Quantitation Report

Data File : D:\HPCHEM\J.\DATA\GBIBOS\PG3i9f}3.'?.D Vial: 17

Acg On : 19 Mar 2005  3:21 pm Operator: JG/MS/CLS
Sample : BLANK . Ingt 1 GCMS1

Misc T IX 10ML Multipir: 1.00

MS Integration Paramg: DIOXANE.P

Quant Time: Mar 21 7:48 2005 Quant Results File: DX021605.RES

Methed : D:\HPCHEM\ 1\METHODS\DX031905 .M (RTE Integrator)
Title : 8260 1,4-Dioxane Ini. Cal. (os/02/02)

Lagt Update : Mon Mar 21 07:49:3¢ 2005

Response via : Initial Calibration WA
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Quantitation Report {QT Reviewed)

Data File : D:\HPCHEM\l\B&T&\031905\?9319018.B Vial: 18
Acg On : 19 Mar 2005 3:54 pm Operator: JG/MS/CLS
Sample : 1.0 PER CAL Inst : GCMS1
Misc : 1X 10ML Multiplr: 1.00
MS Integration Params: DIOXANE.P
Quant Time: Mar 21 7:48 2005 Quant Results File: DX021605.RES

Quant Method : D:\HPCHEM\1\METHODS\DX021605.M (RTE Integﬁzfor)

Title : 8260 1,4-Dioxane Ini. Cal. (05/02/02)
Last Update : Wed Feb 16 15:53:54 2005 \\Q
Response via : Initial Calibration \{}
Datadgg Meth : DX021605 q)&%(}\
Internal Standards R.T. QIon Response ¥ Conc Units Dev{Min)
1) Pentaflucrobenzene (I§) 19.56 1) 42387 1.00 ug/L 0.00
3} 1,4-DIOXANE-d8 12.35 64 6173 25.00 ugfL G.00
5} 1,2,3-Trichloropropane-ds ¢.o00 79 4] 0.00 ug/L -15.08
System Monitorxing Compounds
2) Dibromofluoromethane (SUL1) 10.07 113 3733 0.11 ug/L .00
Spiked amount 1.000 Range 80 - 1290 Recovery = 11.00%4
Target Compounds Quvalue
4) 1,4-DIOXANT 12.43 88 668 1.24 ug/L 97
6) 1,2,3-Trichloropropane 0.00 75 O N.D.
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(#) = qualifier ocut of range (m) = manual integration 40
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Quantitation Report

Data File : D:\HPCHEM\1\DATA\031505\P0319018.D vial: 18

Acg On 1% Mar 2005  3:54 pm Operator: JG/MS/CLS
Sample 1.0 PPB CAL Inst : GCMS1

Misc : 1X 10ML Multiplr: 1.60

MS Integration Params: DIOXANE.P

Quant Time: Mar 21 7:48 2003 Quant Results File: DX021605.RES

DT

Method H D:\KPCHEM\l\METHO})S\BXQZlSOS.H {RTE Integrator)

Title . 8260 1,4-Dioxane Ini. Cal. (05/02/02)

Last Update : Wed Feb 16 15:53:54 2005

Response via : Initial Calibration A

Abundance TiC: PO318018.D
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Method
Title

Last Update

Regponse via

: Mon Mar 21 12:54:07 2008

Calibration Status Report GUMS1

D:\HPCHE%\l\METHGSS\DXDS1905.M {RTE Integrator}
i,4-Dioxane Ini.

8260

Initial Calibration

Path\File

N MR MLt e e e e UK W W e ek W e o v TR Ae AR ok e

Cal.

{05/02/02)

D: \HPCHEM\ 1\DATA\031905\P0319018.D
D:\HPCHEM\ 1\DATA\031905\P0319010.D
D: \HPCHEM\ 1\DATA\031905\P0319011.0

D: \HPCHEM\ 1\DATA\031905\P0315012.D
D: \HPCHEM\1\DATA\031905\P0318013.D
D:\HPCHEM\1\DATA\031905\P0319014.D
D: \HPCHEM\ 1\DATA\031505\P03159015.D

# ID Cone IsTe
Cone
i1 o i
2 2 4 1
315 1 1
4 10 1 1
5 2¢ 2 1
& 50 5 i
7 100 16 1
I Update Time
11 Mar 21 07:49
2 2 Mar 19 14:55
35 Mar 15 14:55
4 10 Mar 19 14:5%
5 20 Mar 19 14:55
& 50 Mar 19 14:55%
7 100 Mar 19 14:5%
DX0331505 .M

Quant Time

Mar
Maxr

o7
13
13
13

13:

14

14:

148
143
: 43
:37
37
:18
54

Acgquisition Time

Mon Mar 21 12:55:30 2005

20405 3:54
2005 11:26
2005 11:89
2005 12:32
2005 i:05
2005 1:38
2008 2:11

GCMS1

S
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Compound List Report GCOMSL

Method : D:\HPCHEM\ 1\METHODS\DX0313%05.M (RTE Integrator)
Title . 8260 1,4-Dioxane Ini. Cal. {(08/02/02)

Last Update : Mon Mar 21 12:54:07 2005

Responge via : Initial Calibration

Total Cpnds : &

PRE Compound Name QIon Exp RT Rel RT Cal #Qual A/H ID
1z ventafluorobenzene (18] 99 10.57 1.000 A )1 B

2 8 Dibromoflucromethane (SU1) 113 10.07 0.953 F-A A R
3z 1,4-DIOXANE-AdS8 64 12.3% 1.000 A B

4 T 1,4-DICXANE 88 12.43 1.007 L A B

8 I 1,2,3~Trichloropropane-ds 79 15.08 1.000 A A B

8 T 1,2,3-Trichlorcpropane 75 15.08 1.000 A A B
Cal A = Average L = Linear LO = Linear w/origin Q = Quad QO = Quad w/origin

= number of gqualifiers
A/H = Area or Helght
= R.T. B=R.T. §Q ¢ = Qvalue L = Largest A = All

DX031905.M Mon Mar 21 12:55:24 2005 GCMS1
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Regponse Ratio

fi/\
1, 4-DIOXANE /b\ >

L e e e

Q 1 2 3
Amount Ratio

Resp Ratioc = 1.88e+000 * Amt + 2.76e-602
Coef of Det (r*2) = 6.999 Curve Pit: Linear

Method Name: D:\HPCHEM\1\METHODS\DX031905.M
Calibration Table Last Updated: Mon Mar 21 12:54:07 2005
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Quantitaticn Report (QT Reviewed)

Data File : D:\HPCHEM\1\DATA\031505\P0313018.D vial: 18

Acg Om : 19 Mar 2005  3:54 pm Operator: JG/MS/CLS
Sample : 1.0 PPB CAL @ﬁ, Inst : GOMS1
Misc : 1X 10ML K; Multiplr: 1.00

MS Integraticon Params: DICXANE.P
Quant Time: Mar 21 12:54 2005

guant Resulis File: DX031905.RES

Quant Method : D:\HPCHEM\1\METHODS\DX031%05.M (RTE Integrator)

Title : 8260 1,4-Dioxane Ind. as5/02/02)
Lagt Update : Mon Mar 21 12:54:07 20035 : Q\
Response via : Initial Calibration cgg}
DataAcq Meth : DX021605 C%§8>
Internal Standards R.T. QIon Response YCone Units Dev{Min)
1} Pentafliucrobenzene (I3) 19.56 99 42387t:, 1.00 ug/L §g.00
3} 1,4-DICKANE-dS 12.35 64 6173 25.00 ug/L 0.00
5} 1,2,3-Trichloropropane-ds .00 79 0 0.00 ug/L -15.08
System Monitoring Compounds
2) Dibromofluoromethane {SUL) 10.07 113 3733 0.12 ug/L 0.00
Spiked Amount 1.000 Range 80 - 120 Recovery = i2.00%4
Target Compounds \‘% ) i< Qvalue
4) 1,4-DIOXANE 12.43 88 668 1.07 ug/L 96
6) 1,2,3-Trichloropropane c.o0 75 o N.D.

{#) = qualifier out of range (m) = manual integration
BAITAATD T TIVYATIANS M Mo Moy 31 173.84 .40 D0AN0E [elgy Lion

Pa
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Data File
Acg On
Sample
Misc

ok ke ke

Quantitation Report

D \HPCHEM\1\DATA\031905\P0319018.D vial:
19 Mar 2045 3:54 pm Operator:
1.0 PPB CAL Inst :
1X 10ML Multiplr:

MS Integration Params: DIOXANE.P

Quant Time: Mar 21 12:54 2005

Method
Title

Last Update
Response via

D:\HPCHEM\ 1\METHODS\DX031505.M {RTE Integrator)
8260 1,4-Dioxane Ini. Cal. {(05/02/02)

Mon Mar 21 12:54:07 2405

Initial Calibration

CQuant Results Pile:

18
Jg/Ms/CLs
GCMS1
1.00

DX031905.RES

A

Abundance
23000
22000
21008
20000
18000
18000
17000
18000
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13600
12000
11000;
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i
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| 8000
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i 4500
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1,4-DIOXANE BY METHOD 82608 SiM

Data File Name PO3180108.D
Data File Path DAHPCHEMIDATAI1905L
Sampie Name SS/ICCY

Date Acquired 311972008 4:27
Operator JG/MS/ICLS
Acyg. Method Fila DX021605

GOMS1

INTERNAL STANDARDS
FPentafluorobenzena (IS}
1,4-DIOXANE-i8

SURROGATE
Dibromofiucromethane (SU1)

TARGET ANALYTE
1,4-DIOXANE

Paga 1 of 1

CAL RESPONSE
AT07T1
5034

AMOUNT
1.08

AMOUNT
8.78

DAHFCHEMWIDAT A ITH0SPOI12019.D

TARGET RESPONSE
48539
4518

% RECOVERY
1077

TRUE VALUE
10.00

CAHPCHEM\CUSTRPT\DXCCV.CRT

4

\%
LOWLIMIT  HIGH LIMIT
23538 94142
2817 10068
Low High
ac 125
RECOVER Low
97.48 70

T
TRUE
TRUE

TIF
TRUE

High
130

TE
TRUE

32145 1

i p e



guantitation Report {QT Reviewed)

Data File : D:\HPCHEM\1\DATA\031905\P0319019.D vial: 19

Acg On : 18 Mar 2005 4:27 pm Opexator: JG/MS/CLS
Sample : 8s/Ccv Inst : GCMS1
Misc 1 IX 10ML Multiplr: 1.00

MS Integration Params: DICKANE.P

Quant Time: Mar 21 12:54 2005 Ouant Results File: DX0319¢5.RES

CQuant Method : D:\HPCHEM\1\METHODS\DX031305.M (RTE Integrator) <§§
Title : 8260 1,4-Dioxane Ini. Cal. (05/02/02) \?}
Last Update : Mon Mar 21 12:54:07 2005 QD

Response via : Initial Calibration
DataAcg Meth : DX021608 AN

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Pentafluorobenzene (I8) 10.56 99 465357 1.00 ug/L 0.00
3} 1,4-DICKANE-d8 12.35 64 4918 . 25.00 ug/L 0.80
5} 1,2,3-Trichloropropane-ds 6.00 79 o 0.00 ug/L -15.08

System Monitoring Compounds
2} Dibromofluorcomethane (SUl} 10.07 113 317885 1.08 ug/L 0.00
Spiked Amount 1.0080 Range 80 - 120 Racovery = 108.00% -~

Target Compounds Qvalue
4} 1,4~-DIOXANE 12.43 a8 3745 9.75 uyg/L S 93
6} 1,2,3-Trichloropropane 0.00 75 0 N.D.

e o o ww wm ok ke M AL A ek e W Sk M wk e W S A o b om e A e W L A L AR TG TR TR G W e e e e em e e e e kW ek R e T A e e e e e

{#} = qualifier out of range {(m) = manual integration
POI19019.D DX031905.M Mcon Mar 21 12:55:20 2005 GCMS1

Pa
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Data PFPile

Acg On
Sample

Misc

Quantitation Report

D: \HPCHEM\1\DATA\031905\P0319019.D vial: 1%

19 Mar 2005 4:27 pm Operator: JG/MS/CLS
1 §s/cev Inst : GCMS1

1X 1OML Multiplr: 1.00

MS Integration Params: DIOXANE.P

Quant Time: Mar 21 12:54 2005

Method

Title

Last Update
Response via

Quant Resgults File: DX031%05.RES

H D:\HPCHEM\}.\METHOBS\DXQEIE‘DS.M {RTE Integrator)
: 8260 1,4-Dioxane Ini. Cal. {(05/02/02)
: Mon Mar 21 12:54:07 2005
Initial Calibration Y

Abundance

25000
24000
23000
22000
21000
20000
19000
18000
17000/
16000
15000
14000
13000

12000

11000

10000

E

8000
7000
6600

|
5000!

4000!

: ]
1 H

© 3000/

| 2000

© 1000

TIC: PO318019.D /K)
.

whonzene {£5),1

Diromoflucromathans {SU1 5

1,4-DrC RP R ANE 8.1

% |
- | i i {
FL R S | WA ST YD LPUUNPIN WL N RSl

R B .

|

.

i
Time->

-

YT T LA S Jas A Mtk S S B e e i a2

19.00 2000 21.00 22.00 23.00

L e e o S o A
9.00 1000 11.00 1200 1300 14.00 1500 16.00 17.00 1800

ey

PO319019.0 DX031%05.M Mon Mar 21 12:55:20 2008 GOMAN
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— Date Anaiyzed: éf*’ (‘3”"*{"(

Y
.

N

L

Compare the areg counts with the low standard on file )
i<, then feport as N.D., with no flag

if > then ‘@port from RSD curve and flag that curve is out
Or report at an elevated RL as compared to g curve standard

3. Initigl Midpoint 1 L.CS / BFB Tune

(624: use Tabie 5) (524.2: £30%) (8260B: see control chart)
SPCCs met criteria? CCCs met criteria (x20%)7

4. Checked integration of al| peaks in Midpoint?
5. Meihod Blank < Report Limit, if not is data flagged? '

(624: every 2p Sampies) (524.2: every 12 hours} (82608: every 1“2 hours})
B, MSIMSD {every 20 sampies) ' '
{624 use Table 5) (524.2: N/A}  (B260B: see Control Chart)
All samplas mat helding time? {Soil 72hr ext, 7M4ddays waier)
All water samples checked to be piH < 27 (Nole this on the sequance file) _
. LC§ every 20 samples .

