








C™"TIFICATION STAT-M™MT

I certify that this data package is in compliance with the terms and
conditions of the TPP 16772 and QAPjP ALO-001 for com =teness. Release of
the data contained in this hard copy data package and in the computer-readable
data submitted on floppy diskette has een authorized by the Project Manager
or the Project Manager’s designee, as verified by the following signature.

T oo oo an

200-BP-1 Project Manager
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TABLE 1: 200-BP-1 Sample Numbers

WHC PNL .0 *Analyses
Sample Numho+ Sam * Number Sample Type Requested
BO1SH7 92-05877 Soil Full Suite
B01SJO 92-05878 Soil CN Suite
B01SJ2 92-05879 Soil CN Suite
B01SJ4 92-0' 30 Soil CN Suite
B015S2 92-0! 31 Water ([ Suite
BO1SBO 92-0! 32 Water CN Suite
B01SB4 N 92-05953 Soil Full Suite
B01SC8 92-05954 Soil Full Suite
BO1SFO 92-06336 Soil CN Suite
BO1SGO 92-06337 Soil CN Suite
B01SG8 92-06338 Soil CN Suite

CN Suite - Total CN, Free CN and Complex CN

Full Suite - Anions, Bismuth, CLP Inorganic Target Analytes,
Radiochemistry Suite, TOC and CLP Organic Tar¢ . Compounds
(as defined in Introduction, pg 2.)












standard (spiked method blank) were within the +10% window; except for NO,-N
which was at 89% recovery.
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CUST ID

BO1SH7

B01SB4

ALO #
92-05877

92-05953

TABLE 3A: ANION IC ANALYSIS DATA TASK 2 & 4 SDG 17

NITRITE (ND2-N)
---------- €3----- -----=coc-(B----= ---=----% RECOVERY--------
cl c2 cs5 SMPL+ DUP+ ~=-C3--- -—- C6--- --- C4---
SAMPLE DUP BLANK SPIKE SPIKE  SPIKE  SPIKE SMPL pup CNTRL
(mg/Kg) C (mg/Kg) C RPD (mg/Kg) C (mg/Kg) (mg/Kg) (mg/Kg) (mg/Kg) SPIKE  SPIKE STD.  Q
17.5 16.6 5% 0.8 U 89%
42.7
16.1 5% 32.6 15.5 31 15.5 106% 96%

BO1sC8

1. 5 ppm NO2 spike in extract OR 5 ppm X dil. factor / frac. solids
<pe run narrative.

2. I values have been calculated usi

3. 100% extraction efficiency assumed n defining dil. factor as (diluent vol / sample wt)

-05

X 1.00 gm/ml.

(= 8, -

CRDL=

C5: Method Blank ; C4:
Estimated IDL =
1.0 mg/Kg.

0.8 mg/Kg.

Quality Flags [Q]

E: Estimated value, interference present

N: Soike recovery not within control limits

*: ylicate analysis not within control limits

spike in sample;

sample duplicates OR the two sample plus spike values.

Concentration Flags [C]
Spiked Blank; nominal sample wt=2.00gm. B: IDL <= [Analyte] < CRDL
U: [Analyte] < IDL
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CUsT ID

ALO #

€1
SAMPLE
(mg/Kg)

TABLE 3B: ANl  IC ANALYSIS DATA TASK 2 & 4 SDG 17

NITRATE (NO3-N)

SPIKE SMPL oup CNTRL
(mg/Kg)  SPIKE SPIKE ST0. Q

BO1SH7
BO1SB4

Boiscs

92-05877
92-05953

92-05954

__________ C3--_-- [
c2 €5 SMPL+ DUP+
DUP BLANK SPIKE SPIKE  SPIKE
C (mg/Kg) C RPD (mg/Kg) C (mg/Kg) (mg/Kg) (mg/Kg)
421 10% 0.8 U
7% 854 11.5 793

1. 5 ppm NO3 spike in extract OR 5 ppm X dil. factor / frac. solids spike in sample:
<ee run narrative,
D values have

C5:

DL

Estimated IDL =
CRDL = 1.0 mg/Kg.

2 en calculated v<ing s )le olicat OR the two sample plus spike values.
3. 100% extraction etficiency assum¢ in detining dil. factor as (diluent vol / sample wt)

X 1.00 gm/ml.
Method Blank ; C4:

0.8 mg/Kg.

Spiked Blank; nominal sample wt=2.00gm.

