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1. SCOPE

This method is applicable for the quantitative determination of residues of XDE-742
and its metabolites in drinking water, ground water, and surface water. The method
was validated over the concentration range of 0.05-5.0 pg/L with a validated limit of
quantltatlon of 0.05 pg/L.
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" CAS No. 422556-08-9

Common and chemical names, molecular formulas, and the nomlnal masses for
XDE-742 and its metabolites are given in Table 1. '

2. PRINCIPLE

Residues of XDE-742 and its metabolites are analyzed without need for prior

- extraction, concentration or cleanup. The parent compound, XDE-742 and its
7-OH-XDE-742, ADTP and ATSA metabolites are analyzed directly by liquid
_chromatography with positive-ion electrospray tandem mass spectrometry
(LC/MS/MS). The XDE-742 sulfinic acid and sulfonic acid metabolites are analyzed
by liquid chromatography with negative-ion electrospray tandem mass spectrometry.
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SAFETY PRECAUTIONS

Each analyst must be acquainted with the potential hazards of the reagents, products,
and solvents used in this method before commencing laboratory work. SOURCES OF
INFORMATION INCLUDE: MATERIAL SAFETY DATA SHEETS,
LITERATURE, AND OTHER RELATED DATA. Safety information on non Dow
AgroSciences LLC products should be obtained from the container label or from the
supplier. Disposal of reagents, reactants, and solvents must be in compliance with
local, state, and federal laws and regulations.

Acetonitrile and methanol are flammable and should be used in well-ventilated areas
away from ignition sources.

Formic acid is corrosive and can cause severe burps. Liquid nitrogen can also cause
severe burns. It is imperative that proper eye and personal protection equipment be
used when handling all chemicals.

BQUIPMENT (Note 12.1.)

Laboratory Equipment

Balance, analytical, Model AElOO, Mettler-Toledo Inc., Columbus, OH 43240.

Pipetter, adjustable, Eppendorf, 10-100 L, catalog number 05-402-48, Bnnkmann

- Instruments, Inc., Westbury, NY 11590. (Note 12.2.).

Plpetter adjustable, Eppendorf 50-1000 pL catalog number 21 378-83, Brmkmann
Instruments, Inc (Note 12.2. )

Plpetter adjustable Eppendorf 1000-5000 pL, catalog number 22-46-134- 6
Brlnkmann Instruments, Inc. (Note 12.2. )

Pipet, positive-displacement, 10-100 pL capacity, model number M100, éatalog .
number F148504 Gilson Inc., Middleton, WI 53562.

Pipet, positive-displacement, 100 1000 j.LL capa01ty model number MIOOO catalog
number F148506 Gilson Inc.

Ultrasonic cleaner, Model 1200 Branson Cleaning Equipment Company, Shelton, CT

06484,

Vortex In'ix_er, Model (-560, Scientific Industries Inc., Bohemia, NY 11716.
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Chromatographic System

Column, analytical, Synergi Hydro RP 80A, 2.0 x 50 mm, 4.0-pm, catalog number -
008-4252-B0, Phenomenex, Torrance, CA 90501,

Liquid chromatograph, Symbiosis Pharma, Spark Holland Inc., Plainsboro, NJ 08536. -
Mass spectrometer, Model APT 4000, Appﬁed Biosystems, Foster City, CA 94404.
Mass spectrometer data system, Analyst 1.4.1, Applied Biosystems.

GLASSWARE AND MATER_IALS (Note 12.1.)

Bottle 1.0-L, media bottle, catalog number 06-423-3D, Fisher Scientific, Piitsburgh,

PA 15275.

Collection plate, 96-well, 2-mL, catalog number 121-5203, Argonaut Technologies,

-Inc., Redwood City, CA 94063.

Collection plate sealing cap, catalog number 121-5205, Argonaut Technologies, Inc.
Flask, volumetric, 100-mL, catalog number 5640-.100, Corning Inc., Acton, MA 01720.

Flask, volumetric, 200—mL' catalog number 5640-200, Coming Inc.

-Cyhnder graduated 100- ml, catalog number 20024-100, Klmble/Kontes Vineland,

NJ 08360
Cylinder, graduated, 500-mL, catalog number 20024—500, Kimble/Kontes.
Cylinder, graduéted 1000-mL, Catalog number 20024—1000- Kimble/Kontes.

Pipet, polyethylene dlsposable transfer, 3-mL, catalog number 13-711- 7 Fisher

Scientific.

- Pipet, volumetric, 3.0-mL, cataldg nﬁmber 13-650-2D, Fisher Sciéntiﬁc_ Company.

Pipet, volumetric, 5.0-mL, ¢atalog number 13-650-2F, Fisher Scientiﬁc Company.
Pipet, volumetric, 9.0-mL, catalog number 13-6_50-2K, Fisher Scientific Cbmpany.
Pipet, volumetric, 10.0-mL, catalog number 13-650-2L, Fisher Scientific Company.-

Pipet, volumetric, 20.0-lmL, catalog number 13—650-2N, Fisher Scientific Company.
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5.15.  Pipet, vqumetric 30.0-mL, catalog number 13-650-2Q, Fisher Scientific Company. -

5.16.  Pipetter tips, Brinkmann Eppendorf, 1 200 pL tip, catalog number 22351371,
Brinkmann Instruments, Inc.

5.17.  Pipetter tips, Brmkmann Eppendorf 300-pL tip, catalog number 2235 1419 Brinkmann
Instruments, Inc.

5.18. Pipetter tips, Brinkmann Eppendorf, 1000-uL tip, catalog number 22350901,
Brinkmann Instruments, Inc.

5.19. Pipet tip, posmve displacement; 100-pL capacity, capillary piston number CPlOO
catalog number F148414, Gilson Inc.

- 5.20.  Pipet tlp, positive-displacement, 1000-pL capa01ty capillary piston number CP1000,
catalog number F148560, Gilson Inc. :

5.21.  Vial, autosampler, 2—mL catalog number C4000-1W, National Scientific Company,
' ‘Duluth, GA 30097.

5.22. Vial, 40-mL, WIth PTFE-lined screw cap, catalog number B7800-6, National Scientific

Company.
5.23. Vial cap, for autosampler vial, catalog number C4000-54B, National Scientific
Company. _
6. REAGENTS, STANDARDS, AND PREPARED SOLUTIONS (Note 12.1.)

6.1.  Reagents

6.1.1.  Acetonitrile, ChromAR HPLC grade, catalo0r number 2856, Mallinckrodt Baker Inc
Paris, K'Y 40361.

6.1.2.  AmQuelH+Plus®, instant water detoxifier, item number 33411 (1 oz.) or 33444 (4 0Z. )
Kordon® (Division of Novalek, Inc.), Hayward CA 94545-1114. (Note 12.3)) -

613 Formic a01d ACS reagent grade, 96% purity, catalog number 25,1364,
Sigma-Aldrich Inc., St. Louis, MO 63103.

6.1.4.  Methanol, ChromAR HPLC grade, catalog number 3041, Mallinckrodi-Baker Inc.
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Nitrogen, refrigerated liquid, catalog number LQNI, BOC Gases, New Providence, NJ

07974.

Water, OmniSolv grade catalog number WX-0004-1, EMD Chemlcals Inc
Gibbstown, NJ 08027.

Staridards

XDE-742, N-(5,7-dimethoxy[1,2,4]triazolo[ 1,5-a]pyrimidin-2-y1)-2-methoxy-4-
(trifluoromethyl)-3-pyridinesulfonamide

7-OH-XDE-742, N-(7-hydroxy-5-methoxy[1,2,4]triazolof 1,5- a]pyr1m1d1n 2-yl)-2-
methoxy-4- (trlﬂuoromethyl) 3-pyr1dmesu1fonam1de

ADTP metabolite of XDE-742, 5,7-d1meth0xy[1,2,4]triazolo'[1,5-a]pyrimidin—2-amine

ATSA metabolite of XDE-742, N—(S—amih0-1H~l ,2,4-triazol-3-yl)-2-methoxy-4-
(trifluoromethyl)pyridine-3-sulfonamide

~sulfinic acid rnetabohte of XDE-742, 2-methoxy-4-(trifluoromethyl)pyridine-3-sulfinic

ac:1d

sulfonic acid metabolite of XDE-742, 2—methoxy-4 (trlﬂuoromethyl)pyndme 3-
sulfomc acid

Obtain all of the above from the Test Substance Coordinator, Dow AgroSciences LLC,
9330 Zionsville Road, Building 304, Indianapolis, IN 46268.

Prepared Solutions

acetonitrile + 0.3% formic acid (initial sample diluent)

Measure 1000 mL of acetonitrile using a 1-L gradueted cylinder and transfer to a 1-L.
bottle. Pipet 3.0 mL of formic acid (96%) into the same 1-L bottle. Cap the bottle and
mix. Allow the sotution to equilibrate to room temperature before use.

-acetonitrile + 0. 01% formic acid (mobile phase B) -

Measure 10600 ml. of acetomtnle using a 1-L graduated cylinder and transfertoa 1-L
bottle. Pipet 0.1 mL of formic acid (96%) into the same 1-L bottle.  Cap the bottle and
mix. Allow the solution to equilibrate to room temperature before use.
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acetonitrile/water (80:20) +0.01% formic acid (autosampler wash solution)

Measure 800 mL of acetonitrile using a 1-L graduated cylinder and transfer to a 1-L
bottle. Measure 200 mL of HPLC-grade water using a 500-mL graduated cylinder and
transfer to the same 1-L bottle. Pipet 0.1 mL of formic acid (96%) into the 1-L bottle.
Cap the bottle and mix. Allow the solution to equilibrate to room temperature before
use.

AmQuel+Plus, 12.5- pl/mL aqueous dilution (instant water detoxifier)

Pipet 10 mL of HPLC-grade water into a 40-mL vial. Pipet 125 uL of the
AmQuel-Plus product into the same vial. Cap the sample vial with a PTFE-lined cap
and vortex mix for 5-10 seconds.

water + (.01% formic acid (mobile phase A)

Measure 1000 mL of HPLC-grade water using a 1-L graduated cylinder and transfer to

a 1-L bottle. Pipet 0.1 mL of formic acid (96%) into the same 1-L bottle. Cap the
bottle and mix. Allow the solution to equilibrate to room temperature before use.

water + 0.03% formic acid (final diluent for the calibration sfandards)

Measure 1000 mL of HPLC-grade water using a 1-L graduated cylinder and transfer to
a 1-L bottle. Pipet 0.3 mL of formic acid (96%) into the same 1-L bottle. Cap the
bottle and mix.  Allow the solution to equilibrate to room temperature before use.

water/acetonitrile (90:10) + 0.03% formic acid (used for final sample dilution when
further dilution is needed) (Note: This solution will only need to be prepared for
sample dilution if the analyte concentration is found to be outside the range of the
callbratlon curve. ) :

Measure 900 mL of HPLC-grade water using a 1-L graduated cylinder and transfer to a
1-L bottle. Measure 100 mL of acetonitrile using a 100-mL graduated cylinder and
transfer to the same 1-L bottle. Pipet 0.3 mL of formic acid (96%) into a 1-L bottle.
Cap the bottle and IlllX Allow the solution to equilibrate to room temperature before

-ouse.

PREPARATION OF STANDARDS (Note 12.4. and 12.5.)

Preparation of Fortification Soluitions

Weigh 0.0100 g of XDE-742 ahalytical standard and quantitatively transfer to a

100-mL volumetric flask with methanol. Dilute to volume with methanol to obtain a

_100 ug/mL stock solution.
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Weigh 0.0100 g of 7-OH- XDE~742.analhytical standard and quantitatively transfer to a
[00-mL volumetric flask with methanol. Dilute to volume with methanol to obtain a
100-pg/mL stock solution.

Weigh 0.0100 g of ADTP metabolite of XDE-742 analytical standard and
quantitatively transfer to a 100-mL. volumetric flask with methanol. Dilute to volume
with methanol to obtain a 100-pg/mL stock solution.

Weigh 0.0100 g of ATSA metabolite of XDE-742 analytical standard and _
quantitatively transfer to a 100-mL volumetric flask with methanol Dilute to volume
with methanol to obtain a 100-pg/mL stock solution.

Weigh 0.0102 g (corrected for the molecular weight as the lithium salt) of sulfinic acid
metabolite of XDE-742, {ithium salt analytical standard and quantitatively transfer to a
100-mL volumetric ﬂask with methanol. Dilute to volume with methanol to obtain a
100-pg/ml. stock SOlllthl’l

- Weigh 0.0100 g of sulfonic acid metabolite of XDE-742 analytical standard and

quantitatively transfer to a 100-mL volumetric flask with methanol. Dilute to volume
with methanol to obtain a 100-pg/mL stock solution.

Pipet 10.0 mL of each of the 100-pg/mL solutions prepared in

Sections 7.1.1 through 7.1.6 into a single 200-mL volumetric flask and dilute to volume
with acetonitrile to obtain a mlxed stock solution containing 5.0 pg/mL of each
compound.

Pipet 10.0 mL of the 5.0-pg/mL solution prepared in Section 7.1.7 into a 100-mL
volumetric flask and dilute to volume with acetonitrile to obtain a mixed fortification
solution containing 0.50 pg/mL of each compound.

Pipet 10. 0 mL of the 0. SO . -pg/mL mixed solution in Section 7.1.8 into a 100-mL
volumetric flask and dilute to volume with acetonitrile to obtain a 0.050- ug/mL mixed
fOI‘tlflCﬂthIl solution.

Pipet 10.0 mL of the 0.05-pg/mL solution in Section 7.1.9 into a 100-mL volumetric
flask and dilute to volume with acetonitrile to obtam a 0.005- pg/mL mlxed fortlﬁcatton
solution. ‘
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7.1.11.  Prepare fortification solutions by diluting the above stock solutions from
Sections 7.1.8-7.1.10 with acetonitrile as follows:

Concentration . Aliquot of Final Soln. Spiking Soln. Equivalent

of Stock Soin. Stock Soln, Volume Fina} Cone. Sample Conc.?
pg/mi ‘ mL mlL pg/ml ng/l,
0.005 - 300 100 0.0015 0.015
0.005 --- ' --- 0.005 4 0.050
0.050 --- --- 0.050 0.500°
0.500 S --- 0.500 5.00

? The equivalent sample concentration is based on fortifying a 9.0-mL control water
sample with 90 pL of spiking solution.

72, Preparation of Calibration Standards for Ouant;'tation (Note 12.6.)

7.2.1.  Prepare mixed calibration solution 10X concentrates by pipetting the specified volume
of the mixed fortification solutions (Sections 7.1.8 - 7.1.10) and diluting each to a final
volume of 100 mL with acetonitrile. The concentrations of the mixed stock calibration
standard concentrates are as follows:

Concentration Aliquot of
of Stock . Stock Calibration
Calibration Calibration Final Soln. - Soln. Equivalent

Soln. Soln. Volume - Concentrate = Sample Conc.b
: ' Final Conc.2

ng/mL mL mL ng/mL ug/L
0.005 ' 3.0 100.0 0.15 0.0135
0.005 100 100.0 - 0.50 0.045
0.050 5.0 100.0 2.50. 0.225
0.050 10.0 100.0 -5.00 0.45
0.050 20.0 100.0 10.0 0.90
0.50 5.0 100.0 25.0 2.25
0.50 10,0 100.0 50.0 4.5
0.50 20.0 100.0 100.0 9.0

@ Note that the mixed calibration solution concentrates are 10X the concentration of the
final calibration standards. A 1.0-mL aliquot of each of these concentrates is diluted
with 9.0 mL of water containing 0.03% formic acid in order to prepare the final
‘calibration standards. This dilution to prepare the final calibration standards should
be performed daily or with each new sample set. _ _

b The equivalent sample concentration is based on taking a 9.0-mL water sample which
will be diluted to a final volume of 10.0 mL. : : ‘ '
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8. LIQUID CHROMATOGRAPHY/TANDEM MASS SPECTROMETRY (LC/MS/MS)
CON]?ITIONS

8.1, Typical Ihstru'mental.Conditions for XDE-742 and its 7-OH-XDE-742. ADTP and
ATSA Metabolites using Positive-ion Electrospray (Note 12.7.)

~ Instrumentation: - Spark Holland Symbiosis Pharma ,
o : MDS/Sciex API 4000 LC/MS/MS System
MDS/Sciex Analyst® 1.4.1 data system

Column: Phenomenex Synergi Hydro-RP 80A
50 x 2.00 mm, 4-um
Column Temperature: Ambient
- Injection Volume: 100 puL
~ Autosampler Wash Autosampler loop and needle washed with:
Program: _ 1) 500 pL of acetonitrile/water (80:20) containing 0.1%

formic acid : _
2) 500 pL of acetonitrile/water (80:20) containing 0.1%
formuc acid with valve wash
3) 500 pL of methanol with valve wash
4y 500 pL of water with valve wash
5} 500 pL of water

Run Time: o ' Approximately 15.0 minutes
Mobile Phase: A -~ water containing 0.01% formic acid - |

B - acetonitrile containing 0.01% formic acid

Flow Rate: ‘ 300 pl/min

Gradient:. ) Time, min =~ Solvent A, %  Solvent B, %
‘ 0.01 100 E 0
1.01 _ 100 0
7.01 50 50
8.00 10 .90
10.00 10 90
11.00 ' 100 ' -0

15.00 100 0

GRMOS19 | | - | . Paged




) DoW_Angciences LLC

- -GRM 05.19

Study 1D 051039
Page 36
Flow Diverter: Time, min Direction
0.0—3.9 waste
3.9—-8.0 - source
8.0—end of run. ‘waste
Ionization Mode: electrospray
Polarity: positive
Scan Type: MRM -
Resolution: Q1 —unit, Q3 — low
Curtain Gas (CUR): 30 psi
Collision Gas (CAD): 4 psi
Temperature (TEM): . 450 °C
Ion Source Gas 1 (GS1): 45 psi
-Ion Source Gas 2 (GS2): - 75 psi
Acquisition Time Delay: 4.0 minutes
Period Duration 4.0 minutes
IonSpray Voltage (IS): +5000 volts
Analytes: Precursor Ion  Product Ion Dwell Collision
. Q1 Q3 Time, ms Energy, v
XDE-742 (quantitation) 435.1 195.1 100 37
XDE-742 (confirmation) 4351 = 82.0 100 - 70
7-OH-XDE-742 (quantitation) 4209 181.0 100 37
7-OH-XDE-742 (confirmation) 420.9 148.1 100 59
ADTP (quantitation) 196.2 115.1 100 29
ADTP (confirmation) - 196.2 163.9 100 29
ATSA (quantitation) 339.0 99.1 100 33
ATSA (confirmation) 339.0 572 100 81
- Page 10 -
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8.2.

