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ANALYSIS REPORT FOR 2,3,7,8-TCDD IN NITRO SAMPLES

INTRODUCTION

On 18 Dec 84 aight wipe samples were received for the analysis of
2,3,7,8-tetrachlorodibenzo-p~dioxin (2,3,7,8-TCOD). For internal
purpoges, the samples were assigned MRC Log #1-84-12-18-01. The
gamples were analyzed according to the Septembar 1983 EPA Region
VII method "Determination of 2,3,7,8-TCDD in Soil and Sediment”.
For quality control purposes MRC Mathod #07-QAQC-R3 was followed.
Briefly this method requires that for every set of samples of the
same matrix typa a replicate sample, a low (9.6 ng in this case)
spiked sample, a high (96 ng in this case) spiked sample, and a
method blank muat be analyzad.

PREPARATION AND ANALYSIS (WIPES)

The wipes were spiked with 24.0 ng of carbon-13 labeled 2,3,7,8-TCDD
and 9.6 ng of chlorine-37 labeled 2,3,7,8-TCDD. Then ten grams of.
washed anhydrous sodium sulfate was added and the sampleg were
stirred, allowed to stand and stirred again. Samples were mixsd again
immediately prior to addition of extraction solvents. Tha extraction
process involved tha addfition of 15 mL of methanol (all sclvents

ars Burdick and Jackson "distilled in glasa”™ grade), stirring and the
subgequent addition of 150 mL of hexane. The samples were then shaken
for one hour on a wrist action shaker and the extraction solvent
removed. The solvent was then succegsively extracted with 50 mL of
water, concentrated sulfuric acid (until clear), water, 20% potagsium
hydroxide and water. The hexane was then dried with 10 grams of
anhydrous sodium sulfate. Each sample was then placed on the head of
a mixed phase column congisting of (top to bottom) 2 g of silica, 4 g
of silica plus 40% sulfuric acid, 1 g of silica, 2 g of silica plus
36% potageium hydroxide and I g of ailica. The column was, ‘eluted
directly onto a column containing 2.5 g of HWoelm basic alumina. The
alumina column was first eluted with 10 mlL of 2% methylene chloride/
hexane (v/v) and this fraction discarded. An additional elution was
made with 15 mL of a 50% methylene chloride/hexana (v/v) golution to
elute the TCDD off the column.

All samples had 50 ul. of dodecane keeper added to them and then

ware concentrated under a gentle stream of nitrogen and submitted
for GC/MS analysis. The GC/MS analyses were conducted on a Hewlett/
Packard 5987 GC/MS {nstrument. The analysis was conducted using a

60 m SP2330 capillary column. The mags spectrometsr was operatasd

in the selected fon monitoring mode analyzing for iona characteristic
of both the native (unlabeled) 2,3,7,8-TCDD (m/z 257,320,322),
chlorine-37 labeled 2,3,7,8-TCDD (m/z 328), and carbon~13 labeled
2,3,7,8-TCDD (m/z 332,334).

CONFiOENTIAL  onong - _011062
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STANDARDS

Standard solutiong were prepared from gtandards that had been
crogs validated with a standard provided as a check sample by the
EPA. Concentration of the internal standard conformed to tha levels
gpecified by the method.

RESULTS
The results of the analysaes are given in tables l-3. The tables
also give all pertinent QA/QC information.
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TABLE 2. CALIBRATION SUMMARY

ug/Kg NATIVE RRF RRF
TCDD (NATIVE) DATE TIME (SURROGATE)
© 0.5010 0.9868 12/19 1001 1.123
5.010 0.8551 12/19 1021 1.224
50.10 0.8558 12/19 1222 2.174
1.2515 0.9019 12/19 1422 1.017
12.515 0.8861 12/19 1505 1.895
125.15 0.8551 11/27 1525 1.798
GTT2X
oGoary
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TABLE 3. QUALITY CONTROL SUMMARY

ITEM # DATA POINTS MEAN + S.D.
SURROGATE ACCURACY - 10 107.2 £ 1.7
SPIKE RECOVERY 1 .

