PERCHLCRATE i n WATER by | ON CHROVATOGRAPHY
Modi fied 2 EPA Method 300.0 (Revision 2.1, August 1993)

Tabl e 1. Summary of Contract Required Detection Linmits, Holding Times, and
Preservation for Perchlorate
Anal yti cal Cont r act Techni cal and Contract Preservati on
Par anet er Requi r ed Hol di ng Ti mes
Det ecti on
Limt
(CROL)
Perchl orate 5.0 pg/L Techni cal : 28 days from Cool to 4°C x2°C
col | ection;
Contract: 21 days from
receipt at |laboratory

a EPA Method 300.0 nodified for the analysis of perchlorate in water as
described in the California Departnent of Health Services (DHS) nethod
(Sanitation & Radiation Laboratories Branch; Determnation of Perchlorate by
lon Chronatography, Rev. No. 0, June 3, 1997).

Data Cal cul ati ons and Reporting Units:

Cal cul ate the sanple results according to Section 12 of EPA Method 300.0
(Revision 2.1, August 1993) or Section 12 of the California DHS nethod.
Report sanple results in the concentration unit of mcrograns per liter
(ng/L). Report perchlorate concentrations which are $10 pg/L to three
significant figures and perchlorate concentrations which are <10 pg/L to two
significant figures.

For rounding results, adhere to the follow ng rules:

a) If the nunber followi ng those to be retained is less than 5, round
down;

b) If the nunber following those to be retained is greater than 5,
round up; or

C) If the nunber following the last digit to be retained is equal to
5, round down if the digit is even, or round up if the digit is
odd.

Al records of analysis and cal cul ations nmust be legible and sufficient to
recal cul ate all sanple concentrations and QC results. Include an exanple
calculations in the data package.
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Tabl e 2.

Summary of Calibration Procedures for Perchl

orate by Modified EPA

Met hod 300.0
Calibration El enent Frequency Accept ance Corrective Action
Criteria
Initial Calibration Initially; monthly; or r $ 0.995 1. Terninate anal
(m ni num bl ank + 5 whenever required due 2. Recalibrate an
poi nts for to failure of IPC sanpl e anal ysi s

perchlorate)(l1CAL) & b

| nst rument
Per f or mance Check
(IPC ¢ (Separate
source from | CAL
st andar ds)

Fol | owi ng the
calibration and prior
to sanpl e anal ysis;
after every 10 sanpl es;
and end of run

+ 10% from
expect ed
concentration

1. Recalibrate an
2. Reanal yze sant
good | PC

Retention tine
eval uation for | PC
st andard

Each anal ysis of |PC
st andard

+10% from
expect ed
retention tine

1. Recalibrate an
2. Reanal yze sang
good | PC

Cal i bration Bl ank
Verification (ICB,
CCB)

After | CAL; every I|IPC
and end of the
anal yti cal sequence

< CRDL

1. Term nate anal
2. ldentify and d
3. Recalibrate, v
al | associated sa

CRDL Verification
St andar d

After initial |PC CCB

+ 20% from
expect ed
concentration

1. Reprep and res
2. Recalibrate an

a2 The | ow | evel

standard should be at a concentration equal

required detection limt (CRDL).

b Report the retention tine w ndow for each anal yte.

wi ndows as +*10% of the mean retention tine for each analyte in the calibration

st andar ds.

to the contract

Determne retention tine

¢ The I PC standard sol uti on should contain perchlorate at a concentration
different fromthe concentration of perchlorate in the calibration standards.

Per chl . CRF

2 of 3

Revi si on 01/21/ 2000



Tabl e 3. Summary of Internal Quality Control Procedures for Perchlorate by
Modi fi ed EPA Met hod 300.0

QC El enent Fr equency Acceptance Oriteria Corrective Action

Laborat ory One per Batch or SDG @ < CRDL 1. If lowest sanple c
Reagent Bl ank (1 per 20 sanples than 10X the bl ank co
(LRB) m ni num 2. |If sanples are non

3. If detected sanple
| ess than 10X bl ank ¢
sanpl es must be prepa
anot her et hod bl ank

Duplicate One per batch or SDG RPD <20% f or sanpl es 1. Flag associ ated da
Sanpl e ( DUP) (1 per 20 sanples >5X CRDL; + CRDL for

m ni mum sanpl es <5X CRDL
Labor at ory One per batch or SDG + 25% from expect ed 1. Flag associ ated da
Fortified (1 per 20 sanples val ue
Matrix (LFM P m ni mum
Laboratory One per batch or SDG + 10% f r om expect ed 1. Terminate analysis
Fortified Bl ank (1 per 20 sanples concentration 2. ldentify and documr
(LFB) m ni mum 3. Reanalyze all asso

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

b If the LFM sanpl e exceeds the calibration range, the sanple must be dil uted
appropriately, re-spiked, and reanal yzed.

Dilute and reanal yze sanples with concentrati ons exceeding the range of the
calibration curve. Results for such reanal yses should fall within the

m d-range of the calibration curve. Report results and submt docunentation
for both anal yses.

Perform confirmatory techni ques, such as sanple dilution and spi ki ng, when the
identification of a peak in the chromatogramis questionable. Spike the
sanple with an appropriate amount of the relevant standard and reanal yze.

Anal yze a |l aboratory bl ank after the analysis of an unusually concentrated
sanpl e to check for contam nation by carry-over. Any sanple with perchlorate
present at a concentration 2x the calibration range is considered an unusual ly
concentrated sanpl e.
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