‘Typical Instrumental Conditions for the XDE-742 Sulfinic Acid and Sulfonic Acid

Metabolites using Negative-ion Electrospray (Note 12.7.)

Instrumentation:

| Column:

Column Temperature:
Injection Volume:

Autosampler Wash
Program:

Run Time:

Mobile Phase:

Flow Rate:

Gradient:

- Flow Diverter Program:

GRM 05.19

Spark Holland Symbiosis Pharma
MDS/Sciex API 4000 LC/MS/MS System
MDS/Sciex Analyst® 1.4.1 data system

Phenomenex Synerg1 Hydro-RP 80A |
50 x 2.00 mm, 4-pum

Ambient

25 ul

Autosampler loop and needle washed with: _

1) 500 pL of acetonitrile/water (80:20) containing 0.1%
formic acid _

2) 2 x 500 pL of acetonitrile/water (80:20) containing 0.1%
formic acid with valve wash ‘

.3) 500 pL of methanol with valve wash

4) 500 ul. of water with valve wash

Approximately 10.0 minutes

A~ water containing 0.01% formic acid

B — acetonitrile containing 0.01% formic acid

300 pL/min
Time, min Solvent A, % Solvent B, %
0.01 ' 100 0
5.01 10 g 90
6.01 10 .90
6.15 _ 100 _ 0
10.15 ' 100 -0
Time, min - Direction
- 0.0—1.9 waste
1.9—6.0 _ source
6.0-—end of run - waste,

" Page 11
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Jonization Mode: _ | electrospray
Polarity: negative
Scan Type: MRM
Resolution: Q1 —unit, Q3 —unit
Curtain Gas (CUR): _ 30 psi
Collision Gas (CAD): 4 psi
Temperature (TEM): : 450 °C
fon Source Gas 1 (GS1):. 45 psi
Ion Source Gas 2 (GS2): 75 psi
Acquisition Time Delay: 2.0 minutes
Period Duration 4.0 minutes
IonSpray Voltage (IS): . -4200 volts
Analytes: - Precursor lon  Product Ion Dwell - Collision
Ql _ Q3 Time, ms Energy, v
Sulfinic acid (quantitation) 2399 . 175.8 150 -12
Sulfinic acid (confirmation) 239.9 155.7 - 150 -20
Sulfonic acid (quantitation) . 255.7 149.0 - 150 , -40

Sulfonic acid (confirmation) . 2557 79.7 150 .54

8.3. Mass Spectra

Full-scan and prddlictdon mass spectra of XDE-742 and its metabolites are shown in
Figures 1-6. :

8.4. ) Tvpical Calibration Curves'

Typical calibration curves for the determmatlon of XDE-742 and its metabohtes in
water are shown in Flgures 7-18.

8.5. Typical Chromato;.{rams

Typical chromatograms of a standard, a control sample, and a 0.05-pg/L (LOQ)
recovery sample for the determination of XDE-742 and each of its metabolites in
drinking water are illustrated in Figures 19-24. (Chromatograms for ground water and -
surface water samples were similar to those for drlnkmg water.)
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DETERMINATION OF RECOVERY OF XDE—742 AND ITS METABOLITES
FROM WATER

Method Validation

Validafe the analytical procedure given in Section 9.3 by aneilyziﬁg the following with
each sample set: ' '

At least one reagent blank.
At least one unfortified control. _
At least one control fortified at the limit of detection.

- At least two controls fortified at the limit of quantitation. o
(At least two controls fortified at the expected residue concentration in the samples.

Sampie Preparation

It is recommended that field samples be treated with AmQuel+Plus, as per the
mstructions on the bottle, at the time of collection in order to stabilize residues prior to
analysis. The manufacturer’s standard treatment dose is 5 mL of AmQuel+Plus per
each 10 gallons (40 liters) of water. No other prior preparation is needed for water
samples. Samples may be stored refrigerated or frozen prior to analysis. '

Sample Analysis

Pipet 9.0-mL portions of a well-mixed water sample into a series of 40-mL vials. _
(Critical Step: Proceed to Step 9.3.5 for field samples that have been previously treated
with AmQuel+Plus, as per the instructions on the bottle, at the time of collection.)

“For preparing unfortified or fortified control samples (and/or for samples that have not

been previously treated with AmQuel+Plus), add 100 pl of a diluted solution of
AmQuel+Plus (Section 6.3.4). (Critical Step: For fortified samples, it is critical that
the diluted solution of AmQuel+Plus be added prior to fortification.)

Cap the é.ample’ vial with a PTFE-lined cap and vortex mix the sample for 5-10 seconds.
Additionally, for preparing fortified control samples, add a 90-uL aliquot of the
appropriate spiking solution (Section 7.1.11) to control water samples to obtain
concentrations ranging from 0.015t0 5.0 pg/L. .

Add 1.0 mL of acetonitrile containing 0.3% formic acid tdeaé_h sample.

Cap the sample vial with a PTFE-lined cap and then vortex mix the sample for
5-10 seconds. -

Prepare the calibration standards by pipetting a 1.0-mL aliquot of each of the mixed
calibration solution concentrates (Section 7.2.1) into a'series of 40-mL vials.

GRM 0519 | - _ Page 13
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9.3.8.  Pipet 9.0 mL of HPLC-grade water containing 0.03% formic acid (as prepared in
Section 6.3.6.) into each of the vials (from Step 9.3.7) in order to prepare the final
mixed calibration standards from the concentrates. (Critical Step: This dilution step
for preparation of the final calibration standards should be performed with each new
sample set or at least daily.)

9.3.9. Cap the vials (Step 9.3.8) with PTFE-lined caps and then vortex mix the final
calibration standards for 5-10 seconds. :

9.3.10. Transfera pértion of the sample (Step 9.3.6) and portions of the final calibration
: standards (Step 9.3.9) to 2-mL autosampler vials and seal the vials with a cap, or
transfer portions to a 96-well plate and cap the plate.

9.3.11. For the determination of XDE-742, and its 7-OH-XDE-742, ADTP and ATSA
~ metabolites, analyze the calibration standards and samples by HPLC with positive-ion
electrospray tandem mass spectrometry as described in Sections 8.1. For the
determination of the XDE-742 sulfinic acid and sulfonic acid metabolites, analyze the
calibration standards and samples a second time by HPLC with negative-ion
electrospray tandem mass spectrometry as described in Section 8.2. Determine the
suitability of the chromatographic system using the following performance criteria:

a. Standard curve linearity: Determine that the coefficient of determination (r* ) equals
or exceeds 0.995 for the least squares equation which describes the detector
response as a function of standard curve concentratlon

b. Peak resolution: Visually determine that sufficient resolutlon has been achieved for
the analyte relative to background mterferences

- €. Appearance of chromatograms: Vlsually determine that the chromatograms
resemble those shown in Figures 19-24 with respect to peak response, baseline
noise, and background interference. Visually determine that a minimum signal-to-
noise ratio of 10:1 has been attained for each analyte in the 0 05-ng/mL calibration

- standard.

93.12. Ifany sample concentrations exceed the range of the standard calibration curve, use a
water/acetonitrile solution (90:10) containing 0.03% formic acid to proportionally
 dilute those samples in order to obtain responses within the range of the calibration
- curve.

GRMOs.19 I - Page 14
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10. CALCULATIONS

10.1. Calculation of Standard Calibration Curves for XDE-742 and its Metéboli-tes m Water

10.1.1.  Inject a series of calibration standards (Section 7.2.1) using the conditions described in
- Section 8 and determine the peak areas for XDE-742 and its metabolites as indicated

below:
XDE-742 miz QLIQ3 435/195 (quantitation)
' - m/z Q1/Q3 435/82 (confirmation)
7-OH-XDE-742 m/z Q1/Q3 421/181 (quantitation)
: ' m/z Q1/Q3 421/148 (confirmation)
. ADTP metabolite of XDE-742  m/z QUQ3 196/115 (quantitation)
' m/z QL/Q3 196/164 (confirmation)
~ ATSA metabolite of XDE-742 m/z Q1/Q3 339/99 (quantitation)

‘m/z Q1/Q3 339/57 (confirmation)

sulfinic acid metabolite of XDE-742 m/z Q1/Q3 240/176 (quantitation)
: - m/z QUQ3 240/156 (confirmation)

sulfonic acid metabolite of XDE-742  m/z Q1/Q3 256/149 (quantitation)
' m/z Q1/Q3 256/80 (confirmation)

10.1.2. Prepare a standard curve by plotting the concentration of XDE-742 and its metabolites
on the abscissa (x-axis), and the respective peak area on the ordinate (y-axis), as shown -
in Figures 7-18. Using linear regression analysis {13.1.) with a 1/x weighting (13.2.),
“determine the equation for the curve with respect to the abscissa. (Note 12.8.)

For example, using XDE-742 data from F igure 7:

o ¥ _ Y — intercept
' slope
XDE-742conc. _ [ XDE-742 peak area — intercept
(ng/mL) o slope i
XDE - 742 conc. _ (XDE-742peak area — (30225 .8))
2804644

(ng/mlL.)

~GRMOsIO R | _ o | Page i5
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10.2. Calculation of Percent Recovery for XDE-742 and its Metabolites

10.2.1.  Determine the gross concentration in each recovery sample by substituting the peak
area obtained into the above equation and solving for the concentration.

For example, using the data for XDE-742 from the 111_]ect10n of the drinking water
sample fortified at 0.050 pg/L, Figure 19 (c): :

XDE -742 conc. _ [ XDE - 742 peak area — (30225.8087))
(ng/mL) - 2804644
XDE - 742 conc. _ [ 146523 — (30225.8087)]
(gross ng/mL) - 2804644

XDE -742 canc.
(gross)

]

.0.04147 ng/ml.

Correct the concentration of XDE-742 found in the final sample prepared for anélysis
diluted to a volume of 10.0 mL by accounting for the original water sample aliquot
volume of 8.0 mL as follows:

XDE-742conc. ' Final sample vol.(mL)

_ = 0.04147 ng/mL x —— x 1 (dil)
{gross ng/mL). _ : Initial sample vol. (mL) :
XDE-742conc. | 10.0mL

=" 0.04147 ng/mL x x 1 (dil)
| 9.0mL

(grossng/mL)

XDE -742 conc.

0.0460 ng/mL (or 0.0460 ug/L)
(gross) '

where:

Aliquot taken (i.nitial) 9.0 mL
'Final volume of sample = 10.0 mL L
Dilution (dll) factor (of ﬁnai sample volume, if needed) = I

10.2.2. Determine the net concentration of XDE-742 and its metabolites in each recovery
sample by subtracting any contribution found at the retention time of the analyte in the
unfortified control sampie from that of the gross analyte concentration found in the
recovery sample. '

GRM 05.19 ‘ D o Pagets
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For example, using the data for XDE-742 from Figure 19:

XDE-742 conc, = XDE-742 conc. — XDE-742 conc.
{net pg/L) (gross pg/L) (control pg/l.)
XDE-742 conc. = 0.0460 pg/L — 0.0000 pg/L
(net pg/L) :
XDE-742 conc. =  0.0460 pg/L
(net)

10.2.3. Determine the percent recovery by dividing the net concentration of each recovery
sample by the theoretical concentration added. :

Recoﬁzery = conc. found x 100%
conc.added
Recovery = %%%x 100%
050pg _
Recovery = 92%

10.3. Determination of XDE-742 and its Metabolites in Water Samples

10.3.1. Determine the gross concentration of XDE-742 and its metabolites in each water =
~. sample by substituting the respective peak area obtained into the equation for the
standard calibration curve and calculating the uncorrected residue result as described in
Section 10.2.1. B

10.3.2.  For those samples that require correction for method recovery, use the average recovery
of all the recovery samples from a given sample set to correct for method efficiency.
For example, continuing with the data from Figure 19 and the average recovery from
Table 2 for the samples analyzed on 20-Jan-2006: -

XDE-742conc. _  XDE-742conc. 100
(corrected pg/L) (grossug/L) Average % Recovery

100

XDE -742 conc. 0.0460. g/l x 'E

(corrected pg/L)

XDE -742 conc.

(corrected)

I

0.0484 pg/L
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11.  RESULTS AND DISCUSSION

11.1.  Method Validation
11.1.1. " Recovery Levels and Precision

A method validation study was conducted to determine the recovery levels and the
precision of the method for the determination of XDE-742 and its metabolites in
drinking water, ground water, and surface water. The individual quantitative and
confirmative results are listed in Tables 2-19 and they are summarized in Tables 20-31.

For all six of the analytes, the individual quantitative recoveries from the validation
study were between 72 and 119%, while the average quantitative recoveries for each of
the six analytes at each fortification level were between 87 and 113%.

11.1.2.  Standard Curve Linearity

F or the linear regressmn analysis with 1/x weighting, the coefficients of determination
(r ) were all greater than or equal to 0.9972 for all of the calibration curve
determinations during the method validation for XDE-742 and its metabolites. The
results indicate linearity of the detector response as a function of the standard
concentration.

11.1.3.  Calculated Limits of Quantitation and Detection

Following established guidelines (13.3), the limits of quantitation (LOQ) and detection
(LOD) for the determination of XDE-742 and its metabolites in water were calculated .
using the standard deviation from the 0.050-ug/L recovery results. The LOQ was
calculated as ten times the standard deviation (10s), and the LOD was calculated as
three times the standard deviation (3s) of the results. The results are summarized in
Tables 32-43.

- The calculated LOQ derived by using the results from the quantitative-ion transitions
for all of the analytes ranged from 0.0095 to 0.0455 pug/L with one exception. The
calculated LOQ for the sulfonic acid in drinking water was 0.0535 pg/L. The
calculated LOQ supports the method LOQ of 0.050 pg/L for each analyte. In a similar
fashion, the calculated L.OD ranged from 0.0029 to 0.0137 pg/L with one exception.
The calculated LOD for the sulfonic acid in drinking water was 0.0161 pg/L. The
calculated LOD supports the method validation study LOD of 0.015 pg/L.

In actual residue samples, numerical results should be reported as less than the LOQ
(<0.05 pg/L) for residues that are equal to or above the LOD but less than the validated
LOQ, indicating that the results are being reported at a lower confidence level. For
residues less than the LOD results should be reported as not detected.

GRM05.19 - . - ' | : . _— © Page 18
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11.2.  Specificity of Method and Confirmation of Residue Identity

The method is specific for the determination of XDE-742 and its metabolites by virtue -
of the chromatographic separation and selective detection system used. Further
confirmation should not be necessary due to the highly specific nature of the MS/MS
transitions. Further confirmation can be achieved, if necessary, by monitoring
additional MS/MS transitions as described in Sections 8.1 and 8.2.

11.2.1. Inject the series of calibration standards described in Section 7.2.1 and determlne the
peak areas for the analytes as indicated below.
XDE-742 | m/z Q1/Q3 435/195 (quantitation)
: ' ' m/z Q1/Q3 435/82 (confirmation)

7-OH-XDE-742 m/z Q1/Q3 421/181 (quantitation)
' ' m/z Q1/Q3 421/148 (confirmation)

ADTP metabolite of XDE-742  m/z QU/Q3 196/115 (quantitation)
' ' : ' . m/z Q1/Q3 196/164 (confirmation)

ATSA metabolite of XDE-742 - m/z Q1/Q3 339/99 (quantitation)
- m/z Q1/Q3 339/57 (confirmation)

sulfinic acid metabolite of XDE-742 . _'m/z Q1/Q3 240/176 (quantitation)
' : - m/z Q1/Q3 240/156 (confirmation)

sulfonic acid metabolite of XDE-742 m/z Q1/Q3 256/ 149 {quantitation)
- m/z Q1/Q3 256/80 (confirmation)

11.2.2. For each standard, calculate each analyte’s confirmation ratio. Use the average
confirmation ratio for each analyte to conﬁrm the presence of the analyte in the water

samples. . -

peak area of confirmation transition

confirmation ratio = — —
: peak area of quantitation transition

- For example, using the data for XDE-742 from Figure 19a:

confirmation ratio peak arca at m/z 435.1/82.0

(m/z435.1/82.0/ m/z 435.1/195.1) peak area at m/z 435.1/195.1
PR : o 17430
_ confirmation ratio = o= - 0.1033

 (m/z435.1/82.0/ m/z435.1/195.1) T Tes747
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Confirmation of the presence of analytes is indicated when the retention time of the

- samples maiches that of the standards and the confirmation ratio for the sample is

within the range of £20% of the average found for the standards.

Assay Time

A typical analytical run would consist of a minimum of eight standards encompassing
the expected range of sample concentrations, a reagent blank, a control (a non-fortified
sample), a minimum of three fortified controls (two of which must be at the LOQ), and
25 samples. This typical analytical run can be prepared in approximately 3 hours,
followed by the chromatographic analysis.

Since the prepération_ of samples for analysis is relatively short, there are no acceptable
“stopping points” described in the method, where sample preparation (Section 9) may
be suspended, upon completion of a step, w1th0ut deleterious effects on the sample
analysis.

NOTES

Equipment, glassware, materials, reagents, and chemicals considered to be equivalent
to those specified may be substituted with the understanding that their performance
must be confirmed by appropriate tests. Common laboratory supphes are assumed to
be readily avallabie and are, therefore not listed.

EIectromc pipets are used only for pipetting aqueous solutions. If they are used for
pipetting non-aqueous solutions, the pipets should be calibrated following the
manufacturer’s instruction manual and Standard Operating Procedures (13.4).

The product AmQuel+Plus, is a proprietary solution containing sodium
hydroxymethanesulfonate according to the manufacturer.

Section 7 provides' suggested concentrations for the preparation of fortification and
calibration standards. Other dilution schemes may be followed.

Sonication is required to ensure that some of the anaIyt1caI standards thoroughly
drssolve in the mltlal methanol solution.

The dilutiorl of the calibration squtions for use should be made. fresh daily or with each
sample set as the sufinic acid is known to slowly degrade to the sulfomc acid in an
aqueous environment.

The mnstrumental conditions may be modified to obtain optimal chromatographlc
separation and sensitivity.