11.5 626% 96%

Quality Flags (Q]
E: Estimated value, interference present
N: Spike recovery not within control limits
*. [ licate analysis not within control limits

Concentrat Flags (C]

B: IDL <= [Analyte] < CRDL
U: [Analyte] < IDL
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TABLE 3C: ANION IC ANALYSIS DATA TASK 2 & 4 SDG 17
PHOSPHATE (PO4-P)

---------- C3----= =========-Cf=nmnn ----ce--% RECOVERY--------
cl r2 cs5 SMPL+ DUP+ o C6--- --- c4---
SAMPLE P BLANK SPIKE SPIKE SPIKE SPIKE SMPL DUP CNTRL
CUST ID ALO # (mg/Kg) C Kg) C RPD (mg/K C (mg/Kg) (mg/Kg) ( Kg) (mg/Kg) SPIKE SPIKE STD. Q
BO1SH7 92-05877 8.3 8.1 2% 1.7 U 97%
B01SB4 92-05953 112
B01SC8 92-05954 98 4% 115 16.5 111 16.6 102% 78%
NOTES: Quality Flags {Q}

E: Estimated va- ., interference present
1. 5 ppm P04 spike in extract OR 5 ppm X dil. factor / frac. solids spike in sample; see run naN: Snike recovery not within control limits

see run narrati *. slicate analysis not within control limits
2. RPD values have been calculated using sample duplicates OR the two sample plus spike values.
3. 100% extraction efficiency assumed in defining dil. factor as (diluent vol / sample wt) Concentration Flags {[C]
X1.00 gm/ml. e e n
4., C5: Method Blank ; C4: Spiked Blank; nominal sample wt=2.00gm. B: IDL <= [Analyte] < CRDL
5. Estimated IDL = 1.7 mg/Kg. U: [Analyte] < IDL
6. CRDL= 5 mg/Kg.
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TABLE 5: FREE CYANIDE ANALYSIS FOR TASKS 2 & 4

SDG #17
------ % Recovery ------
==J5-- e J3 —emmm e Jb e e J6 ----- --J3-- --J6-- --J4--
Sample Sample Matrix Sample+ Spike Control Standard ODup. + 2 Dup. + Control
Jl dup. J2 Blank Spike Added Std. Added Spike 1 Spike Spike Std. Q
Sample ID# PNL Log# mg/kg o mg/kg C RPD ug/L € mg/kg /kg  mg/kg mg/kg mg/kg mg/kg Rec. Rec. Rec. Flags
( y 20, 1992)
BU1SH? 92-05877 1.65 2.08 23 5 U 6.57 5.12 5.62 5.00 6.27 5.02 96 92 112 H,*
(May 14, 1992)
BO1SB4 92-05953 2.66 2.50 6 5 U 4.03 1.26 3.72 1.23 109 86 H
BO1SC8 92-05954 3.54 H
Concentration Flags [C] Quality Flags [Q]

U : [ANALYTE] < IDL H: Hold time not met
B : IDL <= [ANALYTE) < C . E: Estimated Value
N: avery not within control limits
* buplicate Analysis not within control limits
CRDL = 1.0 mg/kg (solids)
Estimated IDL = 5 ug/L (1iquids), 0.05mg | (solids)

1. 100X spike level is expected to be 50 ug in the extract and 5 mg/kg in a 0. 2 gm sample containing no moisture: 5/14/92 samples were run at
1/4 spike level.

2 100 X extraction efficiency is assumed in defining the extraction dilution as (diluent vol / sample wt) x 1.00 gm/ml .

3. J5 The method blank value has been used in this column. J4 Control Std. is the spiked method blank.

4, The RPD values have been calculated us duplicate results.

5 Sample 92-05877 analyzed 5/20/92; Samples 92-05953,92-05954 on 5/14/92.















These spike cont itrations are 25 to 200 times higher than those
prescribed for GFAA analyses. This condition was reported to the
Program Mana¢ - and authorization waé received to proceed with the
use of the digestates containing the high spikes. Although the
pre-digestion spike concentrations were extremely high, the

1 :overies for these solutions were quite good as expected.
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For the 5/21/92 Hg analysis batch the average recovery for the three
ICV/CCV analyses was 98.6% with a standard deviation ' 2.4%. The analysis of
the LSC (0287) sample was 9.6 mg/Kg (within the 8.5-17.0 certified range).