{624: See Tapla 5) (524.2: £30%) (B2B0B: See Control Chart)

10. Conl. Midpoint / LCS / BFB Tune done avery 12 hours

{624. use Tahle 5) (524.2: +30%)  (B260B: see control chart)

SPCCs met crileria? ‘ CCCs met criteria {£20%)7

1. Surrogates within acceptance fimils
(624 /8240 82808: See Contral Chart)

12, Witerna) Standards within accepiance fimils
{624 /5242 82608: response must be -50 1o +100%). ]
13. Manual fe-integration(s) performeq? ’

© = N

yes: no: . o
o ¥
14. Correclive Action Report required? /
ves: (Attached) no: '
5. Reports impactag by the Corrective Actian Report 5
——— .
M ¥ 3 ~ -
- | ' afos
L1 Reui O 4
eviewer / Date:
— j . ',
e 3

A3

s RCRR ] <

ai o trn

[ gk 1

PEER
. METHOD CRITERIA REVIEW
1. Seguence Filg ig printed and in the file folder? A
Standard IDs and analyst's initials are present?
- 20 indtat Calibration met criteria? o _
T & Pring Calibration as Average ReSpgnse Factor ——
s (624 RSD < 35%) %,
58;26061 S 30% for CCCs, < 15% for alf,.sther Campounds, SPCCsa mat Criteria)
(524.2: R8D ¢ 20%)
b. Hnon CCC RSO » 15%, print oul the curve as Linear Regression ——
r20.988 or 23 0.90 {do net force through zero for 82608)
& Hnon CCC RSO > 15%, print out the Curve as Quadratic e
20885 or ? 2 009 {do not force through zero for B260B8)
d. Cnoose option (b or ¢) with the izast negative intercept N
€. Requant the jow {RL) standard agamnst the curve S
Must be x 30%, file with the, calibration for reference
f. If samples contain Regative values then: e,

v
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DMAP GC/MS 1 DAILY LOG SUMMARY

DATE: Y~(G~as™

ANALYST: &5

QC BATCH # (s) :
SEQUENCE FILE: C:\GCMSI\DATA\ gy /e _ <

P> &7 e

CALIBRATION METHOD(S): \y034p5. 7

REVIEWER / DATE: (O ({1 a5
U~

GCMS1R~1.XLS

|

|
i
|
|

!

POS SAMPLE EPA
# FILENAME SAMPLE ID.CLIENT VOL. pH | METHOD | MATRIX COMMENTS
| Poigare frpe - M| €245 | fzo

LI [ 02 Cév (fateme | | | 4 )
2 03 g / [ ] sdeid
31 | ¢y Ll — 1] L Eey
“q & Ppzee-a p 0F (v L7

7 %) fobozze-of 4 |lvig.d ||

¢ OOl BDigpg~ s, 't / 8025/

7 2 L gy A L

% 24| bz oy A

4 (0| Fopoius~cr A P Dande
(o (( L o2 A .

% (L] ooty 4 \

QL (3] K s er \

38 A 1 LA VT AT BCL.L || |\ ——

| < i L 04 1 VT

o /
X // -
Al T
A
//
/
Pl J—
:;______,..-—-"’"/ P —.
STANDARD ID NUMBERS
Cev/ ?

H,0 LCS/H20 SPIKE: 20U 1L Internal Std: Wb
CALIBRATION STD: Ve I8 / Surrogate | BEB: =58 5524, 50Y ctrss,

Page 87 of 100
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e

K Injection Log Yot g™
Directory.  D:AHPCHEM\T\DATA\041805 7
Line Vial FileName  Multiplier SampleName Misc info injected
1 1 P0418001.D 1. TLOTUNE/BLANK 1X 10ML 18 Apr 20@@)
2 2 P0418002D 1. P5D1803-8S1 /C0V 1X 10ML 18 Apr 2005770
3 3 P0C418003D 1. P5D1803-B8D1 /L6 DUP 1X 10ML 18 Apr 2005 11:06
4 4 PO418004D 1 P5D1803-BLK1 / i 1X 10ML 18 Apr 2005 11:38
5 5 P04180050 4 pod0222-05 10X 10ML 18 Apr 2005 12:11
6 6 P041800SD 1 podo370-01 1X 10ML 18 Apr 2005 12:44
7 7 P0418007T.D 1 p5d1803-ms1 1X 10ML 18 Apr 2005 13:16
8 8 P0418008D 1. p5d1803-msd1 1X 10ML 18 Apr 2005 13:49
9 9 P0418009D 1. pod0412-01 1X 10ML 18 Apr 2005 14:22
10 10 PO418010D 1 DO G 0 <., 1X 10ML 18 Apr 2005 14:55
11 11 PO418011D 1 —peesua.ozf""" wale 1X 10ML 18 Apr 2005 15:27
12 12 P0O418012.0 1 pod0411-01 1X 10ML 18 Apr 2005 16:00
13 13 P0418013D 1 ~slean-outbik DNU 1X 10ML 18 Apr 2005 16:33
14 14 P0418014D 1 POD0448-01 10X 10ML 18 Apr 2005 17:0
15 15 P0418015.D 1 L POD0448-02 10X 10ML 18 Apr 2008@
&
o
o
v

Page 1 18 Apr 2005 18:17 53




Data File

Acg Un
Sample
Misc

[T T R

DIOXANE.P

BFB

D: \EPCHEM\ 1\D 041805\ P0418001.D
18 Apr 2005 /%§A§;r1\

TUNE / BLANK \H_,.J
1X 10ML
M8 Integration Params:

Vial: 1

Operator: C8
Inst H

GOMSB1

Multiplr: 1.00

Method : D:\HPCHEM\1\METHODS\DX031%05. (RTE Integrator}
Title 8260 1,4-Dioxane Ini. Cal. {05/02/02)
Abundance TiIC: PO412001.D C’\\UU
300000 \)\\2%\}:3
[ 250000
200000
150000
100000
50000
i
ofw s — S— SO I - -
Time-> 4.60 480 SQG 52{3 54{} 560 580 600 620 640 660 58{) ?Oﬁ 720 ?40 750 780 8.00 820 840
Abundance Average of 6.587 to 6.598 min.. P0418001.D {-)
a5
60000
. 50000
|
{
[ 40000 174
75
30000
20000-
+0000] 50
0000 , 60 | |
a7 62 i g7 |
Ot 88 0 1 L 8 Ll 104 117 128 1 148 155 i 207
“'”{““’E l:va,! T x.‘trl;(E 1’I‘§"!£( vE Ea .;r’T"[‘i‘l T T T T
mig—> 30 40 50 60 70 80 80 100 110 120 136 140 150 !GO 1?9 180 1890 200 210
AutoFind: Scans 411, 412, 413; Background Corrected with Scan 396
Target Rel. to Lower Upper Rel. Raw Resualt
Mass Mass Limit% Limit% Abn% Abn Pass/Fail )
——————————————————————————————————————————————————————————————————— Sz
50 85 15 { 40 17.9 11218 PASSE
75 35 30 &0 52.4 32853 PASS
g5 95 100 1c0 106.0 62636 PASS
i 96 95 5 9 6.4 3382 PAES
173 174 0.00 2 0.0 0 PASS
174 95 50 100 63.7 39857 PASS
175 174 5 g 7.7 3088 PASS
176 174 95 1901 97.3 lggsg PASS
177 176 5 9 6.7 2610 PASS
P04180061.0 DX031905.M Mon Apr 1B 12:11:54 2005 GCMS1
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. Evaluate Continuing Calibration Report y S
-~ ?m@ -
Data File : D:\HPCHEM\1\DATA\041805\PC4L8002.0 vial: 2 5
Aog On : 18 Apr 2005 10:33 am Operator: C§
Sample 1 P8D1803-B81 Inst : GOMS1
Misc : 1X 1loML Multiplr: 1.00
MS Integration Params: DICKXANE.P
Methed : D:\HPCHEM\1\METHODS\DX031905.M {RTE Integrator} \c,é
Title : 8260 1,4-Dioxane Ini. Cal. (05/02/02) \O\
Last Update : Mon Mar 21 07:49:30 2005 \)\\ \;5
Response via : Multiple Level Calibration {%§
(
Min. RRF : 0.100 Min. Rel. Area : 50% Max. R.T. Dev 0.50min
Max. RRF Dev : 30% Max. Rel. Area : 200%
Compound AVgRF CCRF ¥Dev Area¥ Devi{min)
1z Pentafluorchenzene (IS} 1.000 1.000 0.0 98 .00
2 8 Dibromofluoromethane {8U1) 0.756 g.802 -§.1 108 .00
3 I 1,4-DIOXANE-48 1.00¢0 1.000 0.0 149 .00
4 T 1,4-DIOXANE 2.13¢0 1.645 22.8 129 0.00
5 1 1,2,3-Trichloropropane-ds 1.000 1.000 .0 0# -15.08%
6 T 1,2,3~-Trichloropropane 0.000 0.000# 6.0 04 -~15.084#
(#) = Out of Range S8PCC's out = 0 CCC's out = ¢

F0418002.D DX031905.M Mon Apr 18 12:12:34 2005 GCMS1 Pag K5



-
DAHPCHEMITDATAN41808PO4 18002 0
|4 =g e
5
1,4-DIOXANE BY METHOD 82608 SIM
Data File Name PO418002.D

Dats File Path D:1\HPGHEM\DATAL041205,

Sample Name P501803-BS1 / ooV

Date Acquired 418/2005 1033 (9

Operator CS O\\
Acq. Method File DX031905 | \A\ ‘
GOMS1
4
INTERNAL STANDARDS CAL. RESPONSE TARGET RESPONSE  LOWLIMIT HIGH LIMIT T
Pentaflucrobenzene (IS) 47071 46130 23536 94142 TRUE e
1,4-DIOXANE-d8 5034 @ 2517 10068 TRUE
s ol OV = 2 ot~ = 1S, 500
(-U-inﬂ ‘S{)}/L,%C LEeUl = J?SD 7 {
’ ~d
SURROGATE AMOUNT % RECOVERY Low . High THF _
Dibromoflucromethana (SU1) 1.06 106.1 80 125 TRUE
TARGET ANALYTE AMOUNT TRUE VALUE RECOVER Low High TiE
1,4-DIOXANE 5.69 10.00 86.94 70 130 TRUE ‘-
CAHPCHEMICUSTRPTDXCCV.CRT 41985 121 56

Paga 1 of 1
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Quantitation Report {QT Reviewed)

AN

Data File : D:\HPCHEM\1\DATA\041805\P0418002.D Vial: 2
Acg Om 18 Apr 2005 10:33 am Operator: CS
Sample PSD1803-BS1 /“ﬁ\f Inst : GOMS1
Misc . 1X 10ML B, Multiplr: 1.00

M3 Integration Params: DIOXANE.PR

Quant Time: Apr 18 12:11 2005 Quant Results File: DX031905.RES

Quant Method : D:\HPCHEM\1\METHODS\DX031905.M (RTE Integrator) \5)
Title : 8260 1,4-Dioxane Ini. Cal. (05/02/02) EA
Last Update : Mon Mar 21 07:49:30 2005 N
Response via : Initial Calibration \)\
DataAcqg Meth : DX031805
Internal Standards R.T. QIon Response Conc Units Dew({Min)
1} Pentafluorobenzene {(I8) 10.56 99 46139 1.00 ug/L 0.00
3) 1,4-DIOXANE-A8 12.35 64 7500 25.00 ug/L 0.00
5} 1,2,3-Trichloropropane-ds G.00 79 0 0.00 ug/L -15.08
System Monitoring Compounds
2} Dibromofluoromethane (3UL} 10.07 113 36998 1.06 ug/L 0.00
Spiked Amount 1.000 Range 80 - 120 Recavery = 106.00%
Target Compounds Qualue
4} 1,4-DIOCXANE 12.43 88 4938 8.69 ug/L 100
(#) = gualifier out of range (m) = manual integration
P0418002.D DX031905.M Mon Apr 18 12:12:28 2005 GCMS1

Pag K7
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Quantitation Report ég;

Data File D:\HPCHEM\1\DATA\041805\P0418002.D Vial: 2

Acg On : 18 Apr 2005 10:33 am Operatox: C8

Samplie : P3D1803-BS1 Inat 1 GOMSB1

Misc 1 1X 10ML Maultiplir: 1.00

MS Integration Params: DIOXANE.P

Quant Time: Apr 18 12:11 2005 Quant Results File: DX0311905.RES

v

Method : D:\HPCHEM\ 1\METHODS\DX031905.M (RTE Integrator)

Title : 8260 1,4-Dioxane Ini. Cal. {05/02/02)

Last Update : Mon Mar 21 07:49:30 2005

Response via :; Initial Calibration VA
;A!}umiancei TIC: PO418002.D
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DHPCHEMIDAT A1 80510418003 D

1A-DIOXANE BY METHOD 32608 SiM

Data File Name P0418603.D
Data File Path D:AHPCHEM\T\DATA041808)
Sampie Name PSD1803-BSD1 / Lo DUV

Date Acquired 4/18/2005 1106

Operator CS
Acq. Method File DX031905
GOMSY
INTERNAL STANDARDS CAL RESPONSE TARGET RESPONSE
Pentafluorobenzene {iS) 47071 47441
1,4 DIOXANE.-d8 5034 8495
SURROGATE AMOUNT % RECOVERY
Dibromofiucromethane {SU1) 1.07 106.9
TARGET ANALYTE AMOUNT TRUE VALUE
1,4-DIOXANE 8.50 10.00
Page 1 of 1 CHPCHEMCUSTRPTIDXCCV.CRT

2

3
\\9‘\

G

LOWLIMIT HIGH LIMIT

23536
2517

Low
80

RECOVER
85.08

S4142
10068

High
125

Low
74

TIF
TRUE
TRUE

TIF
TRUE

High
130

S

é‘:( ~(§,‘_d§ s

TiF
TRUE

4718708 1211

59
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Quantitation Report {QT Reviewed) é?
Data File : D:\HPCHEM\l\DATA\OélSOS\POQlBGGB.D Vial: 3 ;é
Acg On : 18 Apr 2005 11:06 am Operator: €S
Sample < P5D18403-BSD1 Inst : GCMS1
Misc T 1X 10ML /L£E>(>GQ Multiplr: 1.00
MS Integration Params: DIOXANE.P
Quant Time: Apr 18 12:12 2005 Quant Results File: DX031905.RES
Quant Method : D:\HPCHEM\1\METHODS\DX031905.M {RTE Integrator) (/3
Title : 8260 1,4-Dioxane Ini. Cal. (05/02/02) \5?
Last Update : Mon Mar 21 07:49:30 2005 W
Response via : Inirial Calibration {;?
DataAcg Meth : DX031%05 i
Internal Standards R.T. QIon Response Conc Units Dewv(Min)
1} Pentafluocrobenzene (IS) 10.57 99 47441 1.00 ug/L 0.00
3} 1,4-DIOXANE-ds 12.3% 64 8435 25.00 ug/L 0.00
5) 1,2,3-Trichlorcpropane-ds 0.00 79 0 0.00 ug/L -15.08
System Monitoring Compounds
2} Dibromofluoromethane (SUL)} 10.0% 113 38321 1.07 ug/L 0.00
Spiked Amount 1.000 Range 80 - 120 Recovery = 107.00%
Target Compounds Cvalue
4} 1,4-DIOXANE 12.43 88 5468 8.50 ug/L 96

N A 8 S e e+

(#) = qualifier out of range (m} = manual integration
P041B8C03.D DX031%05.M Mon Apr 18 12:13:00 2008 GCMS1 Pag 60



