Re-anal yze sanples back to |ast
good CCV

Retention tine
eval uation for
st andar ds

ccv

Each anal ysis of CCV
st andar ds

+3 x the SD of the
avg | CAL RT for each

anal yte

1. Re-calibrate and verify
2. Re-anal yze sanples back to | ast
good CCV

2 The I CAL | ow standard must be above but near the CRQL. The low I CAL standard nust have a signal to noise
ratio $5:1. If this requirement cannot be net, the laboratory nust submt a MDL study as part of the data
package.

b Report the retention tine wi ndow for each analyte. Deternine retention tine windows as #3 x the standard
deviation of the average initial calibration retention tinme for each anal yte.

¢ | CAL and continuing CAL standards nust contain al
1B.

surrogate conpounds and target analytes listed in Table
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Table 3. Summary of Internal Quality Control Procedures for 1,2-Di bronoethane (EDB) and 1, 2-Di brono- 3-
Chl oropropane (DBCP) in Water by M croextraction and Gas Chr omat ogr aphy

QC El enment Frequency Acceptance Criteria Corrective Action

Met hod Bl ank One per Batch or SD&G < CRQL for each conpound 1. Investigate source of

(MB) (1 per 20 sanples contami nati on and docunent
m ni mum) per 2. Al sanples processed with a
anal ytical instrunment met hod bl ank that is out of

control nust be re-extracted and
re-anal yzed

Surrogat e Spi ke Every standard, sanple | 65-125% of expected val ue 1. Re-analyze all sanples with

and nethod bl ank at 10 non- conpl i ant surrogate recoveries
ti mes CRQL 2. If re-analysis does not solve
the problem re-extract and re-
anal yze
Matri x Spi ke One MsS/ MsD set per 75-115% of expected val ue; 1. Report in Case Narrative
and Matrix batch or SDG (1 Ms/ MsSD
Spi ke Duplicate set per 20 sanples #15 RPD between MS and MSD
( Ms/ MsSD) m ni mum
Laboratory One per batch or SDG 60- 140% of expected val ue 1. Re-extract and re-analyze the
Control Sanple LCS and all sampl es associ at ed
(LCS)® with the non-conpliant LCS

a SDG - Sanple Delivery Group - each case of field sanples received; or each 20 field sanples within a case;
or each 14 cal endar day period during which field sanples in a case are received.

b Spi ke each target conpound into the LFB at a concentration of 0.25 Fg/L.

Perform weekly MDL checks according to Section 9.4 of Method 504.1 and anal yze a sanple from an externa
source quarterly according to Section 9.5 of Method 504.1. Docunent outliers in the case narrative.

Dilute and re-anal yze sanples with concentrati ons exceeding the range of the calibration curve. Results for
such re-anal yses should fall within the m d-range of the calibration curve. Report results and submt
docunent ation for both anal yses.

Second columm confirmation is required for all positive results. Confirmation nmust be perforned on a colum
of a phase different fromthat used for quantitation. Confirmation analyses nust neet all calibration
criteria specified in Table 2 and bl ank acceptance criteria specified in Table 3.
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