Other 'regreSSion techniques may also be used based on detector response. .
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Identity and Structures of XDE-742 and Its Metabolites

Common Name of Comﬁound

Structural Formula and Chemical Name (JUPAC)

XDE-742 OCH,
_ : ' CF
Molecular Formula: C14H 3 F3NgOsS - 30 N—N X
Formula Weight: 4344 g/mole NN |l
Nominal Mass: 434 SN 4J\
AS N N0 H "
C umber 422556-08-9 OCH,
N-(5,7-dimethoxy[1,2,4]triazolo[ 1,5-a]pyrimidin-2-yl)-2-
methoxy-4-(trifluoromethyl)pyrfidine-3-sulfonamide
7-OH-XDE-742 OH
| | CF,
Molecular Formula: ~ Cy3Hy FsNeOsS O N—N%
Formula Weight: 420.3 g/moie N g N—I\ /J\
Nominal Mass: 420 N= 1 H,
_ O H
CAS Number NA OCH,

N-(7-hydroxy-5-methoxy[1,2,4]triazolo[1,5~a]pyrimidin-2-yi)-2-
methoxy-4-(trifluoromethyl)-3-pyridinesulfonamide

Formula Weight: -
Nominal Mass:

CAS Number

Molecular meula.

ADTP metabolite of XDE-742

C7H9N502
195.2 g/mole

195

NA

OCH;

N—=N" %
A2 2

5,7-dimethoxy[1,2,4]triazolof 1 ,5-a]pyrimidin-2-amine

Formula Weight:
" Nominal Mass:

'CAS Number

Molecular Formula: -

ATSA metabolite of XDE-742

CoHgF3NO3S
338.27 g/mol

338

NA

CF
\
=
oC

3
N——-NH

N—‘\)\

o:m:o

X

3

N-(5-anmuno-1H-1,2 4-triazol-3-y1)-2-methoxy-4-
(trifluoromethyl)pyridine-3-sulfonamide
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Table 1. (Cont.)  Identity and Structures of XDE-742 and Its Metabolites

sulfinic acid metabolite of XDE-742

Molecular Formula: C/HF;NO5S
Formula Weight: 241.19 g/mol
Nominal Mass: 241

CAS Number NA

sulfonic acid metabolite of XDE-742
Molecular Formula:  C,HgF;NO,S
Formula Weight: 257.19 g/mol
Nominal Mass: 25_7

CAS Number NA

2-methoxy-4-(triflucromethylpyridine-3-sulfonic acid

GRM 05.19
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Table 2. Recovery of XDE-742 from Drinking Water
XDE-742 Quant - XDE-742 Confirm
Analyte  {Q1/Q3 m/z 435.1/195.1) . (Q1/Q3 m/z 435.1/82.0)
Sample Sample Date of Added Found % Found %
Number Mairix Analysis® {pg/L) (ug/L)>  Recovery (ug/L)® . Recovery®
189-0001  drinking water  20-Jan-2006  0.000 ND! - ND -
154-0001  drinking water  23-Jan-2006 0.000 ND - - 0.0005 -
189-0001  drinking water ~ 20-Jan-2006 0.015 . 0.0085° NAf 0.0105 NA
194-0001  drinking water  23-Jan-2006 0.015 0.0108 NA 0.0143 NA
189-0001" drinking water - 20-Jan-2006 0.050 0.0460 92 0.0523 103
189-0001 drinking water 20-Jan-2006 0.050 - 0.0464 93 0.0487 97
189-0001  drinking water  20-Jan-2006 0.050 0.0443 89 0.0439 88
194-0001  drinking water  23-Jan-2006 0.050 0.0466 93 0.0499 100
194-0001  dninking water = 23-Jan-2006 0.050 0.0471 94 0.0478 96
194-000t  drinking water = 23-Jan-2006 0.050 0.0471 94 0.0467 93
189-0001 drinking water  20-Jan-2006 5.00 4921 98 4.750 95
189-0001 drinking water  20-Jan-2006 5.00 4.903 98 4.698 94
189-0001  drinking water  20-Jan-2006 5.00 4919 98 4731 95.
194-0001  drinking water  23-Jan-2006 - 5.00 5.022 100 4.804 96
194-0001  drinking water . 23-Jan-2006 . 5.00 . 5.144 103 _ - 4.908 98
194-0001 - drinking water  23-Jan-2006 5.00 - 5.051 101 4.871 -9
*  The ‘Date of Analysis’ indicates the date that the samples were prepared for analysis. '
®  All calculations were performed using Microsoft Excel 2002 with full precision.
: Corrected for contribution froin the control sample where appropriate.

was performed.

GRM 05.19

ND = not detected. The residue was below the 0.015- pg/L limit of detection and no background Subtractlon

Samples fortified at the method’s limit of detection of 0. 015 pg/L are reported with a lower degrec of
confidence than values above the limit of quantitation.
NA =not applicable. Samples were fortified below the method’s limit of quantltatmn of 0.050 pg/L.




Dow AgroSciences LLC

Study ID 051039
Page 51
Table 3. Recovery of XDE-742 from Ground Water
XDE-742 Quant XDE-742 Confirm
. Analyte (Q1/Q3 m/z 435.1/195.1) (QL/Q3 m/z 435.1/82.0)

Sample Sample Date of Added Found % Found %
Number Matrix Analysis” (ug/) (ug/L) Recovery  (ug/L)® = Recovery®
190-0001 ground w.ater 20-Jan-2006 0.000 ND* -- ND —
163-0001 ground water  23-Jan-2006  0.000 ND - 0.0005 -
190-0001 ground water  20-Jan-2006 0.015 0.0083° NA' 0.0117 NA
193-0001 ground water  23-Jan-2006 0.015 0.010% NA 0.0142 NA
190-0001  pround water  20-Jan-2006  0.050° 0.0464 93 0.0467 93
190-0001 ground water  20-Jan-2006 0.050 0.0447 89 0.0479 96
190-0001  ground water 20-Jan-2006  0.050 0.0461 92 0.0458 92
193-0001  ground water  23-Jan-2006  0.050 0.0468 94 -0.0468 94
193.—0001_ ground water  23-Jan-2006 0.050 0.0481 96 0.0507 101
193-0001  ground water  23-Jan-2006  0.050 0.0464 93 0.0496 99
190-0001  ground water  20-Jan-2006 5.00 4.865 97 4.703 94
190-6001  ground water  20-Jan-2006 5.00 4.946 99 4,739 95
190-6001  ground water  20-Jan-2006 5.00 4915 98 4.700 94
193-0001 ground water  23-Jan-2006 5.00 5.033 101 4788 96
193-0001  ground water . 23-Jan-2006 5.00 4.569 99 4.850 57
193-0001  pround water  23-Jan-2006 5.00 5.055 101 4.806 96

a
b

d

—_

GRM 05.19

The *‘Date of Analysis’ indicates the date that the samples were prepared for analysis.

All calculations were performed using Microsoft Excel 2002 with full precisiorn.

¢ Corrected for contribution from the control sample where appropriate.

ND = not detected. The residue was below the 0.015-pg/L limit of detection and no background subtraction was

performed.

Samples fortified at the method’s limit of detection of 0.015 pg/L are reported with a lower degree of conﬁdence

than values above the limit of quantitation.
NA = not applicable.. Samples were fortified below the method’s limit of quantitation of 0.050 nug/L.

h




Dow AgrbSciences LLC

Study 1D 051039
Page 52
Table 4. Recovery of XDE-742 from Surface Water
XDE-742 Quant . XDE-742 Confirm
Analyte (Q1/Q3 m/z435.1/195.1) (Q1/Q3 m/z 435.1/82.0)
Sample Sample Date of Added -Found % Found Y -
Number Matrix Analysis® {ng/L) (ng/L)° Recovery (ng/L)’° Recovery
191-0001  surface water 20-Jan-2006 . 0.000 ND® - ND -
192-0001  surface water  23-Jan-2006 0.000 ND - ND -
191-0001  surface water 20-Jan-2006  0.015  0.0092° NA® 0.0140 NA
192-0001  surface water  23-Jan-2006 - 0.015 0.0114 NA 0.0148 NA
191-0001  surface water 20-Jan-2006  0.050 0.0461 92 _. 0.0473 95
191-0001  surface water 20-Jan-2006  0.050 0.0450 90 0.0470 54
191-0001  surface water 20-Jan-20606  0.050 0.0464 93 0.0487 97
192-0001  surface water 23-Jan-2006 0.050 0.0499 100 0.0509 162
192-0001  surface water 23-Jan-2006  0.050 0.0494 - 99 0.0507 101
192-0001  surface water 23-Jan-2006 -~ 0.050 0.0509 102 0.0502 100
191-0001  surface water 20-Jan-2006  5.00 4976 100 4.700 94
191-0001  surface water 20-Jan-2006 5.00 5.007 100 4.778 96
191-0001  surface water 20-Jan-2006 5.00 4.950 99 4.777 96
192-0001 surface water - 23-Jan-2006 5.00 4.767 95 4.595 92
1920001  surface water  23-Jan-2006 5.00 5.196 - 104 4.964 99
192-0001  surface water  23-Jan-2006 5.00 5.159 103 5.019 100 -

a
b

T

o

The *Date of Analysis” indicates the date that the samples were prepared for analysis.

All caleulations were performed using Microsoft Excel 2002 with full precision.
ND = not detected. The residue was below the 0.015-pg/L limit of detect

performed.

Samples fortified at the method’s limit of de
than values above the limit of quantitation.

ion and no background subtraction was

tection of 0.015 pg/L are reported with a lower degree of confidence

NA =not applicable. Samples were fortified below the method’s limit of quantitation of 0.050 pg/L.
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Table 5. Recovery of 7-OH-XDE-742 Metabolite from Drinking Water
_’/-OH-XDE-’MZ Quant - 7-OH-XDE-742 Confirm
Analyte  (QU/Q3 m/z 420.9/181.0)  (QU/Q3 m/z 420.9/148.1)
Sample Sample Date of Added Found % . Found %
Number Matrix Analysis®  {pg/L) (ug/LY" Recovery (pg/L)® Recovery®
189-0001  drinking water  20-Jan-2006 0.000 ND! - . ND -
194-0001  drinking water  23-Jan-2006 0.000 ND - © 0.0058 -
189-0001 drinking water  20-Jan-2006 =~ 0.015 0.0162° NaAf 0.0182 NA
194-0001  drinking water  23-Jan-2006  0.015 0.0179 NA 0.0132 NA
189-0001 drinking water 20-Jan-2006  0.050 0.0516 103 10.0502 100
189-0001 drinking water = 20-Jan-2006 0.050 0.0501 100 0.0535 107
189-0001 _ drinking water  20-Jan-2006 0.050 - 0.0529 106 0.0538 108
. 194-0001 drinking water  23-Jan-2006 0.050 0.0523 105 0.0460 92
194-0001  drinking water 23-Jan-2006 0.050 6.0549 110 ©(.0485 97
194-0001  drinking water  23-Jan-2006 0.050 0.0534 107 0.0456 21
189-0001  drinking water ~ 20-Jan-2006  5.00 - 4.992 100 5.014 160
189-0001 _ drinking water .. 20-Jan-2006 5.00 4,932 99 4,925 98
189-0001 ° drinking water = 20-Jan-2006 5.00 - 4.977 100 4.925 98
194-0001  drinking water ~ 23-Jan-2006 - 5.00 5.114 102 5.079 102
194-0001  drinking water  23-Jan-2006 5.00 ~5.192 . 104 5.175 104
194-0001  drinking water 23-1an-2006 5.00 _5.154 103 ©5.163 - 103

* The ‘Date of Analysis’ indicates the date that the samples were prepared for analysis.

All calculations were performed using Microsoft Excel 2002 with full precision. -

Corrected for contribution from the control sample where appropriate. '

ND = not detected. The residue was below the 0.015-pg/L limit of detection and no background subtraction was -
performed.

Samples fortified at the method’s limit of detection of 0.015 pg/L are reported with a lower degree of confidence
than values above the limit of quantitation.
NA = not applicable. Samples were fortified below the method’s limit of quantitation of 0.050 pg/L.

£ o

a

-
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Table 6. Recovery of 7-OH-XDE-742 Metabolite from Ground Water

7-OH-XDE-742 Quant 7-OH-XDE-742 Confirm

Analyte (Q1/Q3 m/z 420.9/181.0)  (QL/Q3 m/z 420.9/148.1)
Sample Sample Date of Added Found - % Found Y%

Number Matrix - Analysis® {ng/L) (ug/L) Recovery® (ug/L)® Recovery®
190-0001  ground water  20-Jan-2006 0.000 0.0036 -- ND*? -
193-0001  ground water  23-Jan-2006 0.000 0.0042 - 0.0048 -
190-0001  ground water  20-Jan-2006  0.015 0.0110° NA' 0.0182 NA
193-0001  ground water  23-Jan-2006 0.015 0.0122 NA 0.0146 NA
190-0001  ground water  20-Jan-2006 0.050 0.0457 91 0.0513 103
190-0001  ground water  20-Jan-2006 0.050 0.0434 87 (.0469 94
190-0001  ground water  20-Jan-2006 0.050 0.0442 88 0.0528 106
193-0001 ground water  23-Jan-2006 - 0.050 0.0465 93 0.0467 93
193-0001  ground water  23-Jan-2006 0.050 0.0472 94 . 0.0495 99
193-0001 ground water  23-Jan-2006° 0.050 0.0480 96 0.0438 88
190-0001  ground water 20-Jan-2006  5.00 4.831 97 4.848 97
190-0001 ground water  20-Jan-2006 5.00 " 4.894 98 4.962 99
150-0001.  ground water  20-Jan-2006 5.00 4.923 98 4.969 99
- 193-0001 ground water . 23-Jan-2006 5.00° 5.038 101 5.060 101
193-0001 ground water  23-Jan-2006 5.00 5.034 101 5.056 101
193-0001  ground water  23-Jan-2006 5.00 5.024 100 4.993 160
* The ‘Date of Analysis’ indicates the date that the samples were prepared for analysis.

b

° Corrected for contribution from the control sample where appropriate.
4 ND =not detected. The residue was below the 0.015- pg/L limit of detection and no background subtractlon was

performed.

All calculations were performed using Microsoft Excel 2002 with full precision.

® Samples fortified at the method’s limit of detection of 0.015 pg/L are reported with a lower degree of conﬁdence :
than values above the limit of quantitation. :

[

GRM 05.19

NA = not applicable. Samples were fortified below the method’s limit of quantitation of 0.050 pg/L.
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Table 7. Recovery of 7-OH-XDE-742 Metabolite from Surface Water .
7-OH-XDE-742 Quant. 7-OH-XDE-742 Confirm
Analyte . (Ql/Q3 m/z 420.9/181.0) . (Q1/Q3 m/z 420.9/148.1)

Sample Sample Date of Added Found % Found %
Number Maitrix Analysis® (ng/L) (ng/L)*  Recovery®  (ug/L)®  Recovery®
191-0001  surface water 20-Jan-2006  0.000 0.0037 - ND? -
192-0001 surface water 23-Jan-2006 0.000_ 0.0042 - 0.0071 —
191-0001 - surface water 20-Jan-2006 0.015 0.0116° NAF 0.0183 NA
192-0001 surface water 23-Jan-2006 0.015 0.0142 NA 0.0124 NA
191-0001 sur.face water 20-Jan-2006 0.050 0.0480 96 0.0524 105
191-0001 surface water 20-Jan-2006 _' 0.050 0.0463 93 0.0490 - 98
191-0001 surface water 20-Jan-2006 0.050 0.0461 92 0.0543 109
192-0001 surfzce water 23-Jan-2006 0.056 . 0.0532 106 - 0.0517. 103
192-0001  surface water 23-Jan-2006 0.050  0.0539 108 0.0498 100
192-0001 surface water 23-Jan-2006 0.050 0.0540 108 0.0549 110
191-0001  surface water ~ 20-Jan-2006 5.00 4,962 %9 4,934 99
191-0001 surface water 20-Jan-2006 5.00 5.020 100 5.055 - 101
191-0001 surface water 20-Jan-2006 5.00 5.070 101 " 5.087 102
192-0001 surface water 23-Jan-2006 5.00 5.195 104 5.099 102
192-0001 surface water 23-Jan-2006 5.00 5.652 - 113 5.562 111
192-0001 surface water 23-Tan-2006 5.00 .5.620 112 5.661 113

a

b

The ‘Date of Analysis’ indicates the date that the samples were prepared for analysis.

All calculations were performed using Microsoft Excel 2002 with full precision.

¢ Corrected for contribution from the control sample where appropiiate.
ND = not detected. The residue was below the 0.015-pg/L limit of detection and no background subtraction was

d

-

performed.

Samples fortified at the method’s limit of detection of 0.015 pg/L are reported with a lower degree of confidence

than values above the limit of quantitation.

NA =not applicable. Samples were fortified below the method s llmlt of quantitation of 0. 050 ng/L.

GRM 05.19
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Table 8.  Recovery of the ADTP Metabolite of XDE-742 from Drinking Water
ADTP Quant ADTP Confirm
Analyte  (Q1/Q3 m/z 196 2/115.1) (QL/Q3 m/z 196.2/163.9)
Sample “Sample Date of Added  F ound Y% Found Y
Number Matrix Analysis® {(pg/L) {ug/L)" Recovery (ng/L)° Recovery
189-0001  drinking water  20-Jan-2006  0.000 ND° - ND -
194-0001  drinking water  23-Jan-2006  0.000 ND - _ND -
189-0001 drinking water  20-Jan-2006  0.015 0.0121° NA® 0.0107 NA
194-0001  drinking water  23-Jan-2006 0.015 .0120 NA 0.0127 NA
189-0001 drinking water  20-Jan-2006  0.050 0.0505 101 0.0475 95
189-0001  drinking water  20-Jan-2006  0.050 . 0.0492 98 0.0469 94
189-0001 drinking water ~ 20-Jan-2006  0.050 0.0442 88 0.0423 85
194-0001  drinking water  23-Jan-2006 = 0.050 0.0480 96 0.0475 93
-194-0001  drinking water ~ 23-Jan-2006  0.050 0.0493 99 0.0479 - 96 -
194-0001  drinking water  23-Jan-2006 0.050 0.0504 101 0.0516 103
189-0001 drinking water  20-Jan-2006  5.00 4.908 98 4.867 97
189-0001  drinking water ~ 20-Jan-2006 5.00 4.823 96 4.845 97
189-0001  drinking water  20-Jan-2006 5.00 4.839 97 4.832 97
- 194-0001 drinking water  23-Jan-2006 5.00 5.042 101 5.182 104
194-0001  drinking water  23-Jan-2006 5.00 5.224 104 5.159 103
194-0001  drinking water - 23-Jan-2006 5.00 5.157 . 103 5.140 103

* The ‘Date of Analysis” indicates the date that the samples were prepared for analysis.
All calculations were performed using Microsoft Excel 2002 with full precision. '
ND = not detected. The residue was below the 0.015-ug/L limit of detection and no background subtracnon was
performed.