Quantitation Report

R

Data File : D:\HPCHEM\1\DATA\041805\P0418043.D Vvial: 3

Acg On : 18 Apxr 2005 11:06 am Cperator: C8

Sample : PSDIBO3-BSD1 Inst : GOMSL

Misc + 1X 1oML Multiplr: 1.00

M8 Integration Params: DICOXANE.P

Quant Time: Apr 18 12:12 2805 Quant Resgults File: DX0313%05.RES

Method : D:\HPCHEM\1\METHODS\DX031905.M (RTE Integrator)

Title : B260 1,4-Dioxane Ini. Cal. {05/02/02)

Last Update : Mon Mar 21 07:49:30 2005

Responge via : Initial Calibration VA

Abundance TIC: PO418603 D Gﬁ)
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Quantitation Report {QT Reviewed)

&
Data File : D:\HPCHEM\1\DATA\041805\P0418004.D vial: 4 & s
Acg On : 18 Apr 2005 11:38 am Operator: (S fT S g
Sample : P5D1B03-BLK1 / @\&m/ﬁ Inst : GCMS1
Misc : 1X 1oML Multiplr: 1.00
MS Integration Params: DIOXANE.P
Quant Time: Apr 18 12:13 2005 Quant Results File: DX0318%05.RES
Quant Method : D:\HPCHEM\ 1\METHODS\DX031905 .M {RTE Integrator)
Title : 8260 1,4-Dioxane Ini. Cal. (05/02/02) _
Last Update : Mon Mar 21 07:49:30 2005 &\\3
Response via : Initial Calibration K}
DataAcqg Meth : DX031905 o\
Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Pentafluorcbenzene (IS) 10.56 99 46262 1.00 ug/L 0.60
3) 1,4-DIOXANE-ds 12.35 64 74486 25,00 ug/L 0.00
5) 1,2,3-Trichloropropane-d5 0.00 79 ] 0.00 ug/L  -15.08
System Monitoring Compounds )
2} Dibromoflucromethane (SUL) 10.07 113 36918 1.06 ug/L “UT00
Spiked Amount 1.000 Range 80 - 120 Recovery = 106.00%
Target Compounds Qvalue
4) 1,4-DIOXANE 12.45 88 183 0.32 ug/L /87
:
:
:
(#) = qualifier cut of range (m) = manual integration ‘

PO418004.0 DX031305.M Mon Apr 18 12:13:19 2005 GCMB1 Pag g2



Data File
Acg Cn
Sample
Misc :
ME Integrati

Method
Title
Lagt Update

18 Apr 2005
PSD1803-BLK1
1X 10ML

11:38 am

on Paramg: DIQXANE.P
Quant Time: Apr 18 12:13 200%

Wuantitation Report

: D:\HPCHEM\1\DATA\041805\P0418004.D

Vial:
Cperator:
Inst
Multiplr:

Quant Results File:

D:\HPCHEM\1\METHODS\DX031905.M (RTE Integrator)

8280

3 1,4-Dioxane Ini.
: Mon Mar 21 07:49:30 2005
Responge via : Initial Calibration

Cal. (05/02/02)

4
cs

: GOMSL

1.00

DXQ31905.RES

?bundance
; 25000%
| 240601
23000
22000
210001
20000:

19000

18000
17000
16000
15000
é 14000
13000
12000
11000

10860

9000
8000

TH0

| 3000
| |

;
:
!
i

e
E

Benzens (15),1

ey
4

Dibromofiuoromethans (SU1),S

1.4-DEOXANE -8 |

S ORANE T

TIC: PO418004.D

@
Y

i H )i -
i -‘w..wm/\..j “MI%W LY P R [T W | PRPY, L e
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R “"2"-“'"'4 T T
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Abundance Scan 596 (10,563 min), PO216007.0 () ' #1 Z
g g 5 - Pentafluorcbenzene (IS)
§ ; f Concen: 1.00 ug/L
| RT: 10.56 min Scan# 596
| Refid ! Delta R.T. -0.00 min
% f ' 137 Lab File: P0418004.D
. ‘ Acg: 18 Apr 2005 11:38 am
? 113 |
i (}“W’“‘!M'r" [SAREE LIRSS TTYTY §21~lE|I‘:-!sz:le"r1 . .
Mz=> 9095 100 105 110 115 120 125 130 135 140 145 | T3t Iom: 99 Resp: 46262
Abundance Scan 596 (10.563 min); PO478004.0 Ion Ratio Lower Upper
: ; ; 99 100
; ; 137 24.1 3.8 43.8
Rawsg)
{ Abundanceion 99.0C (98.70 to 99.70); PQ
133:! 20000C4on 137.00 (136.70 to 137.70
: f | 113 1058
O: T rrTTTTTTeeY YT "5‘:"?’"7 ;1
mvz—> 90 95 100 105 110 115 120 125 130 135 140 145 5000 I
Abundance BScan 536 (10,563 min): PO418004.D () 1
| j 9 K
| Sub_ | ' i
! 50 Py
sw0| | |
; 137 i i
: i i i /&\ A
] 05 ; T }“3 ; T 0 j S j\
L T LIS At e s nxrr[l!-»;l“r,_l'lr.w‘w:l;i¥|§>r| LU AN ML 2 et e B
Miz-> 80 95100 105 110 115 120 125 130 135 140 145 Time-> 1040 10.60 _ 10.80 |
ﬁ)manm: Scan 511 (10.068 min): PO2T6007.0 () #2
: Dibromofluoromethane (SU1)
: Concen: 1.00 ug/L
i 113 RT: 10.07 min Scan# 512
Ref0C ; Delta R.T. 0.00 min
g Lab File: P0418004.D
: j Acg: 1B Apr 2005 11:38 am
i {
0;}1 -l§‘<|—3lz<‘;Y||fEllEE!‘El “k'i TT T F::I}t ’TT— N -
miz—> 90 95 100 105 110 115 120 125 130 135 140 145 | TGt Ion:113 Resp: 36918
:,Abundance Scan 512 (10.074 min): PD418004.D
ET 113
E Abundancelon 112.90 (11260 to 113.60):
15000 10.07
‘ ok 99 i 137 :
: T TTTTTT TrrT ;:E.,li}?‘“V“i“[|.dz.,1E|<! T 1
miz—> 80 95 100 105 110 115 120 125 130 135 140 145 1
:Abuadancej Scan £12 (10.074 min). P0413004.0 (- 10000 f i
: H H i
- su, 113 5000
o | n
5 S S S
miz-> 80 95 100 105 110 115 120 125 130 135 140 145 Time—> 10.00 10,20 |

P0O418004.D DX031905.M

Mon Apr 18 12:13:20 2005

GCMS1

Page
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Abundance Scan 867 (12.351 min). POZ18007D (9 #3
: : 64 % 1,4~DICXANE-d8
Concen:  25.00 ug/L
1 ‘ RT: 12.3% min Scan# 847
Ref50: :‘ Delta R.T. 0.00 min
; Lab File: P0418004.D
Acg: 18 Apr 2005 11:38 am
s 58 '?: { 87
ST T T+ Ty SRR A R e N T . N
miz-> 50 55 60 65 70 75 80 85 90 95 100 | T9t Iom: 64 Resp: 7446
Abundance Scan 867 {12.381 miny POAT800A.D Ion Ratic Lower Upper
64 % 64 - 100
f 36 109.1 72.7 172.7
Rawsg, E
? Abundancelon 64.00 (83,70 to 64 707 P
j lon 96.00 (95.70 to 96.70): PQ
| : 58 88 2000
; - e e 2500 |
Mmiz-> 50 55 60 65 70 75 80 8 90 95 100 i
Abundance Scan 867 (12.361 min):. P0418004.0 () 2000 dtas
: ; 64 g6 1y
| wo |
s E 5 i
| ", 1000
E ; E 500 n L
| ! .,
| ; =
; I R A N— e ————
miz—> 50 55 60 65 70 75 80 85 80 95 100 Time—> 1200 12.50
Abundance Scan 873 (12434 min): PO216007 0 (3 1 #a
| : 86 1,4-DIOXANE
Concen: 0.32 ug/L

Refbd

P

&
|

RT: 12.45 min Scan# 874
Delta R.T. 0.01 min
Lab File: P0418004.D

Tgt Ion: 88 Resp: 183

Ion Ratio Lower Upper
B8 100
58 77.6 15.8 115.8
87 10.2 0.0 59.5

Abundancelon 88.00 (B7.70 to 88.70), P
1apiion 58.00 (57.70 to 58.70); PQ
lon 87.00 (86.70 to 87.70): Pd

160 12.45

=3

Obsrp b e e ey
miz--> 50 55 60 65 76 75 80 B85 90 95 100
Abundance Scan 874 (12.448 min}: P0418004.D
98
64
RAWSQ) i
s 8
; e e A s ey o L B,
miz—> B0 85 6C B5 70 75 80 B5 80 98 100
Abundance Scan 874 (12.448 min); PO4180604.0 (w}B
! 64
Subm§
: 88
Gl '

miz-> 50 55 80 65 70 75 8085 90 95 100

A

80
\
80 o Val

[rmad oy
w:ﬁ é T «%f\/\%

20

Time--> : iz.m ' 5260

P04180G4.D DX031905.M

Mon Apr 18 12:13:21 2005 GIMS1

Aog: 18 Apr 2005 11:38 am
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Quantitation Report {QT Reviewed) {?%

b—g g

Data File : D:\H?CHEM\l\EATA\G&lEGS\PO41&OGG‘D Vial: §

Acg On : 18 Apr 2005 12:44 pm Operator: C8

Sample : pod0370-01 Inst : GCMS1

Misc : 1X 10ML Maltiplr: 1.00

MS Integraticon Params: DIOXANE.D

Quant Time: Apr 18 13:10 2005 Quant Results File: DX031905.RES

Quant Method : D:\HPCHEM\1\METHODS\DX031905.M {RTE Integrator)

Title : 8260 1,4-Dioxane Ini. Cal. (05/02/02) é&

Last Update : Mon Mar 21 07:49:30 2005 O

Response via : Initial Calibration Y§

DataAcq Meth : DX0319%05 (ﬁ

Internal Standards R.T. QIon Response Conc Units Dev{Min}
1) Pentafluorcbenzene (IS) 10.56 39 43803 { . 1.00 ug/L 0.00
3) 1,4-DIOXANE-d8 12.35 g4 6398 25.00 ug/L 0.00
5} 1.2,3-Trichloropropane-ds G.00 78 0 0.00 ug/L -15.08

System Monitoring Compounds
2) Dibromofiuoromethane (SU1} 10.07 113 36129 1.09 ug/L ég,ﬂ.ﬂo
Spiked Amount 1.600 Range 80 - 120 Recovery = 1098.0

Target Compounds Qvalue
4) 1,4-DIOXANE 12.43 @8 163 0.34 ug/L 449 94

{#) = gualifier ocut of range {m} = manual integration
P0418006.D DX031305.M Mon Apr 18 13:10:19 2005 GCM3 1 Pags 66

P

T W R, B P A B

i



Quantitation Report

Data File : D:\HPCHEM\1\DATA\041805\P0418006.D vial:
Acg On : 18 Apr 2003 12:44 pm Operator:
Sample : pod0370-01 Inst
Misc 11X 10MI Multiplr:
MS Integration Params: DIOXANE.P

Quant Time: Apr 18 13:10 2005 Quant Results File:
Method : D:\HPCHEM\1\METHODS\DX031965.M (RTE Integrator)
Title ¢ 8260 1,4-Dioxane Ini. Cal. (05/02/02)

Last Update : Mon Mar 21 07:49:30 2005
Regponse via : Initial Calibration

&

Cs
GCMB1
1.00

DX031905.RES

Abundance TIC: P0418008.0
¢ 240000
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Abundance ‘Scan 596 (10.563 min): P0216607.0 () #1
| 29 Pentafluorchbenzene {I5)
Concen: 1.00 ug/L
g RT: 10.56 min Scan# 596
Ref£50. Delta R.T. -0.00 min
? ! 3 Lab File: P0418008.D
I Acg: 18 Apr 2005 12:44 pm
Do 113
miz-> 90 95 100 105 110 115 120 125 130 135 140 145 = T9C Ion: 59 Resp: 43803
Abundance Scan 586 (10.564 min): PO41800.5 lon Ratio Lower Upper {
: j 9% . 9% 100
i | 137 24.2 3.8 43.8
Rawmiﬁ
Abundancelon $9.00 (8870 w0 39.70%: PO
; 137 ton 137.00 (136.70 to 137.70):
i 10.56
, é 113 ; i
s EASRDRALSS SAR aanas AR LSRRG SN 15000, I
miz—-> 80 95 100 105 110 115 120 125 430 135 140 145 i
Abundance Scan 596 (10.564 min), PO418006.0 () ; i
! <} |
K 10000 h
; ; i
| sub__ H
| H
E 50, 5000 .
i Ei\i}
‘ 7 I
; E Vo
0» ,,E,E,, 1:44..”1?13‘ li’ng—li,—‘ 'Ell!-rljj 0__—. ix)li T TR T
miz—> 90 95 100 105 110 115 120 125 130 135 140 145 Time—> 1040 10.60 10.80
i\bundancg Scan 511 (10.068 min): POZ18067.D () #2
/ E Dibromofluoromethane (SU1)
Concen: 1.00 ug/L
j 113 RT: 10.07 min Scan# 512
Re f00; ; Delta R.T. 0.00 min
Lab File: PQ418006.D
: ' Acg: 18 Apr 2005 12:44 pm
? Di;"';‘”s‘f'!“'"i‘f’;"‘w AR S SR SRR . .
Mmiz-> 90 95 100 105 110 115 120 125 130 135 140 145 | Tt Ion:113 Resp: 36129
Abundance Scan 512 {10674 min): PO418006.D
Rawgg ?13 )
f Abundanceion 112.90 (112.60 to 113.60);
| ! 15000
5 ! | 10.07
o 99 | 137 0
miz-> 90 95 100 105 110 115 120 125 130 135 140 145 I/
Whundance Scan 512 (10.074 min): PO418008.D -3 18000 5 ;
: it
{ | .
gr ; ! ‘ : i
? ; P
| R " s000. P |
| j
: P ;
: S SRSy et e Ot ,j e ;?E
miz—> 90 95 100 105 110 115 120 125 130 135 140 145 Time—> 19.00 1020 ;
P0418006.D DX03I1905.M Mon Apr 18 13:10:21 2005 GCMS1