* Not techniqally correct to report recoveries for
internal standard calculated results.
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DOCUMENTATION INVENTORY FORM

Monsanto Research Corporation
Dayton Laberatory

I. Sample Information

Sample Identification: N J—T?\o
Number of Samples: 9

Analyte: 2,3,7,% ~ 7D
Matrix: \h?cS .
Method: Dofermm-\i"m 0(:' 2,3;7,8-TADBD 1n Sou} guih Sediment

II. Documentation Control

(a)
(b)
(c)
(d)
(e)
(£)
()

(h)

(1)

D)

(k)

Coples
Attached Initials
Sample Receipt Form ol M
Internal Sample Tracking Form —_—
Sample Tags —
Alrdill (Number -~ ) —
Chain of Custody Form . L Band_
Analysis Request (Log Number [ 4. 12- 17D iy B,
B otenock poges (WBP) 1241 a0 v B
Ny 2373376 v Gred”
Instrument Logbook pages /i { goz Vv Grae]
Computer Data Files
hard copy output % Borrd—
Chromatograms v/ Bt
Data Reduction
NBP _237 3476 T
Final Report v e
Additional Documentation L/ Pornd”
(note immediately upon acquisition)
Standards /f far‘qffozcg_
NEL 33 733 4 a7 2 File Complete ﬂm/duf/'ﬁ Zé/é.‘fﬂd
(signac@e)
/- 4-95
CONFIDENTIAL -
D) 1.
C1106%7
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Sample Receipt-Form

Monsanto Research Corporation
Dayton Laboratory

Customer ldentification: N /RO

MRC Log Number: &Y (3 -/18 ©f

Airbill Number: —

Date: @ Dee R

Sample Receipf Information:

(a) Shipping Containers damaged (describe below) WNo. |

(b) Custody Seals present @ (describe intact___
: Sealing below)

(¢) Chain of Custody Forms presen absent No. 22

(d) Sample Tags ;resent > absent No. &

(e} Sample Containers <1nta§§ damaged (describe below) No.‘?_:

(f) Agggﬁﬂrﬁg:t::é:mme no (describe discrepancies)

Additional Description (if sample numbers not 1isted on chain of custody
form, 1ist here and contact SMO).

L) semep waH PhkiNG TATE.

AeTrztd

Initials
&7
ar

REER

(Signature)

00010

— . .. o o A ,\\ 'r
) [l

N ‘ . - e—dy—y
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(Specific {nformation on samples 1s available on attached “Sample Identification Log”)
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ANALYSIS REQUEST |z 94| ™ - cvein_ -0

REPORT RESULTS TC
CORPORATION] REQUESTER CHARGE NO FILES /KULIK
MONSANTO RESEARCH COR ER | s
- . AMPLE DESCRIPTION NUMBER OF BOTTLES: NUMBER OF SAMPLES o* 5 _VKRY
ANALYSIS REQUEST
NO' ‘ L_:\‘. e \ L \N‘(No FILB .
KoL A wAalh BN "\t{ ‘?\)\ ' "'_.:‘;".’." t‘/
T
S e Bk uar o) XN
fr G LAS SN (DAY N\ T e
- Y .‘..
ALA T Sk DA uN) SAMPLES FOR:
L5 A y Aove o S U i N ] oS
N 7 FeToVheal pISE o L) i SAMPLE LOCATION
’ . P ' - R A A N N ;
ST 2RV S Rl ) RECORDED BY: * { ml Ll ALY ¢S
REQUIRED ANALYSIS®* j
- - (g s .
~31,8 =TEDD
KNOWN HEALTH HAZARD PRESENTED BY SAMPLE: ** ANALYTI CAL TECHNIQUE **
O GAS CHROMATOGRAPHY O NMR
01 ULTRAVIOLET O HPLC
O VISIBLE 0 XRD
REFERENCE TO PREVIOUS WORK (REQUEST #, JOURNAL,ETC.) *® O INFRARED O 1cp
i O EMISSION . (J ATOMIC ABSORPTION
. O] EDAX XRE- 0 MASS SPEC
O MICROSCOPY SGCIMS
_ 0 OTHER 'O AUTO ANALYZER
COMPLETION DATE QUAL . SEMIQUANT. ____ QUANT.
TIME ALLOTED FOR ANALYSES REQUIRED QA/QC
ANALYST HOURS INST, TIME
A d RTSTATTITY .
 TTCONEI RS RN 000{T
. T TO PRCTECTIVE ORDER,
AFIER REPORT COMPLETE Oloiscare [ reruen Hoto For [ 1300ays [Jeooays ___ on