Samples fortified at the method’s limit of detection of 0.015 ].Lg/L are reported with a lower degree of confidence

b

€

d

than values above the limit of quantitation.

GRM 05.19

NA = not applicable. Samples were fornﬁed below the method’s limit of quantltanon of 0.050 pg/L.
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Table 9.  Recovery of the ADTP Metabolite of XDE-742 from Ground Water
_ ADTP Quant ADTP Confirm
Analyte (Q1/Q3 m/iz 196.2/115.1y  (QL/Q3 m/z 196.2/163. 9)
Sample Sample Date of Added Found % Found %
Number Matrix Analysis® (pg/L) (ng/L)° Recovery (ug/LY Recovery
190-0001 ground water  20-Jan-2006 0.000 ND® - ND -
193-0001 - ground water  23-Jan-2006 0.000 " ND -- ND -
190-0001 ground water  20-Jan-2006 0.015 0.0099* NA® 0.0127 NA
193-0001  ground water  23-Jan-2006 0.015 0.0117 NA 0.0124 NA
190-0001 ground water ~ 20-Jan-2006 0.056 0.0455 91 0.0433 87
190-0001  ground water 20-Jan-2006 0.050 0.0473 95 0.0415 83
190-0001  ground water  20-Jan-2006 0.050 0.0450 90 0.0436 87
-193-0001 _ground water - 23-Jan-2006 0.050 0.0473 93 0.0476 95
' 193-0001  ground water  23-Jan-2006 0.050 0.0475 95 0.0462 92
193-0001  ground water  23-Jan-2006 0.050 0.0501 100 0.0487 97
190-0001  ground water  20-Jan-2006 - 5.00 4.720 94 4.709 94
190-0001  ground water = 20-Jan-2006 5.00 4.880 98 4.808 96
190-0001  ground water  20-Jan-2006 =~ 5.00 4.846 97 . 4786 96
193-0001 ground water  23-Jan-2006 - 5.00 4991 - 100 5.004 100
193-0001  ground water  23-Jan-2006 5.00 4.908 98 15.001 100
193-0001  ground water  23-Jan-2006 5.00 -4.965 99 4.958 99

b

<

=%

e

The ‘Date of Analysis’ indicates the date that the samples were prepared for analysis.
All calculations were performed using Microsoft Excel 2002 with full precision.
ND = not detected. The residue was below the 0.015-pg/L limit of detection and no background subtraction was

performed.

Samples fortified at the method’s limit of detection of 0. 015 pg/L are reported with a lower degree of confidence
than values above the limit of quantitation.

NA = not applicable. Samples were fortified below the method’s limit of quantitation of 0.050 pg/L.

GRM 05.19
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Table 10. Recovery of the ADTP Metabolite of XDE-742 from Surface Water
ADTP Quant ADTP Confirm
Analyte (Q1/Q3 m/z 196.2/115.1) (QL/Q3 m/z 196.2/163.9)
Sample Sample Date of Added Found % Found Yo
Number Matrix Analysis® {pg/L) (ug/L)° Recovery (ug/L)° Recovery
191-0001 = surface water 20-Jan-2006 0.000 ND® - ND -
192-0001 surface water - 23-Jan-2006 0.000 ND - ND —
191-0001 surface water 20-Jan-2006 0.015 - 0.0t 151 NAS 0.0078 NA
192-0001 surface water 23-Jan-2006  0.015 0.0129 NA 0.0123 NA
191-0001 - surfice water . 20-Jan-2006 0.050 0.0486. 97 0.0452 S0
191-0001 surface water 20-Jan-2006 0.050 0.0440 88 0.0472 _ 94
191-0001  surface water 20-Jan-2006 0.050 0.0450 90 . 0.0484 97
192-0001. surface water 23-Jan-2006 0.050 0.0511 102 0.0525 105
192-0001 surface water 23-Jan-2006 0.050 - 0.0490 98 0.0516 103
192-0001 surface water 23-Jan-2006 0.050 0.0508 102 0.0513 103
191-0001  surface water 20-Jan-2006 - 5.00 - 4.918 o8 4905 98 .
191-0001  surface water 20-Jan-2006 500 5.068 101 5.038 101
191-0001 surface water = 20-Jan-2006  5.00 '5.100 102 5.044 101
192-0001 ° surface water 23-Jan-2006 5.00 4,844 97 - 4.754 95
192-0001 _surfacc water 23-Jan-2006 © . 5.00 5.247 105 5.109 102
192-0001 surface water 23-Jan-2006 5.00 5251 105 5.134

F
b

c

(="

The ‘Date of Analysis’ indicates the date that the samples were prepared for analy31s

All calculations were performed using Microsoft Excel 2002 with full precision.

103

ND-= not detected. The residue was below the 0.015-pg/L limit of detection and no background subtractxon was

performed.

Samples fortified at the method’s limit of detection of 0.015 pg/L are reported with a Iower degree of conﬁdence

than values above the limit of quantitation.
- NA =not apphcable Samples were fortified beIow the method’s limit of quantttatlon of 0.050 pg.’L

| GRM 05.19
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Table 11. Recovery of the ATSA Metabolite of XDE-742 from Drinking Water
ATSA Quant ATSA Confirm
Analyte  (Q1/Q3 m/z 339.0/99.1) (Q1/Q3 m/z 339.0/51.2)

Sample Sample Date of Added Found % " Found %
Number Matrix Analysis® (ng/L) (ng/L)" Recovery (/L) Recovery
189-0001 drinking water  20-Jan-2006  0.0600 _ND* - ND -
[94-0001  drinking water  23-Jan-2006  0.000 - ND - ND —
189-0001  drinking water ~ 20-Jan-2006  0.015 0.0249" NA® 0.0163 NA
194-0001 drinking water  23-Jan-2006 0.015 0.0272 NA 0.0209 NA
189-0001 drinking water  20-Jan-2006 0.050 0.0549 110 0.0452 90
189-0001  drinking water  20-Jan-2006  0.050 0.0557 111 0.0461 92
189-0001 drinking water 20-Jan-2006 0.050 0.0546 109 0.0520 104
194-0001  drinking water ~ 23-Jan-2006  0.050 0.0561 112 0.0346 109
194-0001 drinking water  23-Jan-2006 = 0.050 0.0567 113 0.0593 119
194-0001 drnking water  23-Jan-2000 0.050 0.0570 114 0.0564 113
189-0001 drinking water  20-Jan-2006 5.00 4.890 98 4.796 | 96
189-0001 dnnking water  20-Jan-2006 5.00 4.824 96 4.677 94
189-0001 dnnking water 20-Jan-2006 5.00 4.861 97 4.726 95
194-0001 drinking water  23-Jan-2006 5.00 4.954 99 4.965 99
194-0001  drinking water - 23-Jan-2006 5.00 5.004 - 100 4915 - 98
194-0001 . drinking water ~ 23-Jan-2006 5.00 5.024 100 4,990 100

* The ‘Date of Analysis’ indicates the date that the samp]es were prepared for analysis.
All calculations were performed using Microsofl Excel 2002 with full precision.
ND = not detected.. The residue was below the 0.013-pg/L. Himit of detection and no background subtractlon was
performed,

b

¢ Samples fortified at the method’s limit of detection of 0.015 pg/L are reported with a lower degree of confidence
than values above the limit of quantitation.

GRM 05.19

NA = not apphcable Samples were fortlﬁed below the method’s limit of quantitation of 0.050 pg/L.
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Table 12. Recovery of the ATSA Metabolite of XDE-742 from Ground Water
ATSA Quant ATSA Confirm
Analyte {Q1/Q3 miz 339.0/99.1) {QL/Q3 m/z 339.0/57.2)
Sample Sample Date of Added Found % F ound - %
Number Matrix Analysis” {ug/l) (ug/L)’ Recovery (ug/L)’ Recovery

190-0001  ground water 20-Jan-2006 = 0.000 ND* - ND -
193-0001  ground water  23-Jan-2006 0.000 ND -- ND -

190-0001 ground water  20-Jan-2006 0.015 0.0253¢ NA® 0.0180 NA

193-0001  ground water  23-Jap-2006 - 0.015 0.0266 NA 0.0292 NA
i90-0001  ground water  20-Jan-2006 0.050 0.0543 109 0.0462 92

190-0001  ground water  20-Jan-2006 0.050 0.0550 110 0.0541 108
190-0001  ground water  20-Jan-2006 0.050 0.0546 109 . 0.0508 102
193-0001  ground water ~ 23-Jan-2006 0.050 0.0577 115 0.0580 116
193-0001  ground water  23-Jan-2006. 0.050 0.0591 118 0.0589 ~ 118
193-0001  ground water  23-Jan-2006 0.050 _0.0583 117 0.0575 - 115
190-0001  ground water  20-Jan-2006 5.00 4.821 96 - 4775 96
190-0001  ground water  20-Jan-2006 5.00 4.877 98 4.766 05
190-0001  ground water  20-Jan-2006 5.00 4.865 97 - 4.850 57
193-0001  ground water  23-Jan-2006 5.00 4.934 99 4910 . 98
193-0001  ground water - 23-Jan-2006 5.00 4.979 100 4837 97
193-0001  ground water  23-Jan-2006 5.00 4.877 98 4.859 97

a
b

[H

The ‘Date of Analysis™ indicates the date that the samples were prepared for analysis.
All calculations were performed using Microsoft Excel 2002 with full precision.
ND = not detected. The residue was below the 0.013-pg/L limit of detectlon and no background subtraction was

performed.

¢ Samples fortified at the method’s limit of detection of 0.015 pg/L are reported with a lower degree of confidence
than values above the limit of quantitation. '
NA =not applicable. Samples were fortified below the method’s limit of quantltatlon of 0.050 pg/L.

GRM 05.19
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Table 13. Recovery of the ATSA Metabolite of XDE-742 from Surface Water -
ATSA Quant ATSA Confirm
_ _ . Amnalyte  (Q1/Q3 m/z 339.0/99.1) (Q1/Q3 m/z 339.0/57.2)
Sample Sample Date of Added Found % Found %
Number Matrix Analysis® (ng/L) (ug/L)’ Recovery (ug/L) Recovery
191-0001  surface water 20-Jan-2006  0.000 ND* - ND -
192-0001 _surface water 23-Jan-2006 _ 0.000 ND - ND -
191-0001 surface water 20-Tan-2006  0.015 0.0249° NA® 0.0165 NA
192-0001 surface water 23-Jan-2006  0.015 0.0275 NA 0.0284 NA
191-0001  surface water 20-Jan-2006 0.050 0.0542 108 0.0522 104
191-0001  surface water 20-Jan-2006  (.050 0.0532 106 0.0444 89
191-0001 surface water 20-Jan-2006  0.050 0.0533 107 0.0468 94
192-0001 - surface water '23-Jan-2006-  0.050 0.0597 118 0.0583 117
192-0001 surface water 23-Jan-2006  0.050 (L0559 112 0.0544 109
192-0001  surface water 23-Jan-2006  0.050 0.0590 118 0.0533 107
191-0001  surface water 20-Jan-2006 ~ 5.00 4.381 98 4.723 94
191-0001  surface water 20-Jan-2006 5.00 4.851 .97 4.839 97
191-0001  surface water 20-Jan-2006 = 5.00 4.978 100 4.841 97
192-0001 surface water 23-Jan-2006 5.00 4.629 93 - 4.572 91
192-0001  surface water 23-Jan-2006  5.00 5.026 101 4.980 100
192-0001  surface water - 23-Jan-2006 5.00 4.991 100 4.937 99
" The ‘Date of Analysis’ indicates the date that the samples were prepared for analysis.
® All calculations were performed using Microsoft Excel 2002 with full precision.
ND = not detected The residue was below the 0.015- pg/L limit of detection and no background subtraction was
erformed.
d 1éamples fortified at the method’s limit of detection of 0.015 pg/L are reported with a lower degree of confidence
than values above the limit of quantitation. '
® NA =not applicable. Samples were fortified below the method s limit of quantltatlon of 0.050 pg/L.

‘GRM 05.19
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Table 14. Recovery of the Sulfinic Acid Metabolite of XDE-742 from Drinking Water
Sulfinic Quant _ Sulfinic Confirm
: _ Analyte  (QL1/Q3 m/z 239.9/175.8) (Q1/Q3 m/z 239.9/155.7)
Sample Sample Date of Added Found % Found %
Number - Matrix Analysis" {ng/L) (pg/L)’ Recovery  {ug/L)® Recovery

189-0001 drinking water  20-Jan-2006  0.000 ND® - ND -
194-0001  drinking water  23-Jan-2006  (.000 " ND - ND -
189-0001 drinking water  20-Jan-2006 0.015 0.0108¢ NAE 0.0111 NA
194-0001  drinking water  23-Jan-2006 0.015 0.0144 NA 0.0119 NA
189-0001  drinking water  20-Jan-2006 = 0.050 0.0464 93 0.03%4 79
189-0001  drinking water  20-Jan-2006  0.050 0.0417 83 0.0402 80
189-0001  drinking water ~ 20-Jan-2006 0.050 0.0467 93 0.0406 81
194-0001  drinking water  23-Jan-2006 ~ 0.050 0.0504 101 0.0505 101
194-0001  drinking water  23-Jan-2006  0.050 0.0502 100 0.0464 93
154-000]1  drinking water  23-Jan-2006. - 0.050 - 0.0500 100 0.0439 88
189-0001  drinking water  20-Jan-2006 5.00 - 4.510 90 4611 92
189-0061  drinking water  20-Jan-2006 5.00 4713 94 4.628 93
189-0001  drinking water . 20-Jan-2006 5.00 4.640 93 4.482 90

194-0001-  drinking water - 23-Jan-2006 5.00 4.699 94 4.605 92
194-0001  drinking water 23-Jan-2006 5.00 4.999 100 4.409 88
194-0001  drinking water  23-Tan-2006 5.00 4.880 - 98 4.613 92

* The ‘Date of Analysis’ indicates the date that the samples were prepared for analysis

® All calculations were performed using Microsoft Excel 2002 with full precision.
¢ ND =not detected. The residue was below the 0.015- pg/L limit of detection and no background subtraction was

performed.
Samples fortified at the method’s limit of detection of 0.015 pg/L are reported with a lower degree of confidenee

o

than values above the limit of quantitation.

GRM 05.19

NA = not apphcable Samples were fortified below the method’s hmlt of quantitation of 0.050 pg/L
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Table 15. Recovery of the Sulfinic Acid Metabolite of XDE-742 from Ground Water

" Sulfinic Confirm

Sulfinic Quant
Analyte (QU/Q3 m/z 230.9/175.8) (QL/Q3 m/z 239.9/155.7)
Sample Sample Date of Added - Found % Found %
Number Matrix Analysis® (ng/L) (ug/L)’ Recovery (ng/L)® Recovery"
190-0001 ° ground water 20-Jan-2006 " 0.000 ND? - ND --
193-0001  pround water  23-Jan-2006 0.000 ND -~ 0.0019 -
190-0001 ground water  20-Jan-2006 0.015 0.0134° NAT 0.0103 NA
193-0001 ground water  23-Jan-2006 0.015 (0.0138 NA 0.0103 NA
190-0001  ground water  20-Jan-2006 0.050 0.0449 90 0.0411 82
190-0001  ground water  20-Jan-2006  0.050 0.0471 94 0.0357 71
190-0001  ground water  20-Jan-2006 0.050 0.0420 ‘B4 0.0420 84
193-0001 ground water  23-Jan-2006 0.050 (.0491 98 0.0385 77
193-0001 ~ ground water . 23-Jan-2006 0.050 0.0508 102 0.0403 81 -
193-0001 ground water 23-Jan-2006 0.050 0.0438 88 0.0412 82
190-0001 ground water  20-Jan-2006 5.00 4421 38 4519 90
190-0001 ground water - 20-Jan-2006 5.00 4584 92 4415 88
190-0001  ground water  20-Jan-2006 - 5.00 4316 86 4.864 97
'193-0001  ground water  23-Jan-2006 5.00 5.032 101 4.742 85
-193-0001 ground water  23-Jan-2006 5.00 4,755 95 4,591 92
193-0001  pground water . 23-Jan-2006 5.00 4.577 92 4.752 95

a
b

[

The 'Date of Analysis’ indicates the date that the samples were prepared for analysis.
All calculations were performed using Microsoft Excel 2002 with full precision.
Corrected for contribution from the control sample where appropriate.

4 ND = not detected. The residue was below the 0.015-pg/L limit of detection and ne background subtraction was

performed.

- © Samples fortified at the method’s limit of detection of 0 015 pg/L are reported with a lower degree of confidence
than values above the limit of quantitation,

GRM 05.19

NA = not applicable. Samples were fortified below the method’s limit of quantitation of 0.050 pg/L.
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~ Table 16. Recovery of the Sulfinic Acid Metabolite of XDE-742 from Surface Water
Sulfinic Quant Sulfinic Confirm
Analyte (QU/Q3 m/z239.9/175.8) (Q1/Q3 m/z 239.9/155.7)
Sample Sample Date of Added Found % Found Yo
Number Maltrix Analysis’ (pg/L) (ng/L)° Recovery {ug/L)"  Recovery®
191-0001  surface water 20-Jan-2006  0.000 ND? - ND -
192-0001  surface water 23-Jan-2006  0.000 ND - 0.0034 -
191-0001 surface water 20-Jan-2006  0.015 0.0151° NAf 0.0154 NA
192-0001  surface waler . 23-Jan-2006  0.015 0.0178 NA 0.0090 NA
191-0001  surface water 20-Jan-2006 0.050 0.0455 91 0.0443 89
191-0001  surface water 20-Jan-2006  0.050 0.0413 84 0.0437 . 87
191-0001  surface water 20-Yan-2006  0.050 0.0482 96 0.0529 106
192-0001 surface water 23-Jan-2006  0.050 0.0501 100 0.0420 84
192-0001  surface water  23-Jan-2006 0.050 0.0510 102 0.0475 95
192-0001  surface water 23-Jan-2006  0.050 0.0463 93 0.0481 96
191-0001  surface water  20-Jan-2006 5.00 4.336 87 4381 88
191-000!  surface water 20-Jan-2006 5.00 4771 95 4.587 92
'191-0001  surface water 20-Jan-2006 - 5.00 4.675 94 4415 88
- 192-0001  surface water 23-Jan-2006 5.00 - 4.350 87 4.065 81
192-0001  surface water 23-Jan-2006 5.00 5.033 101 4,733 95
192-0001 _ surface water  23-Jan-2006 5.00 5.032 101 4.491 90

a
b

The ‘Date of Analysis’ indicates the date that the samples were prepared for analysis.
All calculations were performed using Microsoft Excel 2002 with full precision.