Page
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Abundance Scan 867 (12.351 min). P0216007.0 () #3
; 84 % 1,4-DIOXANE-d8
Concen:  25.00 ug/L
§ § RT: 12.35 min Scan# 867
. Ref50) Delta R.T. -0.00 min
Lab File: P0418006.D
Acg: 18 Apr 2005 12:44 pm
m—> 50 55 60 65 70 75 80 85 90 g5 100 | T9t Ion: 64 Resp: 6398
Abundance Scan 867 (12.350 min). PO418006 D lon Ratio Lower Upper
84 % 64 100
i j 96 103.8  72.7 172.7
Rawses
| ; Abwnd%mrz 64.00 (83.7C to 84.70); PO
; ; lon 96.0C (95.70 to 96.70): PO
§ ol 58 88 2500 i
miz—> 50 55 80 B85 70 75 80 85 90 S5 100
Abundance Scan 867 {12.350 min). PO418006.D () 2000 1 35
H § al‘ 95 (R
1500 !1;
. f!
s ¥
Subseg 1000 P
2 Y
; 500 J it
E GWWW?{‘ui‘El-(i_l}lt( AR RERE S S R O,.g(;. ’:.A.IMT“SJTIT
miz-> 50 55 80 65 70 75 80 85 90 95 100  Timew> 1290 1240 12.80
hbundance Scan 873 (12.434 min): PO216007.5 (0 #4
| % 1, 4-DIOXANE
[ 58 ; Concen: 0.34 ug/L
; i RT: 12.43 min Scan# 873
¢ Refs0; Delta R.T. 0.00 min
1 | Lab File: P0218006.D
, Acq: 18 Apr 2005 12:44 pm
05, ,‘3_",!..“:1 T T !Er;nz-»li0:1T\"\—=“%“f"’ .
miz—> 50 55 80 65 70 75 80 85 %0 g5 100 | 79t Ion: 88 Resp: 163
Abundance Scan 873 (12.433 min)- P0418008.D ; Ion Ratio Lower Upper
g %@UD 88 100
| i i 58 69.8 15.8 115.8
? 64 87 4.7 0.0 59.5
Rawsm i I
i i Abundancelon 88.00 (87.70 to 88.70)y. PO
{ 58 a8 | ifon 58.00 (57.70 to 58.70): PO
! c J ; 1oo!'®" 8700 (86,700 87.70): Pg
f | ! ? i
G T STt B I =y AR R 1243
miz-> 50 S5 680 B5 70 75 80 85 G0 95 100 80 5
Abundance Scan 873 (12.433 miny. P04 18006.0 ) P
% 60H i~ /jl; ‘1?‘
Ry Y;w.{ﬂ_ e
501 { i :
| | 20 |
| 88 ]
AR e S SR I L M——— O, , —— E
miz—> 50 55 60 65 70 75 80 85 S0 95 100 Time~> 1240 1260 |
P0418006.D DX031305.M Mon Apr 18 13:10:21 2005 GCME 1
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antitation Report Reviewed}
Qu B {Q;}? L! m(? *a’(

Data File : D:\HPCHEM\l\DA’I‘A\941805\P04180-0‘7.D Vial: 7

Acg On : 18 Apr 2005 1:16 pm Operator: C8

Sample : p5d1893-msl Inst r GOMS1

Mige : 1X 1omMy Multiplir: 1.00

M8 Integration Params: DICYANE,P

Quant Time: Apr 18 13:44 2005 Quant Results File: DX031905.RES8

Quant Method - D:\HECHEM\I\%ETHODS\DXG3ISGS.M (RTE Integrator) é;

Title : 8260 1,4-Dioxane Ini. Cal. (05/02/02) {;\\

Last Update : Mon Mar 21 07:49:3G 2005 \§

Response via : Initial Calibration A

Dataldeq Meth : Dx03190s

Internal Standards R.T. QIon Response Conc Units Dev {Min}
1} Pentafluorobenzene (1s; 10.56 99 41688 —T70D ug/L 0.00
3} 1,4-DIOXANE &8 12.335 64 7539 25. 00 ug‘/L G.00
5} 1,2,3-Trichloropropane-ds 0.00 79 0 0.00 ug/L ~15.08

System Monitoring Compounds
2) Dibromofluoromethane (8U1) 10.07 113 34560 1.1¢ ug/L g,
Spiked Amcunt 1.000 Range 80 - 120 Recovery = 110.00%

Target Compounds Qvalue
4) 1,4-DIOXANE 12.43 88 4959 8.69 ug/L 88

£
I3
¥
¥
1
3
f
§-
|5

(#) = qualifier out of range {m) = manual integration
P0418007.D DX031905.M Mon Apr 18 13:44:33 2005 GCMS1 Page 70
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Quantitation Report

Data File : D: \HPCHEM\1\DATA\041805\P0418007.D Vial: 7

Acg On ¢ 18 Apr 2005 1:16 pm Operator: Cs
Sample ! p5d1803-msl Inst 1 GOMS1
Misc i 1X 10ML Muleiplr: 1.00
MS Integration Params: DIOXANE.D
Quant Time: Apr 18 13:44 2005 Quant Results File: DX031905.RES
Mathod : D:\H?CHEM\l\ME?HODS\DXGB1905.M (RTE Integrator)

Title * 8260 1,4-Dioxane Ini. Cal. (05/02/02)

Last Update : Mon Mar 21 07:4%:30 2005

Response via : Initial Calibration \&A

Abundance TIC: PO418007.D 06\‘)

5

2?66{}@

26000
25000}
24000

i

23000

22000

Pentafiuorcbenzene (15),1

21000

20000

18000;
18000
17000;

f

16000/

15000

Dibromaliuoromethane {8U1L5

14000:

13000

- 12000]
" 10000!
| so00
' 000!
3 n
I 7000, g' :
5000 3
s 3 | I |
4000 ; g ! | g E j* é z
; s | | i ‘ |
3000, ; !?’ i [ ; o §
é - j£é F s n ﬁf Ll ]
200 RTIEN AR 1
o L | 11 i i 1.
1000: o b : . L j_‘ fi gl 0 ?g’ i !
i T i g I i
| LN JLLTL 0 0L O N
i‘ O“ T St Ty i T T T IS A

{ P L L RS I S e me
Time-> 800 900 1000 11.00 12.00

PO41BOO7.D DX031905.M Mon Apr 18 13:44:33 2005 GCMS1
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Quantitation Report {(QT Reviewed) Qg

P0418008.D DX031905.M Mon Apr 18 14:30:51 2005 GCMS1 pag 72

Lo -—
Data File : D: \HPCHEM\1\DATA\041805\P0418008.D Vial: 8 4 & P
A¢g On t i8 Apr 2008 1:49 pm Operator: CS8
Sample : p5d4d1803-medl Ingt : GOMS1
Misgg : 1X 1oML Multiplr: 1.00
M8 Integration Params: DICXANE.P
Quant Time: Apr 18 14:30 2005 Quant Results File: DX031905.RES
Quant Method D: \HPCHEM\ 1 \METHODS\DX031905 .M {RTE Integrator) é)
Title : 8260 1,4-Dioxane Ini. Cal. (05/02/02) \5?
Last Update : Mon Mar 21 07:49:30 2005 Q}
Response via : Initial Calibration \;}
DataAcg Meth : DX031505
Internal Standards R.T. QIon Response Conc Units Dev(Min)}
1} Pentafluorcbkenzene {IS) 10.56 99 43859 1.00 ug/L 0.00
3} 1,4-DIOXANE-dB 12.35 64 8271 25.00 ug/L G.00
5) 1,2,3-Trichloropropane-ds c.o0 79 0 .00 ug/L.  -15.08
System Monitoring Compounds «f///
2} Dibromofluoromethane {(SU1} 10.07 113 37507 1.13 ug/L .00
Spiked Amount 1.000 Range 80 - 120 Racovery = 113.00%
Target Compounds Qvalue
4} 1,4-DIOXANE 12.43 88 5117 8.17 ug/L g2
3
:
:
g
(#} = gqualifier ocut of range (m} = manual integration §
;



Quantitation Report
((9

Data File : D:\HPCHEM\1\DATA\041805\P0418008.D vial: 8

Acg On + 18 Apr 2005 1:49 pm Operator: C8

Sampie : p5d1803-msdl Ingt 1 GCMS1

Misc : 1X 10ML Multiplr: 1.00

ME Integration Params: DIOXANE.P

Quant Time: Apr 18 14:30 2005 Quant Results File: DX031905.RES

Method : D:\HPCHEM\1\METHODS\DX031905 .M [RTE Integrator}

Title : B260 1,4-Dioxane Ini. Cal. (05/02/02)

Last Update : Mon Mar 21 07:49:30 2005

Regsponse via : Initial Calibration LA

Abungance TiC: P0418008.0 OS)

21?’f3‘*3'(}:=

26000

250001

24000°

23000

Pentafluorobenzene (15).1

22000
21000!
20000
13000
18000
17000
16000

i

15000:

Dibromofiucremethane (SUT).$

MG&'}E}E

13000

12000

| 110005

10000+

3000/
8000!

7000]

50001

5000;

4000/

s DN MEHOXANE -8 4

T

: 3000

i

:
!
i

A NS e e

R

b

1000 o

H A [
DL W

i
N NS L B LY i

: 1 AL ARSI S el SNS M on S it -t e I T
Fime--> 8040

HEIE N e it T Y P T T LI S S IR SIS T R A i B St s H
900 1000 1100 ‘}2.'90 13.00 1400 1500 16.00 17.00 18.00 18.00 2000 2100 2200 23.00

P04£18008.D DXG31905.M Mon Apr 18 14:30:52 2005 GCMS1 pag 13
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Quantitation Report (QT Reviewed)

-
Data File : D:\HPCHEM\1\DATA\041805\P0418012.D Vial: 12 ‘4.{.7 .
Acg On : 18 Apr 2005  4:00 pm Operator: CS Uy g
Sample : ped0411-01 Inst : GOMS1
Misc : 1X 10ML Multiplr: 1.00
MBS Integration Params: DIOXANE.P
Quant Time: Apr 18 16:40 2008 Quant Resultsg File: DX031%05.RES
Quant Method : D:\HPCHEM\1\METHODS\DXD31905.M (RTE Integrator} f
Title : 8260 1,4-Dioxane Ini. Cal. (05/02/02) AW
Last Update : Mon Mar 21 07:49:30 2005 AN
Response via : Initial Calibration \555‘
DataAcg Meth : DX031905 ,f7“
LAy
Internal Standards R.T. QIon Response Conc Units Dev{Min)
1} Pentafluorcbenzene (I8} 10.56 39 40104 1.00 ug/L 0.00
3) 1,4-DIOXANE-d8 12.35 64 9094 “7 25.00 ug/L 0.00
5) 1,2,3-Trichloropropane-ds 0.00 79 0 0.00 ug/L -15.08
System Monitoring Compounds
2) Dibromofluoromethane (SU1) 10.07 113 35322 1.17 ug/u 8- 00
Spiked Amount l.000 Range 80 - 120 Recovery = 117.00%
Target Compounds Qualue
4) 1,4-DIOXANE 12.43 88 180 0.26 ug/L /‘ﬁ 36
(#) = qualifier out of range (m) = manual integration
PO418012.D DX0O31905.M Mon Apr 18 16:40:33 2005 GCHMBE1 Page
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Quantitation Report 4%

Data File : D:\HPCHEM\1\DATA\041805\P0418012.D vial: 12

Acg On 18 Apr 2005 4:00 pm Cperator; 8

Sample 1 pod0411-01 Inst : GCMS1

Migc : 1X 10ML Multiplr: 1.00

M3 Integration Params: DIOXANE.P

Quant Time: Apr 18 16:40 2005 Quant Resgults File: DX031%05.RES

O

Method : D:\HPCHEM\1\METHODS\DX031505.M (RTE Integrator)

Title ¢ 8260 1,4-Dioxane Ini. Cal. (05/02/02)

Last Update : Mon Mar 21 07:4%:30 2005

Response via : Initial Calibration S S

Abundance TG PO41B01Z.D

580000 Cf?)

540000

520000
500000]
480000,
460000,
440000
420000
400000
380000
380000%
340000

320000

306000

280000

260000-

240660?
zzoooeg
200000!
180000

1680000

140000:

120000

100000
80000

60000

Bibrgmofuoremethane (5445
Pentafluncbenzens (18) 2

40000

1 WHABRERRE 48

20000" ; |

iy
A i e

C‘f R R G —_— - . SE——— goFi oA y
Time-> 800 900 1000 1100 1200 1300 1400 1500 16,00 17.00 18.00

P0O418012.D DX031905.M Mon Apr 18 16:40:34 2005 GCMS1 Page



Abundance Scan 596 {10.563 min}; PO216007.D (1) #1
% Pentaflucrobenzene (IS8) & ;
Concen: 1.00 ug/L
RT: 10.56 min Scan#t 596
Refs0 Delta R.T. -0,00 min
137 Lab File: P0418012.0
Acg: 18 Apr 2005 4:00 pm
f Qe 13 ’ A
; Tgt Iom: 99 Resp: 40104 N
miz—> 90 95 H}Q 105 110_115 120 tg§_130 135 140 z45 . X
Abundance Scan 596 (10,564 min): P0418012.D fon Ratio Lower Upper 1/-%5/
58 99 160 )
137 4.7 3.8 43.8
Rawsg, |
Abundanceton 99.00 (88 70to 89.70) P(}
%3‘! lor 137.00 (136.70 to 137. 70y
: [ 10.56
i PR .1 H f 16000 8
miz—> 90 95 100 105 140 115 ?29, 1_251_139__ 135 140 145 ;
Abundance Scan 596 (10,584 min): PO418012.D (3
- 58 10000 !
Sub5°§ 3 5000
: 137
A M3 e
miz—> 90 95 toe 105 210 115 120 125 130 135 140 145 [Time--> 10.40 10.50 10.80 10.70 |
_”Ai;m'néance  Scan 511 (10.068 min): P0216007.D (3 3 #2
: i Pibromoflucromethane (SUL)
| Concen: 1.00 ug/L
113 i RT: 10.07 min Scan# 512
Refil0 : | Delta R.T. ¢.00 min
. Lab File:  P0418012.D
1 Acg: 18 Apr 2005 4:00 pm
; I o S S—
miz—> 90 95 100 106 110 115 120 125 130 135 140 145 T9t Ion:113 Resp: 35322
Abundance Scan 512 (10.074 rmn) P0418012.0
Rawgg e
: Abundanceion1129{){11280m1?380)
15000
1G.07
N 3T %
méz—-> 90, 95 10’3‘ _1_95__23.9 115 120 125 130 135 140 Jﬁﬁ t
Abundanca Scan 512 {10.074 msn) PO41B0IZ2.D (= 16000 i
Sub g 113 5000
o S N R —— i - S
miz-—-> 9{3 95 166 1{)5 115 115 12(} %25 230 135 140 ‘2#5 Ttme-> 16.00 1{320
P0418012.0 DX031905.M Mo Apr 18 16:40:35 2008 GCMS1 Pag
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Abundance Scan 867 (12.351 min): P0216007.0 () L #3
54 % - 1,4-DIOXANE-d8 .
’ Concen: 25.00 ug/L ‘}"
' RT: 12.35 min Scan# 867
RefbG { pelta R.T. ~4.,00 min
Lab File:  P041B012.D
. Acq: 18 Apr 2005  4:00 pm h
miz-> S0 55 60 65 70 75 80 8 o0 g5 100 19t Ion: 64 Resp: 9094 AN
Abundance Scan 867 (12.350 min). PO418012.D Ion Ratic Lower Upper
54 % 64 100
: 96 103.1  72.7 172.7
Rawsgy, z e
. Abundanceion 64.00 (63.70 10 64.70). PQ
4003 lon 96.00 (95.70 to 95.70): PQ
53 . 8:? | ;
o YNGR NS S——— ;
miz—> 50 85 60 65 70 75 80 85 90 95 che”_ 3000
Abundance Scan 867 (12.350 min); PO41B012.D (- 1238
B %
2000
s“bse§
» ’ 1000
8? # Tt i, i
i s IR A i ‘r';'“‘ T ”““:'1““""“"":;' 0; P T [ A "t
miz—> 50 B0 85 90 95 100  Time—> 1200 12.50 ‘
Abundance ~ Scan 873 (12.434 min): PD216007.D (-) #4
38 1, 4-DIOXANE
58 _ Concen: 0.26 ug/L
. RT: 12.43 min Scan# 873
Refs0 ‘ Delta R.T. ~0.00 min
Lab File:  P0418012.D
Acq: 18 Apr 2005 4:00 pm
: [ — : — = S
miz-> 50 55 60 65 70 75 80 85 90 95 100 Tgt Iom: 88 Resp: 180
Abundance Sean 873 {12.433 min): PO418012.D i Ton Ratio ILower Upper
: 88 100
| 58 110.4 15.8 115.8
o ) 87 52.1 0.0 59.5
Rawgg : T —
Abundancelon 88.00 (87.7010 88,70} PQ
58 ‘ton 58.00 (57.70 ta 58.70): PQ
?3 _ ‘ton 87.00 (86.70 to 87.70): PG
Q*w» e s s g R R R ,M-,,.... R S S R 3000
miz-> 50 55 60 ,,55 70 75 80 85 90 95 100
Abundance Scan 873 (12.433 min): PO418012D (4
9%
2000
Sub_ 64
5 10008 |
f 8 1243
O e g e ey e b e b e p T REN——— ;
miz-> 50 55 60 65 70 75 80 85 90 95 100 Time-> 240 1280
P0418012.D DX031905.M Mon Apr 18 16:40:35 2005 GCMS1 Pag
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Analytical Standard Record
Dei Mar Analytical - Phoenix