es TUTC TNEADMATIAN MIIST RF SUPPILTFD BY ANALYSTS REQUEST ORIGINATOR
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Fila »B3442 333.6-334.6 amu,2UL 9.1992/.43~.2@ SP2339 290~1-3-250 BTL
40000
209080
B 1 T L L] L] T L] L + ]‘ L) T T 1 l Lg l T I LI L | S
19.0 ' 10.4 ' 10.8 ' 11.2  11.6  12.8 12.4 12.8 13.2 13.6  14.9
. E File >B3442 331.6-332.6 amu,2UL 0.1002~/.48/.249 SP233@ 280-1-3-250 BYL ..
]
20000-
—_—  —
10.0 ' 10.4 ' 10.8 ' 11.2 ' 11.6  12.8 ' 12.4 @ 12.8  13.2 @ 13.6 @ 14.0
File >B3442 327.6-328.6 amu.2UL 9,1002/.43/.20 $SP2330 200-1,3/250 BTL
40008~
20000 j\f\\\\k
8 M [ S T 1 ML LA | ¥ 1 v ‘I : | LI ¥ I MR v I M T ol A v T v 1 N 1
16.0  18.4 19.8 11.2 11.8 12.8 12.4  12.8 13.2 13.56 14.8
File >B3442 321.6-322.6 amu.2UL 2.1902/.48~.20 SP2339 209-1-3-258 BTL ....
3098
4900
2 S S et S0t I R 05 B S S W (e S B LA G [ S S S N ¢ S S e B g
1.0  18.4 19.8 11.2 11.6 12.8 12.4 12.8  13.2 13.6 14.0
File >B3442 319.6-320.6 amy.2UL 9.1002/.43/.20 SP2330 299-1-3-258 BTL
4000 k
19.9 = 10.4  1@.8 ' 11.2 ' 11.6 ' 12.90  12.4 ' 12.3 ' 13.2 ' 13.6 ' 14.0
File »B3442 266.7-257.7 amu.2UL 0.1002/.48-.20 SP2330 200-1-3-250 BTL -.-

"18.4 T 10.6 T 113 i1 T 126 ' 12.4 T 128 132 T13.6 " id.0
' s 00N g
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MS data file header from : >B3442

Sample: 2UL 9.1002/.48-.20 Operatcr: GARY Ms . 12719784 1@ r@y--
Mise ¢ $SP2330 208-1-3,258 BTL#O3BTL# 3
Sys. #1 1 MS model: 87 SW/HW rev.: CA ALS # : @ ,
Method filer SP2330 Tuning file:r APEIGY No. of extra records: 2
Source temp.: 250 Analyzer temp.! 9 Transfer line temp. @ 2 -
Chromatographic temperatures @ 9. 2. 9. . a. .
Chromatographic times, min. : 6.0 @.@ 9.0. 0.9 0.0 .
Chromatographic rate, degs/min: ©.0 9.2 0.0 0.9 9.0 .-
MsZ2 = 333.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
Prak R.T. ¢first max last peak raw corr. corr,
# min, .scan scan scan width area area %
1 11.469 212 218 226 14 168949 133551 100,09 .-
2 11.469 212 218 226 14 168949 130401 97.64
MrZ = 331.9
First peak i3 baseline drop corrected area,
Second peak is tangent skimmed corrected area.
Peak R.T. first max last 'peak raw caorr, corr,
» ‘min. scan scan scan width area area %
'i 11.469 211 218 239 19 148639 112933 100.00 .-
2 11.469 211 21% 230 19 146639 199522 96.98 -
332,334 CALCULATION ' ‘
R-Global 0> = + 8456
MrZ = 327.9
First p2ak 'is baseline drop corrected area.
, Second peak is tangent skimmed corrected area.
Peak R.T. firse max 1ast peak raw - corr. corr.
# min. scan’ scan scan width area area %
1 11.490 . 212 216 '+ 220 8 131339 115579 199,00 -
2 11.4909 212 216 220 3 131339 99627 86,20 .-
Mms2 = 321.9
First p2ak is baseline drop corrected area.
Second peak i3 tangent skimmed corrected area.
Peak R.T. firse max last peak raw carr, corr,
# mnin, scan scan scan width area area %
t 11.430 213 216 227 14 - 54394 29216 1ioa.v0 ..
11.490 213 216 227 14 54304 26605  91.06