Corrected for contribution from the control sample where appropriate.
ND = not detected. The residue wa
performed.

s below the 0.015-pg/L limit of detection and no background subtraction was

® Samples fortified at the method’s limit of detection of 0.015 pg/L are reported with a lower degree of confidence

than values above the limit of quantitation.
NA = not applicable. Samples were fortified below: the method’s limit of quantitation of 0.050 pg/L..

-

~GRM05.19
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Table 17. Recovery of the Sulfonic Acid Metabolite of XDE-742 from Drinking Water
Sulfonic Quant Sulfonic Confirm
: Analyte  (Q1/Q3 m/z 255.7/149.0) S (Q1/Q3 miz 255.7119.7)
Sample Sample “Date of Added Found - % Found %
Number Matrix Analysis’ (ug/L) . (pg/L) Recovery - (ug/L)° Recovery
189-00G1  drinking water ~ 20-Jan-2006  0.000 . ND° - ND --
194-0001  drinking water  23-Jan-2006  0.000 ND - ND -
189-0001 drinking water  20-Jan-2006  0.015 0.0159¢ NA® 0.0178 NA
194-0001  drinking water  23-Jan-2006  0.015 0.0059 NA 0.0116 NA
189-0001 drinking water ~20-Jan-2006  0.050 0.0536 107 0.0480 26
18%-0001  drinking water  20-Jan-2006  0.050 - 0.0469 94 0.0580 116
189-0001  drinking water ~20-Jan-2006  0.050 0.0417 .83 0.0563 113
194-0001  drinking water - 23-Jan-2006  0.050 0.0442 38 0.0541 108
194-0001  drinking water  23-Jan-2006 0.050 0.0384 77 0.0472 94
194-0001 - drinking water  23-Jan-2006  0.030 0.0414 83 0.0548 110
185-0001  drinking water  20-Jan-2006 5.00 ) 4.621 92 4.795 96
189-0001 drinking water  20-Jan-2006 5.00 4,529 91 ~ 4.569 91
189-0001 drinking water ~ 20-Jan-2006 5.00 4431 89 4.603 . 92
194-0001  drinking water 23-Jan-2006 5.00 4777 .- .96 4.810 96
194-0001  drinkmng water  23-Jan-2006 5.00 4.885 98 4.823 96
194-0001  drinking water  23-Jan-2006 5.00 4.778 96 4.919 98

[

than values above the limit of quantitation.

GRM 0519

The ‘Date of Analysis’ indicates the date that the samples were prepared for analysis.
All calculations were performed using Microsoft Excel 2002 with full precision.
ND = not detected. The residue was below the 0.015-ug/L limit of detection and no background subtractlon was
performed.

Samples fortified at the method’s limit of deteéction of 0.015 pg/L are reported with a lower degree of confidence

NA = not applicable. S‘lmples were fortified below the method s limit of quantitation of 0.050 ug/L
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Table 18. Recovery of the Sulfonic Acid Metabolite of XDE-742 from Ground Water

Sulfonic Quant

Sulfonic Confirm

Analyte  (Q1/Q3 m/z 255.7/149.0) (Q1/Q3 m/z 255.7/719.7)

Sample Sample Date of Added Found % Found % -
Number Matrix Analysis” {pg/L) {ug/L)° Recovery (pg/L)° Recovery
190-0001 ground water  20-Jan-2006 0.000 ND -~ ND* -
193-0001  ground water  23-Jan-2006 £.000 ND — ND --
190-0001  ground water  20-Jan-2006 ~  0.015 0.0165° NA® 0.0163 NA
193-0001  pground water  23-Jan-2006 ~ 0.015 0.0112 NA 0.0088 NA
190-600%  ground water  20-Jan-2006 0.050 .0502 100 0.0431 86
190-0001 ground water  20-Jan-2006 0.050 0.0425 85 0.0466 93
190-0001  ground water  20-Jan-2006 0.050 0.0450 90 0.0359 72
193-0001  ground water  23-Jan-2006 0.050 0.0438 88 0.0450 98
193-0001 ground water  23-Jan-2006 0.050 0.0423 85 0.0564 113
193-0001  ground water  23-Jan-2006 0.050 . 0.0362 72 0.0492 98
190-0001  ground water  20-Jan-2006 5.00 4452 89 4.549 - 91
190-0001  ground water  20-Jan-2006 5.00 4.649 93 4.632 93
190-6001  ground water  20-Jan-2006 5.00 4.550 . 91 4.643 93
193-0001 ground water ~ 23-Jan-2006 5.00 4.880 98 4.766 © 95
193-0001  ground water  23-Jan-2006 5.00 4.778 96 4.739 95
193-000]1  ground water  23-Jan-2006 5.00 4.762 935

4.716 94

a

d

The ‘Date of Analysis’ indicates the date that the samples were prepared for analysis.
® All calculations were performed using Microsoft Excel 2002 with full precision.
ND = not detected. The residue was below the 0.015-pg/L limit of detection and no background subtractlon was

performed.

Samples fortified at the method’s limit of detection of 0.015 pe/L are reported with a lower degree of confidence
than values above the limit of quantitation.
NA = not applicable. Samples were fortified below the method’s limit of quantitation of 0.050 pg/L.
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Table 19. Recovery of the Sulfonic Acid Metabolite of XDE-742 from Surface Water
Sulfonic Quant Sulfonic Confirm
Analyte (Q1/Q3 m/z 255.7/149.0)  (Q1/Q3 m/z 255.1/79.7)
Sample Sample Dite of Added Found Yo Found %
Number Matrix Analysis® (ng/L) (pg/L)° Recovery (ug/L)® Recovery

191-0001 surface water 20-Jan-2006 0000  ND® - ND -
192-0001  surface water 23-Jan-2006  0.000 ND -- ND -~

191-0001  surface water 20-Jan-2006  0.015 0.0133¢ NA® 0.0055 NA
192-0001  surface water 23-Jan-2006 0.015 0.0094 NA 0.0051 NA
191-0001 surface water 20-Jan-2006  0.050 0.0494 99 0.0380 .76
191-0001 surface water 20-Jan-2006 - 0.050 0.0434 87 .0380 76
191-0001 surface water 20-Jan-2006  0.050 0.0497 99 0.0502 100
"192-0001  surface water 23-Jan-2006  0.050 0.0438 88 0.0572 114
192-000] - surface water 23-Jan-2006 0.050 0.0415 &3 0.0474 95
192-0001  surface water 23-Jan-2006 0.050 0.0488 98 0.0496 99
. 191-0001  surface water 20-Jan-2006 5.00 4.474 89 4.568 g1
191-0001  surface water 20-Jan-2006 5.00 4.524 © 90 4.786 96

191-0001  surface water 20-Jan-2006 5.00 4.444 89 4731 95
192-8001  surface water. 23-Jan-2006 5.00 4.339 87 4.589 92
192-0001  surface water 23-Jan-2006 5.00 4.902 98 5.016 100
192-0001  surface water 23-Jan-2006 5.00 4.812 96 4.935 99

a

b

E=%

The ‘Date of Analysis’ indicates the date that the samples were prepared for analysis. -

All calculations were performed using Microsoft Excel 2002 with full precision.

ND = not detected. The res1due was below the 0.015-pg/L ]umt of detection and no backgmund subtraction was

perfonmed.

Samples fortified at the method’s limit of detection of 0.015 pgfL are reported with a lower degree of conﬁdence

than values above the limit of quantitation.

‘NA = not applicable. Samples were fortified below the method’s limit of quantltatlon of 0.050 ug/L.

GRM 05.19
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Table 20. Recovery Summary of the XDE-742 (Quantitation lon, Q1/Q3 m/z 435.1/195.1) from

Water
q Fortification = Average ‘Recovery Standard Relative Number of
ample ) U
Matrix Level Recovery Range Deviation Std. Dev. Samples
(ug/L) {Percent) {Percent) (Percent) {Percent) (n}
drinking water 0.050 92 89-94 2.1 . 2.3 6
5.00 100 98 - 103 1.9 1.9 6
0.050 - 5.00 96 89-103 4.3 4.5 12
ground water 0.050 - 93 89-96 2.2 2.4 6
5.00 99 97 - 101 14 1.4 6
0.050 - 5.00 96 89-101 3.8 4.0 12
surface water 0.050 96 90-102 438 50 6
5.00 100 95-104 31 3.1 6
0.050 - 5.00 98 90 - 104 4.5 4.6 12

Table 21. Recovery Summary of the XDE-742 (

Confirmation Ion, Q1/Q3 m/z 435.1/82.0) from

‘Water '
Sample Fortification  Average Recovery Standard Relative Number of
Mal?ix Level Recovery Range - Deviation  Std. Dev. Samiples
(pg/L) {Percent) {Percent) {Percent) (Percent) {(n)
drinking water 0.050 96 88 - 105 5.7 5.9 6
5.00 . 96 94 - 98 17 1.7 6
0.050-5.00 96 88 - 105 4.0 42 12
ground water 0.050 96 92 - 101 3.8 4.0 6
5.00 95 94 -97 1.2 1.3 6
0.050 - 5.00 96 92 - 101 2.7 2.8 12
surface water 0.050 98 94 - 102 34 3.5 6
5.00 96 92 - 100 3.2 3.3 6
0.050 - 5.00 97 92 -102 3.4 3.5 12

GRM 05.19
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Table 22. Recovery Summary of the 7-OH-XDE-742 (Quantitation lon, Q1/Q3
m/z 420.9/181.0) from Water
Sample Fortification  Average Recovery Standard Relative Number of
Matfix Level Recovery Range Deviation.  Std. Dev. Samples
{ug/L) (Percent) _(Percent) (Percent) {Percent) (n)
“drinking water 0.050 105 100 - £10 i3 3.1 6
5.00 101 99-104 21 2.1 6
0.050-5.00 103 99-110 33 3.2 12
ground water 0.050 92 87 -96 3.5 3.8 6
5.00 99 97 - 101 1.7 1.8 6
0.050 - 5.00 95 87-101 4.7 4.9 12
-surface water 0.050 100 92-108 7.7 7.7 6
5.00 105 -99-113 6.1 5.8 6
0.050 - 5.00 103 92-113 7.1 6.9 12
Table 23. Recovery Summary of the 7-OH-XDE-742 (Confirmation lon, Q1/Q3
m/z 420.9/148.1) from Water
Sample Fortification  Average Recovery Standard Relative Number of
Matfix : Level - Recovery Range Deviation Std. Dev. Samples
{pug/L) (Percent) {Percent) (Percent) (Percent) {n)
drinking water 0.050 99 91-108 . 7.1 7.2 6
. 5.00 101 98 - 104 22 2.2 6
_ 0.050 - 5.00 100 91-108 5.1 5.1 12
ground water 0.050 97 .88 - 106 6.7 6.9 6.
5.00 100 97~ 101 1.6 1.6 6 -
0.050-5.00 98 88 - 106 4.8 4.9 - 12
surface water 0,050 104 98 -110 4.7 4.5 6
' 5.00 105 99 - 113 6.0 5.7 6
0.050 - 5.00 104 . 98-113 5.2 4.9 12
Page 43
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Table 24. Recovery Summary of the ADTP {Quantitation lon, QI/Q3 m/z 196.2/115, 1) from

Water
Samole Fortificaion ~ Average Recovery Standard Relative Number of
Matfix Level Recovery Range = Deviation -  Std. Dev. Samples
{ug/L) {Percent) {Percent) (Percent) {Percent) (1)
drinking water 1.050 97 88 - 101 4.6 4.8 6
' 5.00 100 96- 104 34 34 6
0.050 - 5.00 99 88 - 104 4.1 42 12
ground water 0.050 94 90 - 100 3.6 38 6
5.00 98 94 - 100 1.9 2.0 6
0.050 - 5.00 96 S0 - 100 3.3 34 12
surface water 0.050 96 88 - 102 6.0 6.2 6
5.00 101 97 - 105 3.3 33 6
0.050 - 5.00 99 88-105 5.4 54 12

Table 25. Recovery Summary of the ADTP (Confirmatlon lon, QI/Q3 m/z 196. 2/ 163.9) from

Water
Sample Fortification . Average Recovery Standard Relative Number of
Matfix Level Recovery Range Deviation Std. Dev. Samples
(ng/L) {Percent) (Percent) (Percent) (Percent) (n)
drinking water 0.050 95 85-103 5.9 6.2 6
5.00 100 97-104 34 .34 6
0.050 - 5.00 97 85-104. 5.4 5.6 12
ground water 0.050 90 83-97 56 6.2 -6
5.00 - 98 94 - 100 25 2.6 6
0.050 - 5.00 94 83 - 100 5.6 6.0 12
surface water 0,050 99 90 - 105 5.8 5.9 6
' 5.00 100 95 - 163 2.9 2.9 6
0.050 - 5.00 99 90 - 165 44 - 4.4 i2
GRM 05.19 Page 44
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Table 26. Recovery Summary of the ATSA (Quantitation lon., Q1/Q3 m/z 339.0/99.1) from

Water
Sample Fortification -Average Recovery Standard Relative Number of
Matﬂx Level Recovery Range Deviation Sid. Dev. Samples

{ng/L) {Percent) {Percent) {Percent) (Percent) {n)
 drinking water 0.050 112 109 - 114 1.9 1.7 6
5.00 99 96 - 100 1.6 1.6 6
0.050-5.00 105 96-114 7.0 6.7 .12
ground water 0.050 113 109-118 4.2 3.7 6
' - 5.00 98 96 - 100 11 1.1 6
0.050-5.00 105 96-118 8.5 8.0 12
surface water 0.050 112 106 - 119 5.8 © 51 6
5.00 98 93 -101 2.9 3.0 6
0.050-5.00 105 93-119 8.5 8.1 12

Table 27. Recovery Summary of the ATSA

(Confirmation Ton, Q1/Q3 m/z 339.0/57.2) from

Water :
" Sdmple Fortification  Average Recovery Standard Relative Number of
Matfix Level Recovery Range Deviation Std. Dev. Samples

(pg/L) {Percent) {Percent) {Percent) (Percent) {n)
drinking water 0.050 105 90 -119 11.3 10.8 6
5.00 97 .94 - 100 2.6 27 6

0.050 - 5.00 101 90 -119 8.8 8.7 12

ground water 0.050 108 92-118 9.9 9.1 6.
5.00 97 95-93 1.1 1.1 -6

0.050 - 5.00 103 02-118 9.1 8.9 12
surface water 0.050 103 89-117 10.3 10.0 6
5.00 96 91 - 100 3.0 3.1 6

0.050 - 5.00 100 89-117 8.1 8.1 12
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Table 28. Recovery Summary of the Sulfinic Acid (Quantltanon Ion, Q1/Q3 m/z 239.9/175.8)
from Water
Sample Fortification  Average Recovery Standard Relative Number of
MatIrJix Level Recovery Range Deviation Std. Dev. Samples
. {pg/L) {Percent) (Percent) (Percent) (Percent) (n)
drinking water 0.050 95 83 -101 6.8 7.1 6
: 5.00 95 90 - 100 3.5 3.7 6
0.050 - 5.00 95 83- 101 5.1 5.4 12
ground water 0.050 93 84-102 6.6 7.2 6
5.00 92 86 - 101 5.1 5.5 6
0.050 - 5.00 92 84-102 5.6 6.1 12
surface water 0.050 94 84 - 102 6.8 1.2 6
5.00 94 87 - 101 6.2 6.6 6
0.050 - 5.00 - 84-102- 6.2 6.6 12

94

“Table 29. Recovery Summary of the Sulfinic Acid (Conﬁrmatlon Ion, Q1/Q3 m/z 239 9/ 155.7)

from Water
Sample Fortification ~ Average Recovery Standard Relative _. Number of
Mat?ix Level Recovery  Range Deviation Std. Dev, Samples
{ug/L) (Percent) {Percent) (Percent) (Percent) (m)
drinking water 0.050 87 79 - 101 8.7 10.0 6
5.00 91 88-93 1.8 2.0 )
0.050 - 5.00 89 79 - 101 6.4 7.1 12
ground water 0.050 80 71-84 4.7 5.9 6
5.00 93 . 88-97 33 3.6 6
0.050 - 5.00 86 71-97 8.0 9.3 12
surface water 0.050 93 34 -106 7.9 8.5 6
5.00 29 81-85 4.5 5.1 6
0.050 - 5.00 91 81-106 6.5 7.1 12
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_Table' 30." Recovery Summary of the Sulfonic Acid (Quantitation lon, Q1/Q3 m/z 255.7/149.0)

from Water
" Sample Fortification 'Average - Recovery Standard Relative Number of
Matfix Level Recovery Range - Deviation Std. Dev. Samples

{ng/L) {Percent) {Percent) (Percent) {Percent) {n)

drinking water 0.050 89 77 - 107 10.7 2.0 6
5.00 93 89 -98 35 3.7 6

0.050 - 5.00 91 77-107 8.0 8.7 12

ground water 0.050 87 72 -100 9.1 10.5 6
5.00 94 89 .98 32 34 6

0.050 - 5.00 90 72 - 100 7.4 8.2 12

surface water 0.050 ) 23-99 7.2 7.8 6
- 5.00 92 87-98 4.5 49 6

92 83-99 5.7 6.2 12

-0.050 - 5.00

Table 31. Recovefy Summary of the Sulfonic Acid Confirmation Ion, Q1/Q3 m/z 255.7/79.7)

from Water
Sample Fortification Average Recovery Standard - Relative Number of
Matfix Level =~ Recovery Range Deviation Std. Dev. Samples
(ng/L) {Percent) {Percent) {Percent) (Percent} (n)
drinking water 0.050 - 106 - 94-116 8.9 8.4 6
5.00 95 - -91-98 2.7 29. 6
0.050 - 5.00 101 9] -116 8.5 8.5 12
ground water 0.050 93 72-113 13.7 147 6
5.00 93 91-95 L6 1.7 .6
0.050 - 5.00 93 72 -113 9.3 10.0 - 12
surface water 0.050 93 - 76-114 15.0 16.1 6
5.00 95 ©91-100 3.6 " 3.8 6
0.050 - 5.00 94 76 - 114 10.5 11.1 12
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Table 32. Calculated Limits of Detection and Quantitation for the Determination of XDE-742
(Quantitation lon, Q1/Q3 n1/z 435.1/195.1) in Water -