4100456
Description: 4-BFB STOCK 2000ppm Expires: 16/31/07
Standard Type: Surrogate Spike Prepared: 10/26/04
Soivent: MeOH Prepared By: Carlos Warner
Final Volume {mis}: 1 Department: BTEX
Vials: i6 Last Edit: H/26/04 11:47 by cw

ORIGINAL LOG IN OF ULTRA SCIENTIFIC PART# STS-110N, LOT# U-1409, 2000ug/m! in methanol
This lot # has been used previously, no confirmation necessary.

Analyte CAS Number Concentration (ppm)
4-BFB (FID) 460-00-4 2000
4-BFB (PI1D) 460-00-4 2000
4-Bromofluorohenzene 460-00-4 2000
|
Brenda Steffy 01-13-2005
Reviewed By Date

z
H
H
4
I3
1
¢
P
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Analytical Standard Record
Del Mar Analytical - Phoenix

5836017
Deseription: 1,4-Dioxane SS 2000 ppm STOCK Expires: 04/01/05
Standard Type: Other Solution Prepared: 03/01/65
Solvent: MeOH Prepared By: Melissa Spencer
Final Volume (mls): | Department: GCMS
Vials: 1 Last Edit: 03/01/05 12:38 by MS

028, 1.4-Dioxane 2000 ppm in Methano! PART#020223-01 LOT#109885
CRACKED NEW AMPULE -- original log in #4120027

Analyte CAS Number Concentration {ppm}

1.4-Dioxane 123-91-1 2000
Brenda Steffy 03-08-2005
Reviewed By Date

Page | of
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Analytical Standard Record
Del Mar Analytical - Phoenix

4120027
Description: 1,4-Dioxane 58 2000 ppm STOCK Expires: 09/07:/07
Standard Type: Analyte Spike Prepared: 12/01/04
Solvent: MeOH Prepared By: Melissa Spencer
Final Volume (mis}: | Department: GCMS
Vials: 3 Last Edit: J2/01/04 11:38 by MS

0281, 1.4-Dioxane 2000 ppm in Methanol PART#020223-01 LOT#109885
ORIGINAL LOG IN-RECEIVED 3 NEW VIALS

Analyte CAS Nuember Concentration (ppm)
.4-Dioxane 123-91-1 2000
|
Jody Galassi 01-14-2005
Reviewed By Date

Page 1 of
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Analytical Standard Record

Del Mar Analytical - Phoenix

5030348
Description: 1,4-Dioxane/Surr CAL Dil 100/10ppm Expires: 04/18/05
Standard Type: Other Solution Prepared: 03/19/05
Solvent: MeOH/EMD#44337 Prepared By: Melissa Spencer
Final Volume (mis}; | Department: GCMS
Vials: 1 Last Edit: 03/15/05 09:36 by MS
1,4-Dioxane/Surr CAL DIL 100/10ppm

Analyte CAS Number Cencentration (ppm)
1,4-Dioxane 123-91-1 100
4-Bromofluorobenzene 460-00-4 10
Dibromofluoromethane 1868-53.7 10
Toluene-d8 2037-26-5 10
Parent Standards used in this standard
Standard  Description Prepared Prepared By Expires Last Edit Amount (mls)
5030320 8260 SURR,2000PPM 03/18/05 Corey Schrader  G4/18/05 03/18/05 11:08 by ¢ 0.005
3030347  1.4-Dioxane ps 2000 ppm 03/19/05 Melissa Spencer  04/19/05 03/19/05 49:34 by » 0.05

Jody Galassi 03-30-2003

Reviewed By Date

Page | of
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Analytical Standard Record
Del Mar Analytical - Phoenix

3030320
Description: 8260 SURR,2000PPM Expires: 04/18/05
Standard Type: Sutrogate Spike Prepared: 03/18/05
Solvent: MEQCH Prepared By: Corey Schrader
Final Volume (mish 1 Department: GCMS
Vials: i Last Edir 03/18/05 11:08 by cs

ABSOLUTE, PART#21002, LOT#060304, 3 COMP @ 2000ug/mL
CRACKED NEW AMPULE--original log in #5010497

Analyte CAS Number Concentration (ppm)
4-Bromofluorobenzene 460-00-4 2000
Dibromofluoromethane 1868-53-7 2000
Toluene-d8 2037-26-5 2000
|
Melissa Spencer 03-18-2005
Reviewed By Date

Page | of
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Analytical Standard Record
Del Mar Analytical - Phoenix

5030347
Description: 1.4-Dioxane ps 2000 ppm Expires: (04/19/05
Standard Type: Analyte Spike Prepared: G3/19/03
Solvent: METHANOL Prepared By: Melissa Spencer
Final Volume {mlsy | Departrment: GCMS
Vials: 1 Last Edit: 037/19/05 09:34 by MS

original log-in ID#-5010041

CRESCENT PART #3195M.20 LOT #12DD087 ; 1.4-DIOXANE 2000 PPM IN MEOH

Analyte CAS Number Cencentration (ppm)
1,4-Bioxane 123-91-1 2000
Jody Galassi 03-30-2005
Reviewed By Date

Page 1 o
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Analytical Standard Record
Del Mar Analytical - Phoenix

5010041
Description: 1,4-Dioxane PS 2000 ppm STOCK Expires: Q70107
Standard Tvpe: Analyte Spike Prepared: 01/04/05
Sotvent; MeCH Prepared By: Melissa Spencer
Final Volume (mis): | Department: GCMS
Vials: 3 Last Edit: 03/21/05 08:38 by JG
CRESCENT, 1,4-Dioxane 2000 ppm in Methanol PART#3195M.20 LOT #12DDOR7
ORIGINAL LOG IN--RECEIVED 3 NEW VIALS
VERIFIED ON GCMS#1 3/19/03
Analyte CAS Number Ceoncentration (ppm)
1,4-Dioxane 123-91-1 2000
Jody Gaiassi 03-30-2005
Reviewed By Date

Page 1 of
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Analytical Standard Record
Del Mar Analytical - Phoenix

5016497
Description: 8260 SURR,Z000PPM Expires: 06/03/09
Standard Type: Suwrrogate Spike Prepared: 01/26/05
Solvent: MEOH Prepared By: Jody Galassi
Final Volume (mis); | Department: GCMS
Vials: 3 Last Edit: 01/26/05 13:30 by JG

ABSOLUTE, PART#21002, LOT#060304, 3 COMP @ 20600ug/mL
RECEIVED 3 NEW AMPULES -- original log in

Analyte CAS Number Concentration (ppm)
4-Bromofluorobenzene 460-00-4 2000
Dibromofluoromethane 1868-53-7 2006
Toluene-dg 2037-26-5 2000

Melissa Spencer

01-28-2003

Reviewed By

Date

Page | of
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Analytical Standard Record
Del Mar Analytical - Phoenix

5630349

Description: 1,4-Dioxane/Surr CAL Dil 10/1ppm Expires: 04718105
Standard Type: Other Solution Prepared: 03/19/03
Solvent: MeOH/EMD#44337 Prepared By: Melissa Spencer
Final Volume (misy: | Department: GCMS
Vials: 1 Last Edit: (3/19/05 09:37 by MS
1,4-Dioxane/Surr CAL DIL 100/1ppm
Analyte CAS Number Concentration (ppm)
,4-Dioxane 123-91-1 10
4-Bromofluorobenzene 460-00-4 i
Dibromofluoromethane 1868-53-7 I
Toluene-d8 2037-26-5 i
Parent Standards used in this standard
Standard  Description Prepared Prepared By Expiras Last Edit Amount (mis)
5030348  1.4-Dioxane/Surr CAL Di] 108y 10ppm  03/19/05 Meiissa Spencer  04/18/05 03/19/05 09:36 by b 0.1

Jody Galassi 03-30-2005

Reviewed By Date

Page 1 of
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Analytical Standard Record
Del Mar Analytical - Phoenix

5630353
Description: IS ONLY MIX DIOXANE250/10PPM Expires: 04/01/05
Standard Tvpe: Surrogate Spike Prepared: 03/19/05
Selvent: MeOH/EMD#44337 Prepared By: Melissa Spencer
Final Volume (mls); } Department: GCMS
Vials: 1 Last Edit: 03/19/05 10:34 by MS

IS ONLY MIX for 1,4-Dioxane: | 4-Dioxane-d8 at 250 ppm,Pentafluorobenzene at 10 ppm

Analyte CAS Number Concentration {ppm)
14-Dichlorobenzene d4 3855-82-1 10
1.4-Difluorobenzene 540-36-3 10
1,4-Dioxane-dg 17647-74-4 250
Chlorobenzene-ds 3i14-55-4 10
Pentafluorobenzene NA 10

Parent Standards used in this standard
Standard  Description Prepared Prepared By Expires Last Edit Amount (mls)
5030019 1,4-Dioxane-d8 10000 PPB 03/01/05 Melissa Spencer  04/01/05 03/01/05 12:03 by » 0.025
3030256 8260 INTERNAL STANDARD G3/15/035 Jody Galagsi 04/15/05 03/13/05 10:23 by J 0.003
Jody Galassi 03-30-2005
Reviewed By Date
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Analytical Standard Record
Del Mar Analytical - Phoenix

5630256
Description: 8260 INTERNAL STANDARD Expires: 04/15/05
Standard Type: Other Solution Prepared: 03/15/0%
Solvent: N/A Prepared By: Jody Galassi
Final Volume (mis): | Departenent; GCMS
Vials: ] Last Edit: 03/15/05 10:23 by JG

Absolute PART#20013, LOT#122104, 2000PPM
CRACKED NEW AMPULE--ORIGINAL LOG-IN ID#5010496

Analyte CAS Number Concentration {ppm}
1,4-Dichlorobenzene d4 3855-82-1 2000
1,4-Diftluorobenzene 540-36-3 2000
Chlorobenzene-d5 3114-554 2000
Pentafluorobenzene NA 2000

Metlissa Spencer

03-18-2003

Reviewed By

Date
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Anaiytical Standard Record
Del Mar Analytical - Phoenix

5030619
Description: i 4-Dioxane-d8 10000 PPB Expires: 04/01/05
Standard Type: Other Solution Prepared: 03/01/03
Seivent: MeOH Prepared By: Melissa Spencer
Final Volume (mis): ] Department; GCMS
Vials: 1 Last Edit: 03/01/05 12:03 by MS

Absolute Part? 92785, Lot# 022301, L4-Dioxane-d8, 10mg/mL in methanol
JORIGINAL LOG-IN ID#5010501

Analyte CAS Number Concentration (ppm)
1,.4-Dioxane-d§ 17647-74-4 16000
Brenda Steffy (3-08-2005
Reviewed By Date
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Analytical Standard Record
Del Mar Analytical - Phoenix

30106496

Deseription: 8260 INTERNAL STANDARD Expires: 12721409
Standard Type: Other Solution Prepared: 01/26/05
Solvent: N/A Prepared By: Jody Galassi
Final Volume (mis); | Department: GCMS
Vials: 3 Last Edit: 01/26/05 13:28 by IG
Absolute PART#20013, LOT#122104, 2000PPM
RECEIVED 3 NEW AMPULES -- original fog in
Analyte CAS Number Cencentration (ppm)
1.4-Dichlorobenzene d4 3855-82-1 2000
1,4-Difluorobenzene 540-36-3 2000
Chlorobenzene-ds 3114-55-4 2000
Pentafluorobenzene NA 2000

Melissa Spencer 01-28-200%

Reviewed By Date

Page 1 of
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Analytical Standard Record
Del Mar Analytical - Phoenix

5410561
Bescription: 1, 4-Dioxane-d8 10000 PPB Expires: 02/23/06
Standard Type: Other Solution Prepared: 01/26/03
Salvent: MeOH Prepared By: Jody Galassi
Final Volume (mls); | Depariment: GCMS
Vials: 4 Last Edit: 01/26/05 13:39 by JG

Absolute Part# 92783, Lot# 022301, 1,4-Dioxane-d8, 10mg/mL. in methanol
RECEIVED 4 NEW AMPULES -- original log in

Analyte CAS Number Concentration (ppm)
I,4-Dioxane-d8 17647-74-4 10000
Melissa Spencer 01-28-2005

Reviewed By

Date
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Analytical Standard Record
Del Mar Analytical - Phoenix

5630321
Description: IS/SURR MIX DIOXANE250/10/10PPM  Expires: 04/01/65
Standard Type: Surrogate Spike Prepared: 03/18/05
Solvent: MeOH/EMD#44337 Prepared By: Corey Schrader
Final Volume (mls): 1} Department: GCMS
Vials: 1 Last Edit: 03/18/05 1110 by ¢cs

IS/SURR MIX for 1,4-Dioxane: 1 ,4-Diexane-d8§ at 250 ppm,Pentafluorobenzene at 10 ppm,Dibromofluoromethane at 10 ppm