SUBJECT TO PROTECTIVE ORDER. 11077
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S
Ms2 = 319.9
First peak is baseline drop cérrected area.
A Second peak 13 tangent skimmed gorrected area.
Peak R.T. first max  last peak ~aw
# min. scan acan scan width area
1 11.499 212 216 224 12 ' 43110
B 2 11.490 212 216 224 12 43112
320,322 CRALCULATION
R-Global¢ 1> = . 7379 ’
M/2 = 257.9
— First p2ak is baseline drop corrected area.
Second peak is tangent skimmed corrected area,
Peak R.T. first max Tast peak raw
L min. scan scan scan width area
1 11.510 213 217 226 13 40302
2 11.3510 213 217 226 13 49802
(320 + 322)7/(332 +334)  CALCULATION
R-Global¢ 3) = .2060
(3287>7¢(332 + 334> CALCULATION
R-Global¢ 3) = . 4678
O T N ‘ﬁ\wv‘——*--\ FImAS em e s e -~ - O(;n:’;‘o
:':\-'&:’ —— 1w -
e Subedlh S TS R AP RE W

28 3442

corr, corr.

area %

21558 109.00 oL
1980§¢ 91.87 .. g
corr. corr.

area %

11383 199.@09 ‘-
19989 96.486 ‘-

11078



File »B3443 333.6-334.6 amu.2UL 1.00927/.43-.20 3P2339 200-1,3,/250 BTL :..
43800
20000
8- T T T T Ll T 1 L] L9 L T 1 T T l L) l L ] T ‘ L] T .
3 104 108 113 iTe 128" 12.4 12.8 193 13.¢ " 14.0
File >B3443 331.6-332.6 amu.2UL 1.092-.48/.209 SP2339 209-1-,3,259 BTL.::
20300 ]L
{0.0 ' 19.4 ' 19.8  11.2  11.6 @ 1z.8 ' 12.4  12.8 ' 13.2 ' 13.6 ' 14.0
File >B3443 327.6~329.6 amu.2UL 1.802-.48/,20 SP2330 280-1-3-250 BTL ....
43000+
30000
3 L U ML L LI M I M ¥ 1 v 1T ¥ 7T MU N LA
19.90 10.4 19.8 . 11.2 N -3 12 0 .4 12.8 13.2 13.6 14.9
File >B3443 2321.6-322.6 amu.2UL 1.092/.48/.26 SP2323@ 202-1,3,259 BTL~::
413113 jk
B'I'I'Trr'l'rr | ll'l'l_'l'l'i'lf'*—l"'*l
1.9 i8.4 19,8 11.2 11 6 12 IE! 12.4 12.38 13.2 13.86 14,8
File >B3443 319.6-320.6 amu.cUL 1.0892/.48/.29 SP233@ 293~-1-3-/259 BTL-- .
403008+ “
P
{640 | 10.4 ' 1028 ' 11.2 ' 11.6 ' 12.0 | 12.4 ' 12.3 ' 13.2 ' 13.6 @ 14.0
File >B3443 256.7-257.7 amu.2UL 1.992-.48..20 SP2338 290-1-3-259 BTL:::
292097
1980904
S A L A S RS Bk i SRS S A R S |
C@ﬁ“ ..1.2\4..,4\ Il"{; 11.6 12.9  12.4 12.8 13.2 13.6 14.9
4
Ja B ol L coey

SUBJECT TO PROTECT WE ORDER.
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MS data file header from : >B3443
2UL 1.002/.48-.28
5P2330 200-1-3-250
MS-models
SP2338e
2509

Sample:

Misc =

Sys. #: 1
Method filet
Source temp.t

Operator:
BTL#QSBT
87 SW/HU rev.:
Tuning file: AP
Analtyzer temp.:

Chromatographic
Chromatographic
Chromatographic

temperatures 3
times, min. ¢
rate, deg-/min:

(L]
s -« @

MsZ = 333.9

First peak
Second peak

is baseline drop corrected
is tangent skimmed corrected

Peak R.T. first max last peak

» mine. scan scan scan width

1 11,455 208 213 229 17

2 11.495 208 213 228 17
MsZ = 331.9

First peak
Second peak

is baseline drop corrected
is tangent skimmed corrected

Peak R.T. firse max last peak
#* min, scan scan scan width
1 11.51S 210 214 229 13
2 11,519 210 214 229 13
332,334 CALCULATION
R-Global¢ 8) = « 7940