Sample Fortification ~ Average Stangrd Limit 'of Limit o_f Number of
Matrix Level Recovery Deviation  Detection  Quantitation ~ Samples
(ng/L) (ue/L) {s) (3s) (10s) (m)
drinking water 0.050 00462 ~  0.0010 0.0031 0.01065 6
ground water 0.050 0.0464 0.0011 0.0033 0.0110 6
surface water 0.050 0.0479 (.0024 0.0072 0.0240 6

Table 33. Calculated Limits of Detection and Quantitation for the Determmatmn of XDE-742
(Confirmation lon, Q1/Q3 m/z 435.1/82.0) in Water :

Sample Fortification  Average Stal?dajrd Limit_of Lim_it of  Number of
Matrix Level Recovery Deviation Detection  Quantitation  Samples
(ne/L) (ug/l) (s) (3s) (10s) (n)
drinking water 0.050 0.0482 . 0.0029 . 0.0086 0.0285 6
ground water 0.050 - 0.0479 0.0019 0.0057 0.0189 6
surface water 0.050 0.0491 0.0017 0.0051 0.0171 6

Table 34. Calculated Limits of Detection and Qu;intitatioﬁ for the Determination of
- 7-OH-XDE-742 (Quantitation lon, Q1/Q3 m/z 420.9/181.0) in Water

Sample Fortification  Average Sta:_}da!rd Limit_of Lim_it o_f Number of
Matrix Level Recovery Deviation Detection  Quantitation  Samples
(ug/L) gll) (s _(35) (10s) (n).
drinking water 0.050 0.0525 0.0016 0.0049 0.0164 6
ground water 0050 0.0458 . 0.0018 0.0053 0.0176 6
surface water 0.050 . 0.0502 0.0039 0.0116 0.0385 6

Table 35. Calculated Limits of Detection and Quantitation for the Determination of
7-OH-XDE-742 (Confirmation lon, Q1/Q3 m/z 420.9/148.1) in Water

Sample Fortification =~ Average Standard Limit of Limit of  Number of
Matrix Level Recovery Deviation Detection  Quantitation  Samples
(ug/L) (ug/L) 39 (10s) (n)
drinking water 0.050 0.0496 0.0036 0.0107- 0.0356 6
ground water - 0050 0.0485 0.0033 0.0100 0.0333 6
surface water 0.050 0.0520 0.0024 ~ 0.0071 0.0236 6
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‘Table 36. Calculated Limits of Detection and Quantitation for the Determination of ADTP
(Quantitation Ton, Q1/Q3 m/z 196.2/115.1) in Water

Sample Fortification . Average Stagdgrd Limit ‘of Lim?t of Number of
Matrix _ Level Recovery Deviation Detection  Quantitation  Samples
' (pg/L) {(ug/L) (s) (3s) {10s) {n}
drinking water 0.050 0.0486 0.0023 0.0070 0.0232 6
ground water 0.050 0.6471 0.0018 0.0054 0.0180 6
surface water 0.050 0.0481 0.0030 0.0089 0.0298 6

Table 37. Calculated Limits of Detection and Quantitation for the Determination of ADTP
(Confirmation Ion, Q1/Q3 m/z 196.2/163.9) in Water

" Sample Fortification  Average Standard Limit of Limit of =~ Number of
MatIrJix _ Level Recovery Deviation Detection Quantitation  Samples
(pe/L) (gll) () (3s) (105} (m)
- drinking water 0.050 0.0473 0.0030 0.0089 - 0.0296 6
ground water 0.050 0.0451 0.0028 0.0084 0.0279 6
surface water 0.050 0.0494 0.0029 0.0087 0.0289 . 6

Table 38. Calculated Limits of Detection and Quantitafidn for the Determination of ATSA
(Quantitation lon, Q1/Q3 m/z 339.0/99.1) in Water '

Sample Fortification ~ Average Standard Limit of Limit qf Number of
Matrix Level Recovery  Deviation  Detection Quantitation  Samples
(ng/l) (pg/l) (s) (35) (10s) (m)
drinking water 0.050 0.0558 0.0010 0.0029 0.0093 6
ground water 0.050 0.0565 0.0021 0.0063 0.0211 6
surface water 0.050 0.0559 0.0029 0.0086 0.0288 6

Table 39. Calculated Limits of Detection and Quantitation for the Determination of ATSA
(Confirmation Ion, Q1/Q3 m/z 339.0/57.2) in Water ' :

g Fortification . Average Standard Limitof - Limitof  Numberof

ample L . N

Matrix Level Recovery Deviation Detection  Quantitation.- - Samples

(pg/Ly . (ue/l) _ {s) (3s) (10s) (m)

drinking water - 0.050 0.0523 0.0056 . 0.0169 0.0565 6
ground water 0.050 . 0.0542 0.0049 0.0148 0.0495 6
surface water 0.050 0.0516 0.0052 - 0.0155 0.0515 6
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Table 40. Calculated Limits of Detection and Quantitation for the Determination of Sulfinic
Acid (Quantitation lon, Q1/Q3 m/z 239.9/175.8) in Water

Sample Fortification  Average Stangrd Limit .of Limitof  Number of
Matrix Level Recovery Deviation Detection  Quantitation  Samples
(ug/L)  (ug/l) (s) (3s) 109 ()
- drinking water 0.050 - 0.0475 0.0034 0.0102 0.0340 6
ground water 0.050 0.0463 0.0033 0.0100 0.0332 6
surface water 0.050 0.0471 0.0034 0.0101 0.0338 .6

Table 41. Calculated Limits of Detection and Quantitation for the Determination of Sulfinic
Acid (Confirmation Ion, Q1/Q3 m/z 239.9/155.7) in Water

Sample Fortification ~ Average Stal}da}rd Limit f’f Lim-it o.f Number of
Matrix Level  Recovery Deviation Detection  Quantitation ~ Samples
(pg/l) ~ (ppfl) (s) (3s) (10s) _(n)
drinking water ~0.050 0.0435 0.0043 . 00130 0.0434 6
ground water 0.050 0.0398 0.0023 0.0070 0.0235 6
surface water 0.050 .0464 0.0039 0.0118 0.0394 6

Table 42. Calculated Limits of Detection and Quantitation for the Determination of Sulfonic
Acid (Quantitation Ion, Q1/Q3 m/z 255.7/149.0) in Water '

SI Fortification =~ Average Standard ~ Limit of Limit of  Number of

ample , L . .

Matrix Level Recovery  Deviation  Detection Quantitation  Samples
(/L) (pg/L) (s) (35) (105) (n)

drinking water 0.050 0.0444 - 0.0054 0.0161 0.0535 6

ground water . 0.050 0.0433 0.0046 0.0137 0.0455 6

surface water 0.050 0.0461 0.0036 0.0108 0.0361 6

.T_a_ble 43. Calculated Limits of Detection and Quantitation for the Determination of Sulfonic -
Acid (Confirmation Ion, Q1/Q3 m/z 255.7/79.7) m Water

Sample Fortification =~ Average Stagdgrd Limit.of Lim-it O.f - Number of
Matrix Level Recovery Deviation Detection _ Quantitation ~ Samples
(ng/L} {(ug/L) (6] (3s) 10s) (@
. drinking water 0.050 0.0531 0.0045 0.0134 0.0445 6
ground water 0.050 0.0467 0.0069 0.0206 0.0687 6
surface water 0.050 0.0467 0.0075 0.0225 0.0751 6
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T +Q1: 0.000 min from Sample | (XDE-742 +Q1 SCAN) of XDE... .
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Top: | ‘Positive-ion scan showing (M+H)" at m/z 435

Middle:  Product ion scan showing fragment used for quantitation at m/z 195

Bottom: Product ion scan showing fragment used for confirmation at m/z 82

Figure 1. Typical Positive-Ion Mass Spectra of XDE-742
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“Top: Posifivé—idn scan showing (M+H)" at m/z 421
Middle: - Product ion scan showing fragment used for quantitation at m/z 181
Bottom:
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Product ion scan showing fragment used for confirmation at m/z 148

- Figure 2 Typical Positive-Ii_)n Mass Spectra of 7-OH-XDE-742 Metabolite
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"1 +Q1: 26 MCA scans from Sample 1 (ADTP Q1 scan pos) of ADTP Q... Max. 6.4e8 cps|
100% 1962
. 80%
< 0% 1049
R '
L 0/ |
2% b 1590 218.2
AL 20% : :
|l‘.,|.||,_,, vepeidy ‘.||1.‘.||.1| I I | IRPSUUN [T TN TN ST S T
100 110 120 130 140 150 160 170 180 150 200 210 220 230 240 250
_ m/z, amu
I +MS2 (196.20) CE (32): 38 MCA scans from Sample 1 (ADTP Q1 pr... Max. 4.7e7 cps.
100% - 115.1 | '
. 80% | R 196.1
SR | 1640
S A% o 181.1
A 0% o :
wulb ol | | R | RN N , - , , , .
100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250
mz, amu S
Top: Positive-ion scan showing (M+H)" at m/z 196

" Bottom: Product ion scan showing fragment used for quarititation at m/z 115 and
fragment used for confirmation at m/z 164

Figure 3. Typical Positive-lon Mass Spectra of ADTP Metabolite of XDE-742
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1] +QI.: 30 MCA scans from Sample | (ATSA Q1 scan pos) of ATSA Q.. Max. 1.8e9 cps.
~ 100% 74.0
= 105.0 ' _
= 610 H 0 WL e awg
T.)-; 1 : L[ ,Lj,L I . L o LI_[ L ; [|| i o
- 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400
m/z, amu
] +MS2 (339.00) CE (25): 36 MCA scans from Sample 1 (ATSA Produ... : 3 Max. 3.7e7 cps,
— 100% 99.1
= 50% ' o 3392
"-S. - ! ! o I |
a 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 40(} '
' S mfz,amu S :
- [T +MS2 (339.00) CE (81: 19 MCA scans fromSampeI(ATSAprodu Max. 1.1€7 cps.
=00y P2
= 572
— 0
,E: 50% 2 |
= (S U , . ‘ . , e
e 50 08 150 200 250 300 350 400 450 500
/z, amu '
Top: - Positive-ion'scaﬁ showing (M+H)" at m/z 339

Middle:  Product ion scan showing fragment used for quantitation at m/z 99
Bottom:  Product ion scan showing fragment used for confirmation at m/z 57

Figure 4. Typical Positive-lon Mass_Spectra of ATSA Metabolite of XDE-742
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1 -Q1:34 MCA scans from Sampie I {Sulfinic Q1 scan neg) of Sulfinic ...

Max. 3.0e9 cps.

100% 56.8
80%
£ 0%/
=A%
> 20% 769 920 1410 219.9
' ||L I [T S " , — — ,
50 100 150 200 250 300 350 400 430 500
m/z, amu '
' -MSZ {240.00) CE (-20): 57 MCA scans from Sample 1 (Sulfinic Prod... Max. 6.6e7 cps.
. 100% 1559
o ¢ 176.0
= 145.9 :
éf o0 1279
= | 7 239.7
— 0% ~134.8 _
L 20%
50 100 150 200 250 300 350 400 450 500
- : - ' m/z, amu :
Top: Negatlve -1o1m scan showmtjr (M- H) at m/z 240
Bottom: Product ion scan showing fragment used for quantitation at m/z 176 and

fragment used for confirmation at m/z 156

Figure 5. Typical Negative-lon Mass Spectra of Sulfinic Acid Metabolite of XDE-742’ .'
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T -Q1: 21 MCA scans from Sample 1 (Sulfonic Q1 scan neg) of Sulfonic... Max. 6.9¢8 cps.
— 100% 1538
1= |
— 0
E 50% O 4[1'0
=10 1200 40 160 180 200 20 240 260 280 30
Yz, amu
B -MS2 (255.80) CE (-35): 42 MCA scans from Sample I (Sulfonic Pro.. ~ Max. 4.1€7 cps.
BRI . |
g W | s 1769 -
— 1279 S
5 W ' 135 L o 2560
'q_‘_; _L_...I 111 | l 3 1 : J In. ..‘ | : o f . | . . .
- 0 120 - 140 160 180 200 20 240 - 260 280 300
i ' : m'z, amu '
[T -MS2(255.70) CE (-54): 14 MCA scans from Sample | {sulfonic prod... - ' Max. 4.3e6 cps.
e 100% 19
=
— 0,
= Wb 14’9.0
e T P T - ‘ , i . , . .
- 60 80. 100 120 140 160 180 200 © 220 240 260 280 300
: m/z, amu
Top; . Negative-ion scan showing (M-H) at m/z 256

Middle:  Product ion scan showing fragment used for quantitation at m/z 149
Bottom: Product ion scan showing fragment used for confirmation at m/z 80

- Figure 6. Typical Negative;lon Mass Spectra of Sulfonic Acid Metabolite of XDE-742
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Analytical Set ILD.: 051039 SOS pos
Compound! XDE-742 Quant (Q1/Q3 m/z 435.1/195.1)

Calibration Data

Linear with 1/x Weighting

Slope = 2804644
Intercept = 30225.8087

= 0.9972
Standard Injection Analyte Response Calculated Percent of
: _ Concentratio

Concentration {ng/mL)  Number Peak Area Factor n Theoretical

0.015 1 59380 3938667 {  0.01039 69

0.05 6 168747 3374940 | - 0.04939 99

0.25 11 791836 3167344 0.27155 109

0.5 16 1558167 3116334 | 0.54479 109

1 21 3100259 3100259 1.09462 109

2.5 26 7531053 3012421 2.67443 107

5 31 14390892 2878178 5.12032 102

10 33 26813170 2681317 9.54950 95

30000000
25000000
20000000 |

15000000

Peak Area

10000000

5000000 -

e : : - —
0 2 4 6 8 10 12

Standard Concentration (ng/mL)

Flgure 7. Typical Cahbratlon Curve for the Determmatlon of XDE-742 (Quantltatzon Ionm, -
Q1/Q3 m/z 435.1/195.1) in Water
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Analytical Set LD 051039 SO05 pos
Compound: XDE-742 Confirm (Q1/Q3 m/z 435.1/82.0)
Calibration Data
Linear with 1/x Weighting
Slope= - 309835
Intercept =  1636.6950
2= 0.9999
Standard ' Injection Analyte Response Calculated Percent of
' : Concentratio
Concentration (ng/mL) Number - Peak Area Factor . m Theoretical
0.015 1 - 5858 390533 0.01362 91
0.05 6 17430 348600 0.05097 102
0.25 11 82753 331012 0.26180 105
0.5 16 = 162497 324994 0.51918 - 104
1 21 300982 309982 0.99519 100
2.5 26 776840 310736 250199 100
5 31 1530539 306108 4.93457 99
10 33 3111661 311166 10.03767 - 100
3500000
3000000
: g 2500000 -
< 2000000 -
™ 1500000
& -1
1000000
500000 - _
0 - T - : T T T T
e 2 4 : 6 8 10 - 12
Standard Concentration (ngImL)

Figure 8. Typical Callbratlon Curve for the Determmatlon of XDE 742 (Conﬁnnatlon Ion
Q1/Q3 m/z 435.1/82.0) in Water :
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Analytical Set 1.D.: 051039 S05 pos
Compound: 7-OH-XDE-742 Quant (Q1/Q3 m/z 420.9/181.0)
Calibration Data
Linear with 1/x Weighting
' Slope = 710692
Intercept= -2233.5549
2= 0.9997
. Standard Injection Analyte Response Calculated Percent of
_ : Concentratio
_Concentration (ng/mL) Number Peak Area Factor n Theoretical
_0.015 1 - 9440 629333 0.01643 110
0.05 6 33249 664980 0.04993 100
0.25 11 172948 691792 0.24649 99
0.5 _ 16 343290 686580 0.48618 97
)] 21 657571 637571 0.92840 93
2.5 20 1788116 715246 2.51916 101
5 31 3588085 717617 5.05186 101
i0 33 7116454 711645 .10.01655 100
. 8000000
7000000 -
6000000 |
o
@ 5000000 1
e
x 4000000 -+
@ |
a 3000000
2000000 -
1000000 -
0 T T T — T "
0 2 4 6 8 10. 12
Standard Concentration (nglm'L)

Figure 9. Typlcal Cahbratlon Curve for the Determmatlon of 7- OH-XDE 742 (Quantltatlon
Ion, Q1/Q3 m/z 420.9/181. 0) m Water '
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Analytical Set 1.D.: 051039 805 pos
Compound: 7-OH-XDE-742 Confirm (Q1/Q3 m/z 420.9/148.1)
Calibration Data
Linear with 1/x Weighting
Slope = 143443
Intercept = -769.8530
= 0.9994
Standard ' Injection Analyte Respohse Calculated Percent of
i Concentratio
Concentration {ng/mL) Number Peak Area = Factor n Theoretical
- 0.015 1 1806 120400 0.01796 120
0.05 6 6316 126320 0.04940 99
0.25 - 11 32443 129772 0.23154 93
0.5 16 68297 136594 0.48149 96
1 - 21 131171 131171 0.91982 92
25 26 351590 140636 2.45645 98
5 31 727194 145439 5.07494 101
10 33 1445622 144562 16.08340 101 .
1600000
- 1400000
1200000 4
o -
g 1000000
ax 800000
«©
T N
o 600000 |
400000 A
200000 -
0 % T T T T T
0 2 4 6 8 10 12
Standard Concentration (ng/mL)

Flgure 10 Typical Cahbratxon Curve for the Determmatmn of 7- OH-XDE- 742 (Conﬁrmatlon
“lon, QIIQB m/z 420.9/148.1) in Water
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Analytical Set 1LD.: 051039 S05 pos
Compound:  ADTP Quant (Q1/Q3 m/z 196.2/115.1)
Calibration Data
Linear with 1/x Weighting
Slope= 688435
Intercept= 3158.7412
: = 0.9998
Standard Injection Analyte ' Response Calculated Percent of
- . _ Concentratio .
Concentration {ng/mLy  Number  Peak Area Factor - n ___Theoretical
0.015 1 11845 789667 0.01262 84
0.05 6 30197 783540 0.05235 105
0.25 11 187429 749716 0.26767 107
0.5 o 16 357079 714158 0.51409 103
1 21 699950 699950 1.01214 101
25 26 1732980 693192 2.51269 101
3 31 | 3455476 691095 5.01473 100
10 33 6838441 683844 9.92872 99
8000000
7000000 -
6000000 -
- :
- @ 5000000 A
< : '
x - 4000000 -
@ 4
a8 3000000
2000000
10000006 - _ _ _
0 % T - T T 1 T
0 2 4 . 6 . 8 10 12
' Standard Concentration (ng/ml.)