Analyte CAS Number Concentration (ppm)
1,4-Dichlorobenzene d4 3855-82-1 10
1,4-Difluorobenzene 540-36-3 10
1,4-Dioxane-d8 17647-74-4 250
4-Bromofluorobenzene 460-00-4 10
Chlorobenzene-ds 3114-554 10
Dibromofluoromethane 1868-33-7 14
Pentafivorobenzene NA 16
Toluene-dg 2037-26-5 10

Parent Standards used in this standard

Standard Description Prepared Prepared By Expires Last Edit Amount (mls)
5630019 1,4-Dioxane-d§ 10000 PPB 03/1/08 Melissa Spencer  04/01/05 03/61/05 12:03 by B 0.025
5030256  R260 INTERNAL STANDARD 03/15/05 Jody Galassi 04/15/63 03/15/05 10:23 by } 0.005
5030320 8260 SURR,2600PPM 03/18/05 Corey Schrader  04/18/05 03/18/05 11:08 by ¢ 0.605
Melissa Spencer 03-18-2005
Reviewed By Diage
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Analytical Standard Record
Del Mar Analytical - Phoenix

5630256
Deseription: 8260 INTERNAL STANDARD Expires: 04/15/05
Standard Tvpe: Other Solution Prepared: 03715405
Solvent: NiA Prepared By: Jody Galassi
Final Volume {mls):. | Departiment: GCMS
Vials: 1 Last Edit: 03/15/05 1023 by IG

Absolute PART#20013, LOT#122104, 2000PPM
CRACKED NEW AMPULE--ORIGINAL LOG-IN ID#5010496

Analyte CAS Number Concentration {(ppm)

I,4-Dichlorobenzene d4 3855-82-1 2000

{ . 4-Difluorobenzene 540-36-3 2000

Chlorebenzene-d5 3114-55-4 2000

Pentafluorobenzene NA 2000
Melissa Spencer 03-18-2605
Reviewed By Date ;
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Analytical Standard Record
Del Mar Analytical - Phoenix

5610496

Description: 8260 INTERNAIL STANDARD Expires: 12/21/09
Standard Type: Other Solution Prepared: (01/26/05
Solvent: N/A Prepared By: Jody Galassi
Final Volume (mls); | Department: GCMS
Viais: 3 Last Bdit: 01/26/05 13:28 by JG
Absolute PART#20013, LOT#122104, 2000PPM
RECEIVED 3 NEW AMPULES - original log in
Analyte CAS Number Concentration {ppm)
L4-Dichlorobenzene d4 3855-82-1 2000
1,4-Diftuorobenzene 340-36-3 2000
Chlorobenzene-d5 3114-55-4 2000
Pentafluorobenzene NA 2000

Melissa Spencer 01-28-2005

Reviewed By Date
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Analytical Standard Record

Del Mar Analytical - Phoenix

5630090
Description: 4-BFB FOR TUNE Expires: 04/04/05
Standard Type: Surrogate Spike Prepared: 03/04/05
Solvent: MeOH/EMD-#44337 Prepared By: Jody Galassi
Final Volume (misy 1 Department: GCMS
Vials: i Last Edit: 03/04/05 14:55 by IG
Analyte CAS Number Concentration {ppm)
4-BFB (FID) 460-00-4
4-BFB (PID) 460-00-4
4-Bromofluorobenzene 460-00-4
Parent Standards used in this standard
Standard  Description Preparad Prepared By Expires Amount (mis}
5030084 4-BFB STOCK 2000ppm (3/04/03 Carlos Wamer 04/04/G5 03/04/05 13:48 by ¢ 0.02

Brenda Steffy

03-08-2005

Reviewed By

Date

Page 1 of
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Analytical Standard Record
Del Mar Analytical - Phoenix

5030084
Description: 4-BFB STOCK 2000ppm Expires: 04/04/05
Standard Type: Surrogate Spike Prepared: 03/04/05
Solvent: MeOH Prepared By: Carlos Warner
Final Volume {mls): | Depariment: BTEX
Vials: H Last Edit: 03/04/05 13:48 by cw

4100436
This lot # has been used previously, no confirmation necessary.

CRACKED NEW VIAL OF ULTRA SCIENTIFIC PART# STS-110N, LOT# U-1409, 2000ug/m! in methanol. Original Log in #

Analyte CAS Number Concentration (ppm)
4-BFB (FID) 460-00-4 2000
4-BFB (PID) 460-00-4 2000
4-Bromofluorobenzene 460-00-4 2000

Melissa Spencer

04-20-2605

Reviewed By

Date

Page 1 of
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Analytical Standard Record
Del Mar Analytical - Phoenix

5030084
Description: 4-BFB STOCK 2000ppm Expires: 04/04/05
Stundard Type: Surrogate Spike Prepared: 03/G4/05
Selvent: MeOH Prepared By: Carlos Warner
Final Volume (mis}; 1 Department: BTEX
Vials: 1 Last Edhit: 03/04/05 13:48 by cw

CRACKED NEW VIAL OF ULTRA SCIENTIFIC PART# STS-110N, LOT# U-1409, 2000ug/m! in methanol. Original Log in #
4100456

This lot # has been used previously, no confirmation necessary.

Analyte CAS Number Concentration (ppm)
4-BFB (FID) 460-00-4 2600
4-BFB (PID) 460-00-4 2000
4-Bromeofluorcbenzene 460-00-4 2000
Melissa Spencer 04-20-2005
Reviewed By Date
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Analytical Standard Record
Del Mar Analytical - Phoenix

4100456
Description: 4-BFB STOCK 2000ppm Expires: 16/31/07
Standard Type: Surrogate Spike Prepared: 10/26/04
Solvent: MeOH Prepared By: Carlos Warner
Fipal Volume (mis), | Departraent: BTEX
Vials: 16 Last Edit: 16/26/04 11:47 by cw

ORIGINAL LOG IN OF ULTRA SCIENTIFIC PART# STS-110N, LOT# U-1409, 2000ug/m! in methanol
This lot # has been used previously, no confirmation necessary.

Analyte CAS Number Concentration (ppm)
4-BFB (FID) 460-00-4 2000
4-BFB (PID) 460-00-4 2000
4-Bromofluorobenzene 460-00-4 2000

Brenda Steffy

01-13-2005

Reviewed By

Date
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Analytical Standard Record
Del Mar Anpalytical - Phoenix

5040022
Description: 1.4-Dioxanre SSC 10 ppm Expires: 05/01/05
Standard Tvpe: Analyte Spike Prepared: 04/01/05
Solvent: MeOH 844337 Prepared By: Corey Schrader
Final Volume (mlsy: | Department: GCMS
Vials: 1 Last Edit: 04/01/05 14:57 by cs
1, 4-Dioxane S8SC 10ppm
Anslyte CAS Number Ceoncentration (ppm)
1 4-Dioxane 123-91-4 10
Parent Standards used in this standard
Standard  Description Prepared Prepared By Expires Last Edit Amount {mls}
3040018  1.4-Dioxane SS 2600 ppm STOCK 04/01/05 Corey Schrader  05/01/05 04/G1/03 14:26 by ¢ 0.005
Jody Galassi 04-14-2005
Reviewed By Date
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Analytical Standard Record
Del Mar Analytical - Phoenix

5046018
Description: i.4-Dioxane 88 2000 ppm STOCK Expires: 05/01/05
Standard Type: Other Solution Prepared: 04/01/05
Solvent: MeOH Prepared By: Corey Schrader
Final Volume (mlsy | Department: GCMS
Vials: 1 Last Edit: 04/01/05 14:26 by cs

0281, 1.4-Dioxane 2000 ppm in Methanol PART#020223-01 LOT#109885
CRACKED NEW AMPULE -- original log in #4120027

Analyte CAS Number Concentration (ppm)
1,4-Dioxane 123-91-1 2000
i
Tody Galassi 04-14-2005
Reviewed By Date
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Analytical Standard Record
Del Mar Analytical - Phoenix

4120027
Description: 1,4-Dioxane 88 2000 ppm STOCK Expires: 09/07/07
Standard Type: Analyte Spike Prepared: 12/01/04
Solvent: MeOH Prepared By: Melissa Spencer
Final Volume (mls): 1 Department: GCMS
Vials: 3 Last Edit: 12/01/04 11:38 by MS

0281, 1,4-Dioxane 2000 ppm in Methanol PART#020223-01 LOT#109885
ORIGINAL LOG IN--RECEIVED 3 NEW VIALS

Analyte CAS Number Concentration (ppm}
1,4-Dioxane 123.61.1 2600
J
Jody Galassi 01-14-2005
Reviewed By Drate
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Anaiytical Standard Record
Del Mar Analytical - Phoenix

3040291
Deseription: IS/SURR MIX DIOXANEZ50/10/10PFPM  Expires: 05/01/05
Standard Type: Surrogate Spike Prepared: 04/18/05
Sobvent: MeOH/EMD#44337 Prepared By: Corey Schrader
Final Volume (mis) | Department; GCMS
Vials: I Last Edit: 04/18/05 0931 bycs

IS/SURR MIX for 1,4-Dioxane: 1,4-Dioxane-d8 at 250 ppm,Pentafluorobenzene at 10 ppm,Dibromofluoromethane at 10 ppm

Analyte CAS Number Concentration (ppm)
1,4-Dichlorobenzene d4 3855-82-1 10
1,4-Difluorobenzene 540.36-3 10
1,4-Dioxane-d8 17647-74-4 250
4-Bromofluorcbenzene 460-00-4 14
Chlorebenzene-d5s 3114-55-4 ic
Dibromofluoromethane 1868-53-7 10
Pentafluorobenzene NA 10
Toluene-d§ 2037-26-5 10
Parent Standards used in this standard
Standard  Description Prepared Prepared By Expires Last Edit Amount {mls)
50400206 1.4-Dioxane-d8 10000 PPB 04/G1/065 Corey Schrader 05/01/05 04/14/05 15:20 by ¢ 0.025
3040037 8260 INTERNAL STANDARD 04/02/05 Melissa Spencer  05/02/05 04/02/05 12:34 by b 0.005
5040267 8260 SURR,2000PPM 04/15/05 Melissa Spencer  05/15/03 04/15/05 10:35 by » 0.005
Melissa Spencer 04-20-2005
Reviewed By Date
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Analytical Standard Record
Del Mar Analytical - Phoenix

3840020
Description: 1,4-Dioxane-d8 10060 PPB Expires: 05/01/G5
Standard Type: Other Solution Prepared: 04/61705
Solvent: MeQH Prepared By: Corey Schrader
Final Volume (misy: 1 Department: GCMS
Vials: i Last Edit: 04/14/05 1520 by ¢s

Absolute Part# 92785, Lot# 022301, 1, 4-Dioxane-d8, 10mg/mL in methanol
ORIGINAL LOG-IN ID#5010501

Analyte CAS Number Concentration (ppm}
1,4-Dioxane-d8 17647-74-4 10606
Reviewed By Date
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Analytical Standard Record
Del Mar Analytical - Phoenix

S640037
Description: 8260 INTERNAL STANDARD Expires: 05/02/05
Standard Type: (ther Solution Prepared: 04/02/05
Solvent: N/A Prepared By: Melissa Spencer
Final Volume {mls): 1 Department: GUMS
Vials: i Last Edit 04/02/05 12:34 by MS

Absolute PART#20013, LOT#122104, 2060PPM
CRACKED NEW AMPULE--ORIGINAL LOG-IN ID#5010496

Analyte CAS Namber Concentration (ppm)
1,4-Dichlorobenzene d4 3855-82-1 2000
1.4-Difluorobenzene 540-36-3 2000
Chiorobenzene-d5 3114-55-4 2000
Pentafluorobenzene NA 2000
i
Jody Galassi 04-14-2005
Reviewed By Date
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Analytical Standard Record
Del Mar Analytical - Phoenix

5040267
Description: 8260 SURR,2000PPM Expires: 05/15/05
Standard Type: Surrogate Spike Prepared: 04/15/05
Solvent: MEGQH Prepared By: Metlissa Spencer
Final Volume {mls):. | Depariment: GCMS
Vials: i Last Edit: 04/15/05 10:35 by MS

ABSOLUTE, PART#21002, LOT#060304, 3 COMP @ 2000ug/mL
CRACKED NEW AMPULE--original log in #5020381

Analyte CAS Number Concentration (ppm)
4-Bromofluorobenzene 460-00-4 2000
Dibromofluoromethane 1868-53-7 2000
Toluene-d8 2037-26-3 2000
!
Reviewed By Date
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Analytical Standard Record
Del Mar Analytical - Phoenix

5010501
Description: 1, 4-Dioxane-d8 10000 PPB Expires: 02/23/06
Standard Tyvpe: Other Solution Prepared: 01/26/05
Solvent: MeOH Prepared By: Jody Galassi
Final Volume {mls}: | Department: GCMS
Vials: 4 Last Edit: 01/26/05 13:39 by JG

Absolute Part# 92783, Lot# 022301, 1,4-Dioxane-d8, 10mg/mL in methanol
RECEIVED 4 NEW AMPULES -- original log in

Analyte CAS Number Concentration {ppm)
1,4-Dioxane-d§ 17647-74-4 10660
Melissa Spencer 01-28-2003
Reviewed By Date
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Analytical Standard Record
Del Mar Analytical - Phoenix

5010496
Deseription: 8260 INTERNAL STANDARD Expires: 12/21/09
Standard Type: Other Solution Prepared: 01/26/03
Solvent: NA Prepared By: Jody Galassi
Final Volume (mis}): | Department: GCMS
Vials: 3 Last Edit: 0126/05 13:28bv IG
Absolute PART#20013, LOT#122104, 2000PPM
RECEIVED 3 NEW AMPULES -- original log in
Analyte CAS Number Concentration (ppm)
1,4-Dichlorobenzene dd 3855-82-1 2000
I4-Difluorobenzene 540-36-3 2000
Chiorobenzene-d5 3114-55-4 2000
Pentafluorobenzene NA 2000

Melissa Spencer

01-28-2003

Reviewed By

Date
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Analytical Standard Record
Del Mar Analytical - Phoenix

5020381
Description: §260 SURR Z000PPM Expires: 46/G3/69
Standard Type: Surrogate Spike Prepared: 02/23/05
Solvent: MEOH Prepared By: Melissa Spencer
Final Volume {mis): | Department: GCMS
Vials: 3 Last Edit: 02/23/05 11:43 by MS

ABSOLUTE, PART#21002, LOT#060304, 3 COMP @ 2000ug/mL
RECEIVED 3 NEW AMPULES -- original log in

Analyte CAS Number Concentration {ppm)
4-Bromofluorobenzene 460-00-4 2000
Dibromofluoromethane 1868-53-7 2000
Toluene-d§ 2037-26-5 2000
|
Jody Galassi 03-08-2005
Reviewed By Date
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Analytical Standard Record
Del Mar Analytical - Phoenix