Ms2 = 327.9

First peak
Second peak

is baseline drop ¢orrected
i3 tangent skimmed corrected

Peak R.T. first max last peak
# min. scan scan scan width

1 11.9515 210 214 228 18

2 11.3518 210 214 228 18

MrZ = 321.9

First peak is baseline
Second peak

drop corrected

is tangent skimmed corrected
Peak R.Ta first max last peak
] min, scan scan scan width
1 11,913 211 214 227 16
2 11.51% 211 214 227 16
- h - . - KT 00022
LT - - - - R . O |
UBJE™T 77 DRNTEONVE CRRER,

GRRY MS
L S
CA ALS # : @

Elol No. of extra recordss
%) Transfer line temp. :
a e. e. al 8'
Q 9.9 2.9 9.9 9.9
9 9.0 9.0 0.0 9.0

Area.
area.
rau corr. corr,
area area %
19045@ 160593 199.00
190459 156634 97.54
area.
area,
raw corr, corr.
area area %
154739 127519 199,00
154735 124562 97.69
area.
area.
raw corr. carr,
area area %
184249 149554 1900.99
184249 146764 98,13
area.
area.
raw corr. corr.,
area area %
320991 290658 109,00
320991 2844097 97.8%

2

12-19-84 10121

a -

11080



MsZ2 = 319.9

- First peak

o
Peak R.T. ¢firsy

* mine. 3can

1 11.536 211

. | 2 11.35386 211

320,322 CALCULARTION

R-Global¢ 1> =

Ms2 = 257.0

First peak
Second peak

Peak R.T. firsat
# min, scan

1 11.536 211

2 11.%36 211

(328 + 322>,(332 +334) CALCULATION

R=-Global¢ 3> =

is baseline

is baseline

max last

scan scan
215 222
218 222
. 7694

max last
scan scan
215 223
215 225

1.78%50

(3287)7(332 + 334> CALCULRTION

R-Global(¢ 3% =

— AT T — .
L ail .z -

s A s

5108

SUBJECT TO PROTECTIVE CRDER.

drop corrected
is tangent skimmed corrected

drop corrected area,
Second peak is tangent skimmed corrected area.

peak raw
width area
11 244228
11 244228
area.
area.
peak raw
width area

14 123296
14 123296

QN2

223623
218733

>B 3443

100.00
94.26

120.0Q
9r.01

. 611081



File >B3444 333.6-324.6 amu.cUL UT-3267 3P2330@ 209-1/3,250 BTL

49090
A}
_‘é
20008 -
B T L T T LI T T T k] 1 L4 L] T I L l T I ¥ [ T T
19.0 @ 10.4 @ 10.8 11,2 @ 11.6  12.0 + 12.4  12.8  13.2  13.6 -14.8
iR File >B3444 331.6-332.6 amy.2UL UT-3267 - SP23308 200-1,3/25%9 BTL
20000
10.0 ' 18.4 @ 10.8 ' 11.2 ' 11.6 @ 12.08 ' t2.4 ' 12.8 ' 13.2 ' 13.6 ' 14.0
File >B3444 327.6-328.6 amu.2UL UT-3267 SP2330 299-1-3-,250 BTL
20900-
=] T T T T T T L2 T T ™ ™ T T T T T L
10.8 ' 18.4  10.8  11.2 ' 11.6  12.9 @ 12.4 @ 12.8 @ 13.2 @ 13.6  14.0
File >B3444 321.6-322.8 amu.2UL UT-3267 IP2229 299-1-3,23%0 BTL
3
2000 e R .,..J \«_.M NI SO YA U YV NI
19004
‘ 10,0 @ 10.4 @ 10.8  11.2 @ 11.6 @ 12.0 ' 12.4 @ 12.3 & 13.2 ' 13.6 @ 14.0
File >B3444 319.6-320.6 amu.2UL WUT-3267 SP2330 299-1,3,250 BTL
19.8  10.4  10.8 ' 11.2 ' 11.8 "12.9 ' 12.4 0 12.3  13.2 | 13.5 ' 14.0
File >B3444 256.7-257.7 amu,2UL _UT‘326? SP2320 209-1-3,/250 BTL
. A e A m AN S
2000 -
1200
Q= T 1
EEEEE—m———————
12.0  18.4 10.8 11.2  11.6  12.0 12.4  12.8  13.2 @ 13.6  14.0
;:3,"“1 . :’:. R TS e e P \‘ -—(- - G‘: (.I::&
e S A :
TTIImee e .. i ' 011082
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MS data file header from @ >B3444