Figure 11. Typical Calibration Curve for the Detennmatxon of ADTP (Quant1tat1on Ion, QI/Q3
m/z 196.2/115.1) in Water

GRM 05.19 R . ' " Page6l




Dow AgroSciences LLC

Study ID 051035
' Page 88
Analytical Set [.D.: 051039 SOS pos
Compound ADTP Confirm (Q1/Q3 m/z 196 2/163.9)
Calibration Data
Linear with 1/x Weighting
' Slope= = 456660
Intercept = 2393.8647
rr=__ 0.9999
Standard Injection Analyte Response Calculated Percent of
' ' Concentratio
Concentration {ng/mL) Number Peak Area Factor n - Theoretical
0.015 1 8489 565933 0.01335 39
0.05 -6 25805 516100 0.05127 103
0.25 11 | 124103 496412 0.26652 107
0.5 16 234158 468316 050752 102
i 21 467111 467111 1.01764 102
2.5 26 1132851 453140 2.47549 99
5 . 31 | 2274668 | 454934 4.97585 100
i0 33 4572356 457236 10.00736 100
5000000
4500000
4000000 -
w 3500000
é‘.’ 3000000 -
a 2500000 -
S 2000000 -
& 1500000 -
1000000 +
500000 - -
0+ T T T - T T y
0 2 4 6 8 10 12
Standard Concentration {ng/mL)

Fi igure 12. Typical Calibration Curve for the Determmatlon of ADTP (Conﬁrmatlon Ion QL/Q3
m/z 196.2/163.9) in Water
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Analytical Set 1.D.:051039 S03 pos
Compound: ATSA Quant (Q1/Q3 m/z 339.0/99.1)
Calibration Data
Linear with 1/x Weighting
" Slope= 1159168
Intercept = -16470.8391
= 09990 |
Standard Injection Analyte Response - Calculated Percent of
Concentration (ng/mL)  Number Peak Area Factor  Concentration Theoretical
0.015 1 6861 457400 0.02013 134
0.05 6 29821 596420 0.03994 80
0.25 11 260282 1041128 0.23875 96
0.5 16 549135 1098270 0.48794 98
1 21 1023673 1023673 0.89732 90
2.5 26 2908422 1163369 2.52327 101
5 31 . 5908506 | 1181701 5.11140 - 102
10 33 11570868 1157087 9.99625 100
14000000
12000000 |
8 100600000 -
< 8000000 -
B '
8 6000000 -
K .
4000000 -
2000000
0 T T T . T T
0 2 4 .6 8 10 12
Standard Concentration (ng/mL)

Flgure 13. Typical Calibration Curve for the Determination of ATSA (Quanntatlon Ion QI/Q3
m/z 339.0/99.1) in Water
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Analytlcal Set L.D.:051039 SOS pos
Compound ATSA Confirm (Ql/Q3 m/z 339. 0/57 2)
Calibration Data
Linear with 1/x Weighting .
Slope = 145719
Intercept = -1688.2017
rr=__ 0.9975
Standard Injection | Anaiyte Response .~ Calculated Percent of
Concentration (ng/mL)  Number Peak Area Factor  Concentration Theoretical
0.015 1 1593 106200 0.02252 150
0.05 6 4154 83080 0.04009 80
0.25 il 31828 127312 0.23001 92
0.5 . 16 66402 132804 0.46727 83
1 ) 21 122252 122252 0.85054 85
2.5 26 352735 141094 2.43224 97 .
5 31 | 714911 142982 4.91768 . 98
14 33 1507183 150718 10,35466 104
1600000 -
1400000 -
- 1200000 -
@ :
g 1000000 -
_;,é 800000 -
O |
a 600000
400000 -
200000 - : . , :
0 e T T T T .
0 2 4 6 . 8 10 12
Standard Concentration (ngIm_IL)

Fi 1gure 14. Typical Calibration Curve for the Determmanon of ATSA (Conﬁrmatlon Ion QI/Q3
m/z 339.0/57. 2) in Water '
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Analytical Set 1.D.:051039 805 neg
Compound:Sufinic Quant (Q1/Q3 m/z 239.9/175.8)
Calibration Data
Linear with 1/x Weighting
Slope= 99854
Intercept = 352.0435
rr=_ (.9985
Standard Injection Analyte Response  Calculated Percent of
Concentration (ng/ml) . Number Peak Area Factor  Concentration Theoretical
0.015 1 2153 143533 001804 | -~ 120
0.05 6 4939 98780 . 0.04594 - 92
0.25 11 24432 97728 0.24115 96
0.5 16 49253 98506 0.48972 98
1 21 - 100366 100366 1.00160 100
2.5 26 . 227961 91184 2.27942 91
5 3! 497164 99433 497538 100
10 33 1025229 102523 10.26375 103
1200000
1000000
o 800000 -
<
600000
o
O
a. 400000 -
200000 .
0 » ; . : ; . ,
0 2. 4 6 8 10 12
' Standard Concentration (ng/mL)

Figure 15. Typical Callbratlon Curve for the Determination of Sulfinic Acnd (Quantltatlon lon,

Q1/Q3 m/z 239. 9/175 8) n Water

GRM 05.19

" Page #58




Dow AgroSciences LLC

Study ID 051039
Page 92
Analytical Set 1.D.:051039 505 neg
Compound:Sulfinic Confirm (Q1/Q3 m/z 239.9/155.7)
Calibration Data
Linear with llx'Weighting
Slope= 31213
Intercept =" 87.2307
' rr=_ 09974
Standard Injection Analyte Response  Calculated Percent of
Conceniration (ng/mL)  Number Peak Area Factor  Concentration Theoretical .
0.015 1 . 638 42533 0.01765 118
0.05 6 1657 33140 - 0.05029 101
0.25 11 8158 32632 0.25857 - 103
0.5 16 14642 29284 0.46630 93
1 21 ' 28703 28703 0.91679 92
2.5 26 71019 28408 2.27250 91
5 ' 31 - 153607 30721 4.91843 98
10 33 325156 32516 1041448 104
350000
300000 -
o 220000 -
o .
< 200000
® 150000
g
- 106000 -
50000 -
0 : T —— — ; —,
0 2 4 6. 8 10 12
Standard Co_ncéntration (ngImL)

Figure 16. Typlcal Cahbratlon Curve for the Determmatlon of Sulﬁnlc Acid (Conﬁnnatmn Ion,
Q1/Q3 'm/z 239.9/155.7) in Water :
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Analytical Set L.D.:

Calibration Data

Linear with 1/x Weighting

051039 S05 neg
Compound:  Sulfonic Quant (Q1/Q3 m/z 255.7/ 149.0_)

Dow AgroSciences LLC
Study ID 051039
Page 93

Slope = 46822
Intercept= 136.4006
= 09997
Standard Injection Analyte Response Calculated Percent of
_ Concentratio
Concentration (ng/mL) Number Peak Area . Factor n Theoretical
0.015 1 891 59400 0.01612 107
0.05 6 2319 46380 (.04662 93
0.25 11 11581 46324 0.24443 98
0.5 16 24146 48292 0.51279 103
1 21 47554 - 47594 1.01358 101
2.5 26 115583 46233 2.46567 99
- ~ 31 228875 45775 4.88532 98
10 33 474461 47446 . 10.13047 101
500000
450000
400000 A
@ 350000
2 300000 -
j 250000 A
S 200000 -
B 150000 -
100000
50000
0 T T I T
0 _ 4 6 8 10 - 12
Standard Concentration {ng/mL)

Figure 17. Typical Calibration Curve for the Determination of Sulfonic Acid (Quantitation lon,
QU/Q3 m/z 255.7/149.0) in Water '
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Analytical Set LD.: 051039 505 neg _
Compound:  Sulfoni¢ Confirm (Q1/Q3 m/z 255.7/79.7)
Calibration Data
Linear with 1/x Weighting
' : Slope = 42104
Intercept =  416.0580
0.9993
Standard Injection Analyte Response Calculated Percent of
) Conceniratio _
Concentration {ng/mL) Number Peak Area Factor n Theoretical
0.015 1 1089 72600 0.01598 107
0.05 -6 2569 51380 0.05113 102
0.25 11 10122 40488 0.23052 92
0.5 16 21240 42480 0.49458 99
l 21 43531 43531 1.02400 - 102
25 26 104466 41786 247124 99
5 31 204754 40951 4.85314 97
10 33 428802 42880 10.17440 102
500600
450000 -
~ 400000 -
m 350000 1
g 300000 {
e 250000 1
@ 200000
2150000 -
100000 7
50000 -
0 T T T T ] ' T !
0 2 4 6 8 10 12
Standard Concentration (ng/mL)

Flgure 18. Typlcal Calibration Curve for the Determmatlon of Sulfonic Acid (Conﬁrmatlon lon,
Q1/Q3 m/z 255.7/79.7) in Water
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Sumple Name: "0.050 sed”  Sample 7 717
Peuk Name: "XDE-742 Quunt (Q1/Q3 vz 435111951
Comment:

" Annowtrtion: "
4.0c3
.54
32.0e4
2.5
2.0c4

E 1.5c3
1.0wd

S5000.0

File: "05 1039 S05 pos.widl~
Mauoss(as): "435.1/195...,

oo 6.2 .0 -

159

64
173,

6.6
1B¥

6.8
202

7.2 7.9

245

7.6
259

T8
273

Sumplc Name: “0.050 sid” _ Somple 10: © 1
Peak Natne: "XDE-742 Contirm (Q1/Q3 m/z 435.1/82.0)"
Comment: "

Annowtion: "'
4.0c4
3.5e4
3.0e4
2.5e4

E 2.0e4

E L.5ed
1.0c4

50000

Fila: "051039 505 poa.will™

Mass(es): ~A35.1/82 ...

7.66

0. 3
159

6.4
173

6.6
18BB

6.8
F202

7.0 7.2
216 231
Taune, min

7.6
59

7.8
273

7.4
2as

Sample Name: "Control- (390001 Sample LD: ~2"
Peak Nume: “XDE-742 Quunt (21/Q3 m/z 435.1/195.1)"

Comment: **  Annotation; "

4.0ed

3.5e4

3.0cqa
2504
, 2.0c4
E L.5e4
1.9c3

50000

6,22 G4

File: "O5E0349 505 pos.wit...
Mnas(es): "E35.1/195..

}

2,646
.

0.9
6.2

157

6.4
172

6.6
81,

a8
202

7.0
216

7.2 7.4
230 245
Time, min

7.6
259

1E

273

Sumpic Name: "Conrol-189-0001"  Sample 10: "2
Pouk Nume: "XDE-742 Confirm (Q1/Q3 m/z 435.1/82.00"

Comment: " Annowtion: "

File: "(51039 S05 pos.wifl..

Muasfes): "435, L/H2....

4.0c4
T3Sl
3.0c4
5' 2,504
P 2.0ed
g 1.5e4
1.0ct
5000.04 .
podlE G642, 65) 670681 6.93 .15 729 7a7r 766
a2 &4 6.6 6.5 7.0 7.2 7.4 7.6 7.8
159 173 188 it 3 216 230 245 259 273

Tieres, min

Sumple Numni: "Canwral-189-0001 + (.05 o/l A" Sample 10D: ©3"
Peak Mome: "XDE-742 Quanl (Q1/Q3 m/z 433517195, 10"

Conwent: " Annotatian: "

File:

“0510...
Muusdes): “a35.1/195....

Somple Name: "Control- F89-0001 + .05 ug/i. A™  Somy
Pueok Nome: "XDE-742 Conticm (Q1/33 miz 435.1/82.0)"
Comment: " Annorailon: " )

ple 10 ~3°

File: "0511...
Muax(es): “435.1/82.:..

3:0:4 B:Ocﬂ
E rom E 2o
1,008 (o
5606.0 s000.0 " yga
ool o 0.0 ..
62 6.4 &6 6.5 7.0 3 7.4 7.6 7.8 6.Z 6.4 .G 6.8 7.0 72 7.3 7.6 7.8
15w 173 [£:2.] 202 _'?il‘.:‘ie - rnif‘Bl 245 259 273 159 173 184 202 '[?;::e mif‘ll 245 . 259 273
a) XDE-742 Standard — 0.050 ng/ml. Confirmation _
Peak Area (m/z 435.1/195.1) 168747 Peak Area (m/z 435.1/82.0) 17430
. . Peak Area Ratio
Equivalent Gongentration (ug/L.} 00500 |} (1 435.1/82.0 / iz 435.1/195.1) 0.1033
. Concentration Found (ug/L) 0.0494 .| | Average of Standards 0.1045
Theoretical Percent Recovery 99% Absolute Percent Difference 1.2%
b) Drinking Water Sample — Control . .Conﬁrmation -
Peak Area (m/z 435.1/195.1) 19950 Peak Area (m/z 435.1/82.0) 719
. Peak Area Ratio o
Concentration Added (ug/L) 00000 1| /2 435.1/82.0/ iz 435.1195.1) 0.0723
Concentration Found (pg/L} 0.0000 Average of Standards 0.1045
Percent Recovery ---- Absolute Percent Difference =-=-
¢} Drinking Water Saﬁmie ~0.050 pp/T, - Confinmation .
Peak Area (m/z 435.17195.1) 146523 | | Peal Area (m/z 435.1/82.0) 16240
. Peak Area Ratio
- 0.1108
Concentration Added (ng/L) 00500 | |\ 435.1/82.0/ miz 435.1/195.1)
Concentration Found (pg/L) 0.0460 Average of Standards 0.1045
Percent Recovery 92% Absolute Percent Difference 6.0%

F1gure 19. Typical Chromatoorams for the Deterrmnatlon of XDE-742 in Drlnklng Water
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Sampls Mamia: 0,050 std” Samiple 07 17 Fils: "03 1019 5035 poc wiil™ Tormple Mume: “0.050 @@ Bample 107 "7 Fiie: "035 1099 505 pos.wiftr
Fouk Numie: "7-OH-XDE-742 Quunt (Q1/QY mvz 420.9/181.0)"  Musa(es): "420.... Peuk Name: "7-OH-XDE-742 Contirm (Q1/Q3 m/z 420.9/148.13  Mosales): "4...
Commene: ™ Annotation: ™" Comment: *7  Annotation: **
2000 . 7000
6000 G5 T ' 5000
so00 - 5000
8 a0nn -4 4000
: %
. 1000 E 3000
2000 2000
6.16
1000 . 1000
H.27 586 )
= A5 5.0 5.5 60 6.3 7.0 - 7.5 . 4.5 5.0 55 60 65 7.0 7.3
as 73 109 145 &L 216 252 38 73, 109 135 181 216 252
Tirne, min : Timne, min
Sample Mame: "Conal-IB9-0001"  Sample 1D; "2%  File: “05 1009 505 pos. wil. Sl B “Corirol [RO00 1= Smmple 100 27 Fila: T051030 S03 o wlE.
Pouk Name: "7-OH-XDE-742 Quant (QL/Q3 nvz 420.9/181.0)"  Muss(ea): "420.... Peuk Mutne: "7-OH-XDE-742 Confirm (Q L/Q3 vz 420.9/E48.1)7  Musafen): "
Comment: ™ Annowtion: ™ ] ) Commmeon ™ Annotation: ™
7000 2000
000 son0
souo 5000
3 a000 #  acoo
Ed .
g 3uu0 1000
= ao00 ) : 2000
1000 ) 1000
| 4.354.74.4.855.10 529 _SWE. 623 §£56 686695 732758
o =3 o
a5 5.0 3.5 6.0 s 7.0 7.5 s 50 55 (30 6.5 7.0 75
3x 7 109 §as 18t 214 252 ax 73 0% 145 181 216 257
‘Cime, min Tino, min
Bumpls Nanw: "Comrol- 1B9-0001 + 0.05 ug/L. A" Baiaple 107 *3% File: "0510... Sampls Mamwe: "Conirol- 169.0001 + 005 w/l. A" Smmple D "3+ File: "0310..
Peuk Nun OH-NDE-742 Quunt (Q1/Q3 nvz 420.9/181.0)"  Mass(es): "330.... Peuk Nume: "7-OM-XDE-742 Continn (1030 mfz 320,50/ 148, EY Muss(ek ™4
Conmunt: ™ Annotation: ™ Comment: " Annotation; "*
20006y . Joon
s000 s000
s000 s000
B 4000 - {8 2000
.g 1000 E 3000
2000 2000
6.t ) .
o
75 4.5 50 5.5 6.0 [363 78 75 .
252 £ 73 100 145 121 216 252
irng, min
a) 7-OH-XDE-742 Standard — 0.050 ng/mL Confirmation
Pesk Area (m/z 420.9/181.0) 33249 || Peak Area (m/z 420.9/148.1) 6316
: Peak Area Ratio

Equivalent Concentration {ug/L} 0.0300 | |(m/z 420.9/148.1/ m/z 420.9/181.0) 0.1900
Concentration Found (pg/L) 0.0499 Average of Standards 0.1962
Theoretical Percent Recovery - 100% Absolute Percent Difference - ' 3.2%

b) Drinking Water Sample — Control .| | Confirmation . :
Peak Area (m/z 420.9/181.0) - 0 | | Peak Area (m/z 420.9/148.1) 0

Peak Area Ratio
Concentration Added (pg/L) 0.0000 (m/z 420.9/148.1/ m/z 420.9/181.0) 0.0000
Concentration Found (pg/L) o 0.0000 Average of Standards . 0.1962

Percent Recovery ---- Absolute Percent Difference ' ----
- c¢) Drinking Water Sample - 0.050 pg/l. Confirmation

Peak Area (m/z 420.9/181.0) 30793 Peak Area (m/z 420.9/148.1) o 5718

. : : Peak Area Ratio .
Concentration Added (ng/L) : 0.0500 . (m/z 420.9/148.1/ m/z 420 9/181.0) 0.1857
Concentration Found (ug/L) C 0.0516 Average of Standards ' - 0.1%962

Percent Recovery 103% Absolute Percent Difference - . 54%

Figure 20. Typical Chromatograms for the Determination of 7-0H-XDE_—742.1'11 Drinking Water
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I Sample Manw: "0.050 wd" Sumple 10; 110

Commem: ""  Annotalion: "

7000

6000

5000 .54
B 4000
E 3000

2000

1000

File: "G5103% 503 pos.wifl™
Peak tName: “"ADTP Quuant (Q1/Q3 oz 196270151 Mass(es): "196.2/115.1 a...