5040056

Description: 4-BFB FOR TUNE Expires: 04/24/05
Standard Type: Surrogate Spike Prepared: (4/G5/03
Solvent MeOH/EMD-#44337 Prepared By: Tabitha Hauer
Final Volume {mils}: | Department: GCMS
Vials: 1 Last Edit: 04/05/05 07:33 by th
Analyte CAS Number Concentration {ppm}
4-BFB (FID) 460-00-4 40
4-BFB (P1D) 460-00-4 40
4-Bromofluorobenzene 460-00-4 40
Parent Standards used in this standard
Standard Description Prepared Prepared By Expires Last Edit Amaount (mis)
5030446 4-BFB STOCK 2000ppm 03/24/05 Carlos Warner 04/24/05 03/24/0509:58 by ¢ 0.02

Jody Galassi 04-14-2005

Reviewed By Date
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Anmpalytical Standard Record
Del Mar Analytical - Phoenix

5030446
Description: 4-BFB STOCK 2000ppm Expires: 04/24/05
Standard Type: Surrogate Spike Prepared: 03/24/05
Solvent: MeQOH Prepared By: Carlos Wamer
Final Volume fmis); 1 Department: BTEX
Vials: 1 Last Edit: 03/24/G5 09:58 by cw

CRACKED NEW VIAL OF ULTRA SCIENTIFIC PART# STS-110N, LOT# U-1409, 2000ug/m! in methanol. Original Log in #
4100456

This lot # has been used previously, no confirmation necessary

Analyte CAS Number Coneentration (ppm)
4-BFB (FiD} 460-00-4 2600
4-BFB (PID) 460-00-4 2600
4-Bromofluorobenzene 460-00-4 2000
|
Melissa Spencer 04-20-2003
Reviewed By Date
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CONTRACT COMPLIANCE SCREENING FORM FOR HARDCOPY DATA

AMEC Earth & Environmental PackageID T7118V36
350 South Wadsworth Boulevard Task Order 313150010
Suite 500 SDG No,  10D0948
Lakewood, CO 80226 No. of Analvses |
Laboratory Del Mar Date: May 16, 2005
Reviewer M, Pokorny Reviewgr! §i¢ihn/\"e/\’\ .
Analysis’Method semivolatiles ;- s
/
ACTION ITEMS® e
i.  Case Narrative
Deficiencies

2. Out of Scope

Analyses

3. Analyses Not Conducted

4. Missing Hardcepy

Deliverables

5. Incorrect Hardcopy

Deliverables

6. Deviations from Analysis

Protocol, e.g.,

Holding Times

GCMS Tune/Inst. Perform

Calibrations

Blanks

Surrogates

Matrix Spike/Dup LCS

Field QC

Internal Standard Performance

Compound Identification and

Quantitation

Systern Performance

COMMENTS® _ Acceptable as reviewed,

* Subcontrpeted analyticaf laboratory is not meeting contract and/or method requirements.
® Differences in protoco] have been adopted by the laboratory but no action against the laboratory is requited.

Rev 3 (3/2760- thw} Lipublicidatavalicesdirax. frm
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DATA VALIDATION REPORT

NPDES Monitoring

ANALYSIS: SEMIVOLATILES

SAMPLE DELIVERY GROUP: 10D0948

Prepared by

AMEC Denver Operations
550 South Wadsworth Boulevard, Suite 500
Lakewood, Colorado 80226



Project: NPDES
SDG: HODG948
DATA VALIDATION REPORT Analysis; SYOC

. INTRODUCTION

Task Order Title:  NPDES Monitoring
Contract Task Order#: 313150010
SDG#: 10OD09%48
Project Manager:  B. Mclivaine
Matrix: Water
Analysis:  Semivolatiles
QC Level:  Level IV
No. of Samples: |
No. of Reanalyses/Dilutions: 0
Reviewer: M. Pokomy

Date of Review:

May 16, 2005

The samples listed in Table | were validated based on the guidelines outlined in the AMEC
Data Validation Procedure for Levels C and D Semivolatile Organics (DVP-3, Rev. 2), EPA
Method 625, and the National Functional Guidelines For Organic Data Review (2/94). Any
deviations from these procedures are documented herein. Qualifiers were applied in cases where
the data did not meet the required QC criteria or where special consideration by the data user is
required. Data qualifiers were placed on Form Is with the associated qualification codes. Analytes
that were rejected for any reason are denoted on the Form 1 as having only the “R” data qualifier

and associated qualification code(s) denoting the reason for rejection. Any additional problems
with the data that may have resulted in an estimated value were not denoted by a qualification code

since the data had already been rejected.

T7HSVS6
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Project: NPDES

5DG: HODN948
DATA VALIDATION REPORT Analysis; SVOC
Table 1. Sample identification
Chent ID EPAID Lab No, Matrix Method
Outfali 012 Gutfall 012 10OD0248-01 water 625

THISVSH 3 Revision 0
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Project: NPDES
SPG: 10DG948
DATA ¥ALIDATION REPORT Analvsis: 3VOC

2. DATA VALIDATION FINDINGS
2.1 SAMPLE MANAGEMENT

The sample in this SDG was received at the laboratory within the temperature limits of 4°C
+2°C. The analysis did not require preservation, and no preservation was noted in the field. The
COC noted that the sampie was received intact. No qualifications were required.

2.1.2 Chain of Custody

The COC was signed and dated by both field and laboratory personnel. The COC accounted
for the analysis presented in this SDG. As the sample was couriered directly to the laboratory,
custody seals were not required. No qualifications were required.

2.1.3 Holding Times

The water sample was extracted within seven days of collection and analyzed within 40 days
of collection. No qualifications were required.

2.2 GC/MS TUNING

The DFTPP tunes met the criteria specified in Method 623, and the sample was analyzed
within 12 hours of the DFTPP injection time. No qualifications were required.

2.3 CALIBRATION

The initial calibration associated with this SDG was dated 02/17/05. The average RRFs were
20.05 and the %RSDs were $35% or r’ 20.995 for both target compounds listed on the sample
summary form. A representative number of average RRFs and %RSDs were checked from the raw
data, and no calculation or transcription errors were noted. The continuing calibration associated
with the sample analysis was analyzed 04/18/05. The RRFs for both target compounds were >0.05,
and the %Ds were £20%. A representative number of RRFs, r* values, and %Ds were checked from
the raw data, and no calculation or transcription errors were noted. No qualifications were required.

2.4 BLANKS

One method blank (3D14041-BLK 1) was extracted and analyzed with this SDG. No target
compournds were reported in the method blank, Review of the raw data indicated no reportable
false negatives. No gualifications were required.
2.5 BLANK SPIKES AND LABORATORY CONTROL SAMPLES

One blank spike/blank spike duplicate pair (SD14041-BS1/5D14041-B8D1) was extracted and
analyzed with this SDG. All percent recoveries and RPDs were within the laboratory QC limits. A

T71ISVS6 4 Revision O



Project: NPDES
SDG: 0D0Y4s
DATL VALIDATION REPORT Analysis: VGG

representative number of recoveries and RPDs were calculated from the raw data and no calculation
or transcription errors were found. No qualifications were required.

2.6 SURROGATE RECOVERY

The sample surrogate recoveries were within the laboratory QC limits. A representative
number of recoveries were calculated from the raw data, and no transcription or caleulation errors
were noted. No qualifications were required.

2.7 MATRIX SPIKE/MATRIX SPIKE DUPLICATE

No MS/MSD analyses were associated with this SDG. Evaluation of method accuracy and
precision was based on blank spike/blank spike duplicate results. No qualifications were required.

2.8 FIELD QC SAMPLES

Field QC samples were evaluated, and if necessary, qualified based on method blanks and
other laboratory QC results affecting the usability of the field QC data. Any remaining detects were
used to evaluate the associated site sample. Following are findings associated with field QcC
samples:

2.8.1 Field Blanks and Equipment Rinsates

There were no field QC samples associated with this SDG. No qualifications were required.
2.8.2 Field Duplicates

There were no field duplicate samples associated with this SDG. No qualifications were
required.
2.9 INTERNAL STANDARDS PERFORMANCE

The internal standard area counts and retention times were within the control limits
established by the continuing calibration standards: -50%/+100% for internal standard areas and

£30 seconds for retention times. A representative number of recoveries were checked from the raw
data, and no transcription or calculation errors were noted. No qualifications were required.

2.16 COMPOUND IDENTIFICATION
The laboratory analyzed for naphthalene and n-nitrosodimethylamine by EPA Method 625.

Review of the sample chromatogram, retention times, and spectra indicated no problems with target
compound identification. No qualifications were required.

TTHISVS6 5 Revision
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Project; NPDES

SDG: 0ODo%48
DATA VALIDATION REPORT, Apalysis; SVOC

2.11 COMPOUND QUANTIFICATION AND REPORTED DETECTION LIMITS
Compound quantification is verified at a Level IV data validation. No calculation or

transcription errors were found. The reporting limits were supported by the low level of the initial
and the method detection limit study. No qualifications were required.

2.12 TENTATIVELY IDENTIFIED COMPOUNDS

TICs were not reported by the laboratory for this SDG. No qualifications were required.

2.13 SYSTEM PERFORMANCE

Review of the raw data indicated no problems with system performance. No qualifications
were required.

T71SVS6 -6 Revision 0
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CONTRACT COMPLIANCE SCREENING FORM FOR HARDCOPY DATA

AMEC Earth & Environmental Package ID _T711TF66
550 South Wadsworth Boulevard Task Order 313150010
Suite 500 SDG No. _10D0%48
Lakewood, CO 80226 No. of Analvses 2
Laboratory Del Mar Date: May 16, 2005
Reviewer L. Calvin RevieWpy'sPigngture .
Analysis/Method GRO by Method 8015M

| ACTION ITEMS®
Case Narrative
Deficiencies

2. Out of Scope
Analyses

3. Analyses Not Conducted

4.  Missing Hardeopy

Deliverables

3. Incorrect Hardcopy
Deliverables

6.  Deviations from Analysis Qualification assigned for a bracketing continuing calibration %D =15%.

Protocol, e.g.,

Holding Times

GC/MS Tune/Inst. Performance

Calibration

Method blanks

Surrogates

Matrix Spike/Dup 1LCS

Field QC
Internal Standard Performance

Compound Identification
Quantitation

System Performance

COMMENTS’

* Subcontracted analyfical Iaboratory is not meeting coniract and/or method requirements.

® Differences in proweol have heen adonted by the laboratery but no action against the laboratory is required.

Rev 3 {572/00- Iaw) Lipublic\datavalicosdbrex. frm
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DATA VALIDATION REPORT

NPDES Monitoring

ANALYSIS: TPH/Purgeable

SAMPLE DELIVERY GROUP: 10D0948

Prepared by

AMEC Denver Operations
550 South Wadsworth Boulevard, Suite 500
Lakewood, Colorado 80226



Project: NPDES
SDG: 10D0848
DATA ¥ALIDATION REPORT Analysis; Ird

1. INTRODUCTION

Task Order Title:
Contract Task Order #:
SDG#:

Project Manager:
Matrix:

Analysis:

QC Level:

No. of Samples:

No. of Reanalyses/Dilutions:
Reviewer:

Date of Review:

NPDES Monitoring
313150010
I0D0948

B. Mcllvaine
Water
TPH-Purgeable
Level IV

2

0

L. Calvin

May 16, 2005

The samples listed in Table 1 were validated based on the general guidelines outlined in the

AMEC Data Validation Procedure for Levels C and D Extractable Total Fuel Hydrocarbons by GC

(DVP-8, Rev. 2), USEPA SW-846 Mecthod 8015M, and validation guidelines outlined in the
USEPA CLP National Functional Guidelines for Organic Data Review (2/94). Any deviations
from these procedures are documented herein. Qualifiers were applied in cases where the data did
not meet the required QC criteria or where special consideration by the data user is required. Data
qualifiers were placed on Form Is with the associated qualification codes. Analytes that were
rejected for any reason are denoted on the Form I as having only the “R” data qualifier and
associated qualification code(s) denoting the reason for rejection. Any additional problems with the
data that may have resulted in an estimated value were not denoted by a qualification code since the

data had already been rejected.
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Project: NPDES

SIXG: HOD0%4E
DATA VALIDATION REPORT Analysis: TPhH
Table 1. Sample identification
Client ID EPAID Lab No. Matrix Method
Gutfall 012 Outfall 012 10D0948-01 water 8015M/GRO
Trip Blank Trip Blank 10D0948-02 water 8015M/GRO
T71TF66 pi Revision O
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Project: NPDES
SDG: 000043
DATA FALIDSTION REPORT Analvsis; TPH

2. DATA VALIDATION FINDINGS

2.1 SAMPLE MANAGEMENT
The following are findings associated with sample management;
2.1.1 Sample Preservation, Handling, and Transport

The samples in this SDG were received at Del Mar Analytical on ice within the temperature
limits of 4°C £2°C, at 4°C. The Del Mar Analytical case narrative noted that the samples were
received intact, and the COC indicated the samples were properly preserved. No qualifications
were required.

2.1.2 Chain of Custody

The COC was signed and dated by both field and laboratory personnel. The EFH analysis
{rather than the GRO analysis) was requested in error on the COC for the Trip Blank sample. The
sample was analyzed correctly. As the samples were couriered directly to the laboratory, custody
seals were not required. No qualifications were required.

2.1.3 Holding Times

The water samples were analyzed within 14 days of collection. No qualifications were
required,

2.2 CALIBRATION

One gasoline standard initial calibration dated 03/24/05 was associated with the sample
analyses. The %RSD for GRO (C4-C12) were within the QC limit of <20%. An nitial calibration
verification (ICV) was not provided in the data package. The %D exceeded 15% in the continuing
calibration bracketing site sample Outfall 012. The GRO resuit was qualified as estimated, “J,” in
sample Outfall 012. The %Ds for all remaining CCVs bracketing the sample analyses were within
the Method QC limit of <15%. The %RSD and %Ds were recalculated from the raw data and no
transcription or calculation errors were noted. No further qualifications were required

24 METHOD BLANKS

One water method blank (SD21046-BLK 1) was associated with the sample analyses. GRO
(C4-C12) was not detected above the MDL in the method blank. Review of the raw data indicated
no false negative result. No qualifications were required.
2.5 BLANK SPIKES AND LABORATORY CONTROL SAMPLES

One water method blank spike (5D21046-BS1) was associated with the sample analyses.
GRO (C4-C12) was recovered within the laboratory-established QC limits of 70-140%. The

TFiITES6 3 Revision



Project: NPDES

SDG: 100948
DATA VALIDATION REPORT Analysis: TPy

recovery was checked from the raw data, and no caleulation or transcription errors were noted. No
qualifications were required.

2.6 SURROGATE RECOVERY

The samples were fortified with the surrogate compound 4-bromofluorobenzene (BFB).
Surrogate recoveries were within the laboratory-established QC limits of 65-140%. Recoveries
were calculated from the raw data and no transcription or calculation errors were noted. No
qualifications were required,

2.7 MATRIX SPIKE/MATRIX SPIKE DUPLICATE

MS/MSD analyses were not performed on the site sample in this SDG. Evaluation of method
accuracy was based on the blank spike results. No qualifications were required.