Tt pre-digestion spike recovery was 101%. Precision, as indicated by the RPD

from two sets of sample and duplicate analyses, was approximately 10%.
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TABLE 8: Hg COLD VAPOR AA ANALYSIS DATA FOR TASKS 2 & 4

S0G #17
SOLID SAMPLES
------------- B3 (a)
Bl B2 BS mmmmmmmemeeee- B4
------------------------------------ Sample Digest -------
Sample Flags Dupl. Bl1&B2 Blank +Spike Spike LCS
Sample ID# PNL Log# mg/Kg C Q mg/Kg C %RPD mg/Kg C mg/Kg ¥%rec mg/Kg
BO6809+ 92-06904 0.03 0.04 11% 0.004 U 0.24 101% 9.56
BO1SH7 92-05877 0.26 0.24 6%
BO1SH7$ 0.21
BO15B4 92-05953 0.10
BO1SB4$ 0.06
B0O15C8 92-05954 0.13
BO1SC8$ 0.11
SRM 2704 1.30

+ B06809 not part of SDG 17, included f~r QC purposes for 5/21/92 analyses.
$ Results are from 4/24/92 analyses, Sg @ & RPD Failed.

(a) B3 Predigestion Spike = 0.05 ug Hg ir 25 mL aliquot. (Analysis aliquot: sample 25mL, spike
{b) LCS 0287 Hg certified 12.7 mg/Kg | nge 8.5 to 17.0 mg/Kg)

(c) If analyzed, NIST SRMz/ud certified »r 1.47 ug/g Hg

(d) RPD only calculated {f both sample ¢ duplicate are >IDL

(e) IDL = 0.04 ug/L [or 0.004 mg/Kg -- { 4ug/L * 0.1L) / lg]

(f) CROL = 0.2 ug/L [or 0.02 mg/Kg -- (0.zug/L * 0.1L) / 1q]

(g) Calibration standards NIST SRM3133, ICV/CCV standard Johnson-Matthey 14395

89%

10mL)
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CEPTTFICATION STATEMENT

I certify that this data package is in compliance with the terms and
conditions of the TPP 16772 and QAPjP ALO-001 for completeness. Release of
the data contained in this hard copy data package and in the computer-readable
data submitted on floppy diskette has been authorized by the Project Manager
or t @ Project Manager’s desig ‘e, as verified by the following signature.

- Qe » v~/ /79 o

B. M. Gillespie Date
200-BP-1 Project Manager
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sample ID  Sample #

BO1SH? 92-05877 1
B01SB4 92-05953-K-1
BOI1SC8 . 92-05954-K-1

92-06964-K-1+
92-06964-K-2+
92-06964-K-4+
92-06964-K-4+
92-06964-K-5+
92-06964-K-4+

RIT]  ANALYSIS DATA FOR TASKS 2 & 4

TABLE 15: T
TRITIUM  SDG #17
Tritium +/-
Sample Type (pCi/g) 1 sigma*
Soil 31.8 5.3
Soil 38.4 1.8
Soil 35.0 3.0
Soil 7.9 1.3
Duplicate < 4
Matrix ke 707 15
Blank S-.-e 3618 75
Methoc ink < 4
Yield e to determine fs

RPD

na

Conc.
(pCi/q)

766

+/-
1 sigma*

14

* Dne sigma uncertainties are based pr gation of mass, volume, and counting uncertainties.

**Recovery Correction Factor, Fs.

na: not applicable

+ Included for QC purposes.

Spike RCF
% Rec. Fs**
91
86
87.5

‘e






















*

oy
L

D Analysis was performed on a diluted sample.

E Indicates that Quantitation was outside the
calibration range.

T 1tatively Identified Compounds: As shown in the attached 1E forms,
there were no non-CLP target Ci pounds in the Blank.

In sample 92-05953 and 92-05953DUPE, a series of late eluting Unknown
Alkanes were observed at the m level. Sample 92-05954 and 92-05954DUPE also
contained Unknown A1l ies, but at a much lower level. These late eluting and

coe .ing alkanes are likely to include dodecane, tridecane, tetradecane, a
branched alkanes.

The sample 92-05877 and 92-05877DUI contained an nknown. This Unknown is
Tikely to be either a cyciic alkane or an alkene.
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Samples were delivered to analysts directly, therefore no PNL Chain of
Custody was required.

B02-co2
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CERTIFICATION STATEMENT

I certify that this data package is in compliance with the te ; and
conditions of the TPP 16772 and QAPjP ALO-001 for completeness. Release of
the data contained in this hard copy data package and in the computer-readabie
data submitted on floppy diskette has been authorized by the Project Manager
or the Project Manager’s designee, as verified by the following signature.

B. M. Gillespie Date
200-BP-1 Project Manager
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