Time, min

o -
40 42 44 46 48 50 52 54 5.6
z 16 a1 45 59 73 B oz 116 13

60 62 64
1as 159 173

Peuk Nume: "ADTP Confirm (Q1/Q3 miz 196, 2/163,9)"  Muss(es): "196.2/163..
Comment: "  Annotation: *~

I Sample Name: “0.050 sid” Semplc 10: 717 File: ~03 1029 503 pas,will®
7000
000

5000

04.0 42 44 4.6 48 50 52 54 546 3.8 6.0 62 64
2 16 2 435 59 73 84 102 116 I3 145 159 173
- Timec, min

b) ] Sumplo Mams: "Comrel-1B9-0001  Sample I5; “27  Fiis "G5 1030 508 poswil.,
Peuk Mama: “ADTF Quant (Q1/Q3 m/z 196.2/115.1)"  Muus(es: "196.2/115.1 ...
Comumant * Annatution: "
Fo00
_60u0
5000
B 4000
: E © 3ooo .
2000 i
) foao {93 4.8 5.48.5.67._5.79

B 4000

E eluala]
2000 i

Time, miian

“4.0 4.2 44 4.6 48 30 52 54 56 58 6.0 6.2 64
2 iG 3 a5 50 73 88 102 116 131 145 159 173

Sumple Murme; "Control- 3200017 Sample 1D: "2~ File: “051038 505 pos. wifl..
Peuk Name: "ADTP Confirm (CH/AQ3 miz 196.2/1563.9)"  Mass{es): "196.2/163.,..
Conunent: " Annotation:

70007
GO0

5000

1000
. 402 422 447 4.67 gu5 593510

0-1.0 42 44 46 48 30 52 54 56 5.8 6.0 62 6.4
2 14 3t 45 59 73 By 102 116 131 145 159 173
Tiine, smin

547 5.65 5.94 6.256.40

c)

Comment: “  Annotstion: "

Foon

Sample NMame: "Controj-l89-00D [ + 045 ug/L A" Sumple [D: 73"
Peak Mumu: "ADTP Quane (1403 miz I96.2/115.1)"  Maxs{ea): "196.27115.1 u..,

File: 0510,

Timoe, min

440 42 44 46 4.8 S50 57 54 56
z 16 3t 45 59 73 88 142 116 131 145 [59 173

60 6.2 64

'.g 3000
2000
1000 . ’

Tmmple Name: "Conirol-189-0001 + 0.05 uw/L A" Saoiple 10: "3 File: "O510..,
Pouk Nama: "ADTP Confinm (Q1/Q3 nvz [96.2/163.9)"  Muss(es): "E96.2/163....
Comment: " Annototion: ™"

70004 "

5000

5000
g acoc
4.33

[3]

4.0 42 44 4.6 4.8 50 52 54 54 58 60 G2 &4

2 16 31 45 59 73 :3-3 102 116 131 1435 159 173
Time, min

a} ADTP Standard - 0.050 ng/mL
Peak Area {m/z 196.2/115.1)

Equivalent Concentration {(ug/L)
Concentration Found {ug/L)
Theoretical Percent Recovery

139197

0.0500
0.0524
105%

‘(m/z 196.2/163.9/ m/z 196.2/115.1)

Confirmation
Peak Area (m/z 196.2/163.9)
Peak Area Ratio

25805

0.6583
0.6676
1.4%

Average of Standards

Absolute Perc_ent Difference

b) Drinking Water Sample — Controi
Peak Area (m/z 196.2/115.1)

Concentration Added {ng/L)
Concentration Found {pg/L)
Percent Recovery

14

.0000
(.0000

Confirmation : _
Peak Area (m/z 196.2/163.9) ' -0
Peak Area Ratio

(m/z 196.2/163.9/ m/z 196.2/115.1)
Average of Standards

Absolute Percent Difference

©0.0000
0.6676

¢) Drinking Water Sample — 0.050 pg/L

Peak Area (m/z 196.2/115.1)
Concentration Added (pg/L}) -

Concentration Found (pg/L
Percent Recovery :

34459
0.0500
0.0505

101%

Confirmation

Peak Area (m/z 196.2/163.9)

Peak Area Ratio

(miz 196.2/163.9/ m/z 196.2/115.1)
Average of Standards

Absolute Percent Difference

21931
.0.6364

0.6676
4.7%

Figure 21. Typical Chromatograms for the Determination of ADTP in Drinking Water
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Sumplc Name: “r050 sid™  Sample ID; 717

Feuk Mame: *ATSA Quant {Q1/Q3 nmv/z 339.0/59.1)"
Annowtion: "

Conmunent: ""
GO

5000

4000

f 3000
E 2000

1000

Trie: "03 1039 SO5 pos.will™
Mass(es): “339.0/99. 1 wn...

4.5 540
2 as 73

Sompla Nome: "Conrel-189-0001"
FProk MNome: “ATSA Quant (QI1/Q3 mvz 330.0/92.1)"

Sample 5

8.5
141

7.0
Z16

Sampic [D: "1~ File: "0O5103% S05 pos.will™”

Sample Mama: "0.050 std”
Mass{es:: *339.0/57.2 a..

Peak Mame: "ATSA Cunﬁnn (QUQ3 m/z 330.0/57.2)
Comment: ™" Annctation:

BOBG
s0004 .
4000
lilels]
2000
oo wﬂ%ﬂh‘w
) 4.5 50 5.5 6.0 &5 7.0
2 38 73 108 145 131 216

T:rne min

w29 File: "051039 S05 pas, wifl..
MussCos): “339.0/69.1 um...

Swmple Manw: "Con!rul 1890001~ Somple ID: "2 File: "051039 505 pos.wil.,
Baoak Nunw ATSA Conﬁm! (QIIQB mz 339 0/57.2)" Mass{es): “339.0/57.2 a...

Peak Numw A'!“SA Ouum (QIIQ3 nvz 339.0/99. 1)

Comment: "™ Annoustion: " Commane: Annotion:
G000 £O00
5000 5000
4000 4000
3 1000 E LU l
E 20HHD ,E
+ 5.63 p
) o .
4.6 4.5 5.0 55 6.0 6.5 - 7.0 4.0 4.5 5.0 5.5 &5.0 6.5 7.0
z 3z 73 199 135 1EL 216 2 © a8 73 103 145 181 216
Time, min Time, min
Bample Name: "Coltral- 1800001 + 0.03 /L. A Seople ID: "3 Tiler "0518... Tumple Mame: "Contcol-[89-0001 + 0,05 wy/L A" Sumple [Ds ~3¢  File: "0510.,

Mays(os): “339.0/9%. 1 ..

Poak Nuwe: "ATSA Confinn (Q1/Q3 m/iz 334.0/57.2)" Muss{os): "339.0/57.2 &...

Theoretical Percent Recovery

Fo00 . 5000
% STHH} E ::::
2000 1000 450472 5.16.5,25 A $61 507 g 30, e
04.0 4.5 s.Q 55 &40 6.5 7.0 Dﬂ.o a5 .59 5.5 6.0 6.5 7.0
2 Az 73 1(')1'9im., Inill;ds . [2:3} 216 z e A .D'?imu "‘i:‘-“s 151 216
a) ATSA Standard — 0.050 ng/mL Confionation
Peak Area (m/z 339.06/99.1) 29821 Peak Area (m/z 339.0/57.2) - 4154
_ Peak Area Ratio
Equivalent Concentration (pg/L) 0.0500 (m/z 339.0/57.2/ m/z 339.0/99.1) 0.1393
Concentration Found (pg/L) 0.0399 | | Average of Standards 0.1333

80%

Absolute Percent Difference 0.7%

b) Drinking Water Sample — Control
Peak Area (m/z 339.0/99.1).

Concentration Added {ng/L)
Concentration Found (jug/L)
Percent Recovery

0.0000

0.0000 -

Confirmation
Peak Area (m/z 339.0/57.2) -0
Peak Area Ratio

(m/z 339.0/57.2/ m/z 339.0/99.1)
Average of Standards

Absolute Percent Difference

- 0.0000
0.1383

c) Drinking Water Sample — 0.050 ng/L.
Peak Area (m/z 339.0/99.1)

Concentration Added (ug/L)

Concentration Found (pg/L)}
Percent Recovery

40849
0.0500

0.0549
110%

"‘Confimmation

Peak Area (m/z 339.0/57.2)
Peak Area Ratio
(m/z339.0/57 .2/ m/z 339.0/99.1)
Average of Standards

Absolute Percent Difference

4250
- 0.1040

0.1383
24 8%

Figure 22. Typical Chromatograms for the Determination of ATSA in Drinking Water
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Sormple Mama: "0.050 md~ Sample 113: "T°__File: "05 130 S05 neg. Wit Samplé Miama: "0.050 513" Sample [D: 717 Eilc: "03 1039 B05 neg will'
Pueuk Mume: “Sulinic Quunt (Q1/Q3 239.9/175.8)"  Muss(os): “239.9/175.8 aou._. Peak Mame: “Sulfinic Confirm (G A3 239.9/155.7)"  Muss(es): "239.9/155.7 u_.
Comment: " Annotation: ™ Comment: " Annotntion: *'" . N
1900 1400
1200 1200
2,57
1000 1900
" [
I 8OO 200
E 600 E 600
A% a00 2.87
200 . 200
el YL

Time, min_

02.0 22 24 2.6 ZJS_ 2.0 A2 3.4 3.6 38 4.0 42 44 a6 4.2
2 2t 40 60 79 98 118 137 156 176 1935 215 234 253 273

[]

20 22 24 26 2.8 30 32 3.4 3.6 38 40 42 44 4.6 4.8
2 21 90 6@ 7O 9a 118 L3T7 156 176 1935 ZIS 234 2537273
Tiave, min

Commuint: "™ Annowmtion: =*

1400

1200

1000
800

600

<00 l

200

Fumty; s

?.06 251 LB g.04 377

Bampie Mama: “control-189-0001"  Sample 1D: "27  Fila: "051035 505 negwifl..
Peak MName! "Sufinic QGuant (Q1/Q3 239.9/175.8)"  Muass{cud: "239.9/175.8 amu...

4.18 4_38

Rt

Time, min

5.0 z.0 24 2.6 Z.8 3.0 32 34 316 3.8 40 42 34 4.6 4
2 21 40 60 7o 9B 18 137 157 176 193 Z1S 234 253 273

Sample Mame: control-189-0001"  Sumpls 10: "27  File: "051039 S05 new.wif. .
Pouak Nuwme: “Sulfinic Confirm (QE/Q3 239.9/155.7)"  Muss(ea): "239.9/155.7 0.
Camment: " Annotation: "~

205 2.562sa 3RS o y . 4,06 4. 14 438467

ol

20 2.2 24 2.6 2B 310 3.2 34 A6 18 40 42 45 465 48
2 21 40 60 79 SR ILB 137 E57 §76 195 215 234 253 273
Timie, min

Comment: ™" Annowtion: "

Lty

1200

207

Rample Mame: "cantrol-189-0001 + (.05 u/L A" Sample [D: *3"°  File: "O510.
ek Nume: "Sufinic Quant (Q1/Q3 I39.9/175.8)"  Muss(es): "239.9/175.8 amu..,

4.l6 .a.39 468 -

L/\ 2.60 3.39 3.71
.0

2.
z oz

Time, min

3 24 2.6 2.8 30 3.2 34 3.6 38 40 4 44 46 4.8
1. a0 G0 79 98 118 137 156 174 195 215 233 253 273

Peok Mame: "Sullinic Confinm (Q1/Q3 239.9/155.7)%  Muas{an); 239971557 u..

I Sample Name: ~conttol- LAG-000 ([ -+ 0.05 u/L A”  Sumple JD: "3 File: TUSs1..
Conmment: " Aanotation: "*

200 2.07

.20 22 24 Z6 2.8 30 312 34 3.6 38 40 42 44 3.6 48
2 21 40 &0 79 98 L1B 137 156 176 195 2t5 234 251 273
Tirmue, min

1) Sulfinic Acid Standard — 0.050 ne/mL

Peak Area {m/z 239.9/175.8)

Equivalent Concentration {pg/L)
Concentration Found (pg/L)
Theoretical Percent Recovery

4939

0.0500
0.0459
92%

Confirmation o

Peak Area (m/z 239.9/155.7) 1657
Peak Area Ratio

(m/z 239.9/155.7/ m/z 239.9/175.8) - 0.3355
Average of Standards o 0.3108
Absolute Percent Difference 7.9%

b} Drinking Water Sample — Control
Peak Area (m/z 239.9/175.8)

Concentration Added (pg/L)
Concentration Found (pg/L)
Percent Recovery

0.0000 -
0.0000

Confirmation

Peak Area (m/z 239.9/155.7) : .0
Peak Area Ratio i :

(m/z 239.9/155.7/ m/z 239.9/175.8) 0.0000
Average of Standards 0.3108
Absolnte Percent Difference - - ----

¢) Drinking Water Sample - 0.050 pg/L
Peak Area (m/z 239.9/175.8)

Concentration Added {(ng/L)

Concentration Found (ng/L)
Percent Recovery

4522
0.0500

10,0464
93%

Confirmation _ :

Peak Area (m/z 239.9/155.7) - : 1154
Peak Area Ratio - ,

(in/z 239.9/155.7/ m/z 239.9/175.8) 0.2640
Average of Standards : 0.3108

Absolute Percent Difference . _ T 151%

Figure 23. Typical _Chrorhatogfams for the Determination of Sulfinic Acid in Drinking Water
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Sumple Name: "0.050 md™ Sample 10z "1~ Filol "05 1039 503 fieg-wift
Fraak Nume: “Sulfonic Quane (QI/4Q3 255.7/149.0)" Muss(es): "255.7/149.0 um.,.
a) [N

Looa

soa

H' 60D 297

a 5
2.0 2.2 24 26 28 30 3.2 34 3.6 3.8 40 42 44 4.6 A%
2 2 40 60 79 '98 11B 137 156 176 195 2S5 234 253 273

Time, tnin

Pouk Name: "Subfonic Contirm (Q1/Q3 255.7/7%.7)"  Mass{es): “255.T/79.7 am...

I Surople Name; "0.050 sud™  Somple ID: "1 File: "OF 1039 505 neg. will"
Comment: "7 Annowmtion: "'

1000
200
2.98
B 600
? 400
200
305 3.673.97,4.07 .35

02.0 2.Z 24 2.6 2.8 3.0 32 34 36 3.8 4.0 42 4.3 4.6 4.8
2 21 40 S0 79 9K ILB 137 156 E76 195 215 33a 253 273 -
Time, min

b) Sumiple Nome: "control-189-0001"  Sample [D: "2 File: "D51039 S0 neg.wif...
Peuk Numa: "Sulfonic Quant ((J1/Q3 255.7/149.0)"  Musa(os): "Z55.7/139.0 am...
Comment: " Annoration: ™

1000
Zo0
GO0

ot l

200

Fasty: o=

£.ar

400
a SR N i

ad

2.0 X2 24 26 28 30 32 34 3.6 38 40 42 43 46 4B
2 21 ap S50 7O YA 1318 137 ST L76 195 215 234 253 273
Tiine, cuin

Sample Name: "control- 1 82-G001%  Sample 1D: 3% File: 031034 805 neg wif..,
Peuk Name: “Sulfenic Confirm {(Q1/Q3 255.7/79.7"  Mussfex): "255.7/79.7 am...
Comment; ' Annctation: *"

1000

A00

S060

Fuxsin; g

at0

20K
423 46046547

Q,

240 22 24 2.6 24 3.0 32 34 3.6 3.8 40 4.2 4.4 4.6 438
2 21 40 &0 79 9B 118 137 157 176 195 215 234 253 273
Tine, min

Sumple Namé: "oontrol-t 850001 + 005 uw/L A™  Sample ID: "37  File: 05 L0...
Peak Name: "Sulfonic Quant (Q1/Q3 255.7/149.03"  Mass(os): "255.7/14%,0 am,,.
Capment: "

¢)

Annotation: "

o0

=

2.0 22 24 2.5 2.8 1.0 3.2 34 3.6 38 40 42 4.4 4.6 A48
2 21 40 60 79 S8 t1a 137 156 176 195 215 234 253 273
Time, min

Sample Numa: "contral- LH9-00U1 + B.05 o/ A”  Sample [D: "A%  Fila: "0510..
Peak Mame: “Sulfonic Cullhrnl (AL/Q3 255.7/79.7)" Muhs(es) "55 74797 am..
Cammaont: ™ Annotation:

1000

OO

- 3.93 316 443 4.63

b
6 22 24 2.6 2B 30 32 34 36 38 40 42 4.4 4.6 4.8

2 21 40 60 79 98 LIB 137 156 176 195 245 234 253 273
Timc, min

a) Sulfonic Acid Standard — 0.050 ng/mL.
Peak Area (m/z 255.7/149.0) . 2319

Equivalent Concentration (pg/L) 0.0500
Concentration Found (ug/L) 0.0466

‘| Peak Area Ratio

Confirmation : .
Peak Area (m/z 255.7/79.7) o 2569

11078
0.9626
15.1%

(m/z 255.77179.7/ m/z 255.7/149. 0)
Average of Standards
Absolute Percent Difference

Theoretical Percent Recovery 93%

b) Drinking Water Sample — Control _ :
Peak Area (m/z 255.7/149.0) . 0

0.0000
0.0000

Concentration Added (pg/L)
Concentration Found (ug/L)

| Confirmation

Peak Area (m/z 255.7/79.7) : : 0
Peak Area Ratio

(m/z 255.7/79.7/ m/z 255.7/149.0)
Average of Standards

0.0000
0.9626

Peak Area (m/z 255.7/149.0) - 2396
Concentration Added (pg/L) 0.0500

_ Concentration Found (p.g/L) 0.0536
Percent Recovery - 107%

Percent Recovery , - - -~ | | Absolute Percent Difference ----
c) Drinking Water Sample — 0.050 pg/L Confirmation

Peak Area (m/z 255.7/79.7) 35
Peak Area Ratio 0.9328
{m/z 255.7/79.7/ m/z 255.7/149. 0)

Average of Standards .0.9626

Absolute Percent Difference T3 1%

Figure 24. Typica[ Chromatograms for the Determination of Sulfonic Acid in Drinking Water
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