2.8 FIELD QC SAMPLES

Field QC samples arc evaluated, and if necessary, qualified based on method blanks and
taboratory QC samples for usability. Any remaining detects are used to evaluate the associated
samples. The following are findings associated with field QC samples:

2.9.1 Trip Blanks, Field Blanks, and Equipment Rinsates

Sample Trip Blank was the trip blank associated with site sample Outfall 012. GRO (C4-C12)
was not detected above the MDL in the trip blank. Review of the raw data indicated no false
negative result. There were no field blank or equipment rinsate samples associated with this SDG.
No qualifications were required.

2.9.2 Field Duplicates

There were no field duplicate samples in this SDG.

2.10 COMPOUND IDENTIFICATION

The laboratory analyzed for GRO (C4-C12) by Method 8015M. Compound identification is
verified at a Levei IV validation. Review of chromatograms and retention times indicated no
problems with compound identification for the samples in this SDG. No qualifications were
required.

2.11 COMPOUND QUANTIFICATION AND REPORTED DETECTION LIMITS

Compound quantification was verified for this SDG by recalculating any sample detects,
blank spike recoveries, and a representative number of surrogate recoveries. Reporting limits
were supported by the low level standard of the initial calibration and by the laboratory MDL.,
The results were reported in mg/L (ppm). No qualifications were required.

TTITEF66 4 Revision )



e Ave, Suite VD, rvine, UA 92614 LU
Tty & Suite A, Cohon, CA 92324
i ‘S,m mﬂm < ’x gz

() Del Mar Anafvtfc al

Pv"s’s }3 Paxadem Beemg Projact Ei) %Era Ouua{i 53’12 Du' g Teﬂ*
§ 300 North Lake Avenue, Saite 1200 Sampled: 04/13/05
§ Pasadena, CA 91101 Report Number: 10D0948 Recerved: (4713408
3 A fiention: Bronwvn Kai
LGRAFT: VOL ATILE FUEL H‘t DROCARBO"@S (E? A nﬂsﬁfC AL{}HS Mod. 8{)13)
MDL Reporting Sample Dilution Date Date Data

Analyte Method Bateh  Limit  Limit Result FactorExtracted Analyzed Q:;aﬁﬁers\
Sample ID: 10D0948-01 (DRAFT: Outfall 612 - Water) - cont. {%ng 6\*}

Reporting Units: mg/l
GRO (C4-C12 EPA 8013 Mod. 35D2i1046 1.0 2.0 2 200 042108 ¢421/05 Td ;.

s

o]

L
)

6‘\

Swrogate: 4-BF S (FID) (65- [40%%)

Sample 1D: YOD0948-02 (DRAFT: Trip Blank - Water)
Reporting Units: mg/l

GRO({C4-C1y EPA 30153 Mod. 5D21046  0.050 0.10 ND I 04721705 0472105 UL

Surrogute: 4-BER (FID} (65-140%) 79 %

AMEC VALIDATED

LEVEL

DRAFT REPGRT
DRALFT REPORT
DATA SUBJECT TO CHANGE
The vasulis perigin ardv 2o the sompics leated in the leboraiory, This cenors shalf not be reprodused, . § .
excepd in full, withou: writien pormission from ficl Mar Anaiviical, TODOIAE <Puge Faf 21>

B A ——



CONTRACT COMPLIANCE SCREENING FORM FOR HARDCOPY DATA

AMEC Earth & Environmental Package ID _T711TF67
550 South Wadsworth Boulevard Task Order 313150010
Suite 500 SDG No. _10DG948
Lakewood, CO 80226 No. of Analyses |

Laboratory Del Mar Date: Mav 16, 20058
Reviewer L. Calvin awerk Sie £
Analysis/Method EPH by Method 8015B

ACTION ITEMS*

Case Narrative

Deficiencies

2. Out of Scope

Analyses

3. Analyses Not Conducted

4. Missing Hardcopy

Deliverables

3. incorrect Hardcopy

Peliverables

6. Deviations from Analysis

Protocol, e.g.,

Holding Times

GCMS Tune/Inst. Performance

Calibration

Method blanks

Sutrogates

Matrix Spike/Dup LCS

Field QC

Internal Standard Performance

Compound Identification

Quantitation

Systen Performance

CGMMENTSE’ e Acceptable as reviewed.

* Subcontracted anafytical laboratery is not meeting contract and/or method requirements.

Y Differences in profocol have been adonted by the laboratory but o action against the laborstory is reauired,
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DATA VALIDATION REPORT

NPDES Monitoring

ANALYSIS: TPH/Extractable

SAMPLE DELIVERY GROUP: 10D0948

Prepared by

AMEC Denver Operations
350 South Wadsworth Bounlevard, Suite 500
Lakewood, Colorado 80226



Project: NPRES
SDG: G948
DATA VALIDATION REPORT Analysis TPH

1. INTRODUCTION

Task Order Title:  NPDES Monitoring
Contract Task Order #: 313150010
SDG#: 10D0948
Project Manager:  B. Mcllvaine
Matrix:  Water
Analysis:  TPH-Extractable
QC Level:  Level IV
No. of Samples: |
No. of Reanalyses/Dilutions: 0
Reviewer: L. Calvin
Date of Review:  May 16, 2005

The samples listed in Table 1 were validated based on the general guidelines outlined in the
AMEC Data Validation Procedure for Levels C and D Extractable Total Fuel Hydrocarbons by GC
{DVP-8, Rev. 2), USEPA SW-846 Method 8015B, and validation guidelines outlined in the USEPA
CLP National Functional Guidelines for Organic Data Review (2/94). Any deviations from these
procedures are documented herein. Qualifiers were applied in cases where the data did not meet the
required QC criteria or where special consideration by the data user is required. Data qualifiers
were placed on Form Is with the associated qualification codes. Analytes that were rejected for any
reason are denoted on the Form I as having only the “R” data qualifier and associated qualification
code(s) denoting the reason for rejection. Any additional problems with the data that may have
resulted in an estimated value were not denoted by a qualification code since the data had already

been rejected.
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Project: NPDES

SDG: 1000948
DATA ¥ALIDATION REPORT, Analysis; TPH
Table 1. Sample identification
Client ID EPAID Lab No. Matrix Method
Outfall 412 Qutfali 012 HOD0948-01 water 30158
TTITFST Revision 0
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Project: NPDES
SDG: D098
DATA ¥ALIDATION REPORT - Analysis: TPH

2. DATA VALIDATION FINDINGS

2.1 SAMPLE MANAGEMENT
The following are findings associated with sample management:
2.1.1 Sample Preservation, Handling, and Transport

The sample in this SDG was received at Del Mar Analytical laboratory on ice within the
temperature limits of 4°C £2°C. The Del Mar Analytical case narrative noted that the sample
containers were received intact. No qualifications were required.

2.1.2 Chain of Custody

The COC was signed and dated by both field and laboratory personnel, and accounted for the
analysis presented in this SDG. The EFH analysis (rather than the GRO analysis) was requested in
error on the COC for the Trip Blank sample. The sample was analyzed correctly. As the site
sample was couriered directly to the laboratory, custody seals were not required. No qualifications
were required.

2.1.3 Holding Times

The sample was extracted within seven days of sample collection and analyzed within 40 days
of extraction. No qualifications were required.

2.2 CALIBRATION

The initial calibration associated with the sample analysis was analyzed on 04/05/05. The
“aRSD was within the QC limit of <20%. The %Ds for the initial calibration verification {ICV) and
continuing calibrations associated with the sample analysis were <15%. The %RSD and YeDs were
recalculated from the raw data and no transcription or calculation errors were noted. No
qualifications were required

24 METHOD BLANKS

One method blank (5D15050-BLK 1} was extracted and analyzed with the sample in this SDG.
EFH (C13-C22) was not present above the MDL in the method biank or in the instrument blank
analyzed at the beginning of the analytical sequence. Review of the chromatograms showed no
false negatives. No qualifications were required.

2.5 BLANK SPIKES AND LABORATORY CONTROL SAMPLES
One method blank spike/blank spike duplicate pair (5D15050-BS1/BSD1) was extracted and

analyzed with the sample in this SDG. The laboratory reported recoveries of alkane range C13-C28
from spiked diesel. The recoveries were within the laboratory-established QC limits of 40-120%,

TILETFGT 3 Revision 6



Project: NPDES
8DG: 10DO948
DATA VALIDATION REPORT Analysis; TPH

and the RPD was within the QC limit of €25%. The recoveries and RPD were checked from the
raw data, and no calculation or transcription errors were noted. No qualifications were required.

2.6 SURROGATE RECOVERY

The sample was fortified with the surrogate compound n-octacosane. The sample surrogate
recovery was within the laboratory-established QC limits of 40-125%. The recovery was calculated
from the raw data and no transcription or calculation errors were noted. No qualifications were
required.

2.7 MATRIX SPIKE/MATRIX SPIKE DUPLICATE

There were no MS/MSD analyses associated with the sample of this SDG. Evaluation of
method accuracy and precision was based on the BS/BSD results. No qualifications were required.

2.8 FIELD QC SAMPLES

Field QC samples are evaluated, and if necessary, qualified based on method blanks and
laboratory QC samples for usability. Any remaining detects are used to evaluate the associated
saniple. The following are findings associated with field QC samples:

2.9.1 Field Blanks and Equipment Rinsates

There were no field blank or equipment rinsate samples associated with the site sample in this
SDG. No qualifications were required.

2.9.2 Field Duplicates

There were no field duplicate samples associated with this SDG.

2.10 COMPOUND IDENTIFICATION

The laboratory analyzed for EFH n-alkane range C13-C22 by EPA SW-846 Method 8015B.
Compound identification is verified at a Level IV validation. Review of chromatograms and
retention times indicated no problems with compound identification for this SDG. No
qualifications were required.

2.11 COMPOUND QUANTIFICATION AND REPORTED DETECTION LIMITS

Compound quantification was verified for this SDG by recaleulating any sample detect,
blank spike recoveries, and a representative number of surrogate recoveries. Reporting limits
were supported by the low level standard of the initial calibration and by the laboratory MDL.
Results were reported in mg/L (ppm). No qualifications were required.
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CONTRACT COMPLIANCE SCREENING FORM FOR HARDCOPY DATA

AMEC Earth & Environmental Package ID T711VOI101

550 South Wadsworth Boulevard Task Order 313150010

Suite 500 SDG No. _10D0948

Lakewood, CO 80226 No, of Analyses 2

Laboratory Del Mar Analytical Diate May 13, 2005
Reviewer K. Shadowlight Reviewer's Sigy urg
Analysis’Method Volatiles by 624 ‘K"a gﬁi L L
T [ i

ACTION ITEMS® =

1. Case Narrative

Deficiencies

b

Out of Scope

Analyses

3. Analyses Not Conducted

4. Missing Hardcopy

Deliverables

5. Incorrect Hardcopy

Deliverables

6. Deviations from Analysis Qualification was assigned for a %D continuing calibration outlier

GC/MS Tunednst. Performn

Cabibrations

Blanks

Surrogates

Matrix Spike/Dup LCS

Field QC

Internal Standard Performance

Compound Identification and

Quantitation

System Performance

COMMENTS? -

# Subcontracted analytical faborzatory is nol meeting contract and/or method requirements,

*_Differences in protocol have been adopted by the laboratory but o action against the laboratory is required.
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Data Qualifier Reference Table

Qualifier

Organics

fnorganics

U

NJ

)

B

The analyte was analyzed for, but was not
detected above the reported sample quanti-
tation limit,

The analyte was positively identified; the
associated numerical value is the approx-
imate concentration of the analyte in the
sample.

The analysis indicates the presence of an
analyte for which there is presumptive evi-
dence to make a "watative identification.”

The analysis indicates the presence of an
analyte that has been “tentatively jdentified”
and the associated numerical value repre-
SETHS its approximate concentration,

The analvte was not deemed above the re-
ported sample guantitation mit. However,
the reported quantitation limit is approx-
imate and tnay or may not represent the
actual limit of quantitation necessary to
accurately and precisely measure the analyte
in the sample.

The sample results are rejected due 1o
serious deticiencies in the ability to analyze
the sample and to meet quality control
criteria. - The presence or absence of the
analyie cannot be verified,

The material was analvzed for, bul was
not detected above the level of the
associated value. The associated value is
cither the sample quantitation limit or the
sample detection limit.

The associated value is an  estimated
quantity.

Not applicable.

Not applicable.

The material was analyzed [or, but was
aut deiected.  The assoviated value is an
estimate  and  may be  inaccurate or
Imprecise,

]

——
L+

The data are unusable.  (Now: Analy
may or may not be present},

;
H
1
P
'
¥
:
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Qualification Code Reference Table

Qualifier Organics fnorganies
Holding times were exceeded. Holding times were exceeded.

S Surrogate recovery was outside QC limits. The sequence or number of standards used

for the calibration was incorrect

C Calibration %RSD or %D were noncom- Correlation coefficient is <{1.995.
piiant,

R Calibration RRF was <(.05. %R for calibration is not within control

limits,

B Presumed contamination from preparation Presumed contamination from preparation
{method) blank. {method) or calibration blank.

L Laboratory  Blank  Spike/Blank Spike Laboratory Control Sample %R was not
Duplicate %R was not within contro! limits. within control limits.

€ MS/MSD recovery was poor or RPD high. MS recovery was poor.

E Not applicable Bruplicates showed poor agreement.

! faternal standard performance was unsatis- [CPICS results were unsatisfactory,
factory,

A Not applicabie, [ICT Serial Dilution %D were not within

contro! [anits.

M Tuning (BFB or DFTPP) was noncompliant. Not applicable,

T Presumed contuminailon fom aip blank, Not applicable.

+ False positive - reported compound was not
present. Not applicable.

~ False negative — compound was present but Not applicable.
net reported.

F Presumed contamination from FB, or ER. Presumed contamination from FB or ER.

5 Reported result or other information was RBeported result or other information was
incorrect, incorrect,

? TiC identity or reported retention time has Not applicable.
been changed,

D The analysis with this flag should not be used The analysis with this flag should not be used
because another more techaically  sound because another more technically  sound
analysis is available, analysis is available,

P Instrument performance for pesticides was Post Digestion Spike recovery was not within
poor, control limits.

DN The compound was detected betwaen the The compound was detecied berween the
ML and the RL and. by definition, @ MDL asd the RL and. by definition, ©
considered an estimated value, considered an estimated value,

*4 Unusual problems found with the daia that Unusual problems found with the data thar

have been described in Section 2.2, "Dam
Validation Findings.” The number following
the asterisk (*) will indicate the subsection
where a description of the problem can be
foundd {op ¥ would indicare » sample wos
not within temperature limits),

have been described in Section 2%, "Data
Validation Findings." The number totlowing
the asterisk (%} will indicate the subsection
whcre a ééx;rxptma ut {ﬁ* “wh e can be

Rt {og, .'}3%3* s
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SAMPLE DELIVERY GROUP: 10D0948
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