Samples 2UL UT=-3267" Qperators GARY 12/19-34 19141 .
Mise ¢ SP2330 200-1,3-/250 BTL#O7BTL#® 7?7
Sys. #i 1 MS model: 87. SW/HW rev.: LA ALS # ¢ .
Method files SP2330 Tuning file: APEIBI No. of extra records: 2
Source temp.t 250 Analyzer temp.! %] Transfer line temp. : 9 -
Chromatographic temperatures ! 9. Q. 2. a. 9. .
Chromatographic times, min. t 0.9 8.9 9.9 Q.0 9.9
Chromatographic rate, deg-/mint 8.8 8.0 8.9 2.9 8.oe
MsZ2 = 333.9
First peak i3 baseline drop corrected arva.
Second peak is tangent skimmed corrected area.
Peak R.T. first max last peak raw corr., corr.
# min, s¢an 3¢an scan width area area %
1 11.497 213 216 228 15 159473 132009 100.900 -
2 11.497 213 216 228 1S 159473 129188 37.86 ..
MrZ = 331.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
Peak R.T. first max last peak raw corr. corr.
#. min. scan scan scan width area area %
1 11.S18 213 217 228 15 132464 185329 ivo.080 e
2 11,319 213 217 228 13 132464 103199 97.98 -
"\
3327334 CALCULATIOCON
R=-Global¢ @) =2 7979
Mr2 = 327.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area. '
Peak R.T. first max laste peak raw core, corr.
* nin. gcan  sacan scan width ‘area area %
1 11.518 214 217 229 135 148244 119699 109,009 -
2 11.518 214 217 229 15 143244 116139 97.07
Ms2 = 321.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
Peak R.T, firse max last peak raw corr. corr.
» min, scan scan scan uwidth area area %
1 11.538 212 218 227 18 31518 5238 100.00 -
? S 4953 4, .
Cng -1 53.8..\._.213__[_,211 22 1 31518 94.56 S
N i LN L L GGes,

SUBJECT TO PROTECTIVE ORDER.
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. | > 85444
Ms2 = 319.9

First peak i3 baseline drop corrected area.
Second peak is tangent skimmed corrected area.

Peak . R.T. first max last peak raw corr, corr,
» min. scan scan scan width area area %
1 11,938 215 218 224 s . 20140 4210 199.00 .
2 11,538 215 218 224 9 20149 4927 35.19 -

329,322 CALCULATION

R-Global¢ 1> = . 8037

M/Z = 257.0

First peak is baseline drop corrected area.
Second peak fs tangent skimmed corrected area.

Peak R.T. firsy taax last peak raw corr. corr.
# min. scan scan scan width area area %
1 11.539 214 218 222 g8 20846 3608 199,00 ca
2 11.538 214 218 222 =] 20848 33098 97.23 .-

(320 + 322)/(332 +334> CALCULATICHN

R-GTobal¢ 3) = « 0399

(3287)-(332 + 334) CALCULATION

R=Global¢ 3> = « 5041



File >83445 333.6-334.6 amu,2UL UT-3268 SP2339 200-1-3-250 BTL

490800 . :
20099 )

8 L1 IV ] | ] T L] L] L 'l_[ ¥ ] L) [ L] [ L) I L] l T I L] I T T
10.0 ' 10.4 ' 10.8 ' 11.2 ' 11.6 12.8° 12.4  12.8 13.2 13.6 14.0
S File >B3445 331.6~332.6 amu.2UL UT-3268 SP2330@ 208-1,3-250 BTL
289080 /k
19.9 | 10.4 ' 10.8 ' 11.2 ' 11.6 ' 12.8 ' 12.4 ' 12.8  13.2  13.6 ' 14.9
File >B3445 327.6-223.6 amu.2UL UT-3268 SP2339% 289-~-1-3-250 BTL
40000 ;
200094
e+ 7T7r—T" T T T T 7T T T T T T T 7 T T T 1
19.0 1.4 10.9 11.2  11.8 12.9 12.4 12.8 13.2 13.6 14.0

File »B3445 2321.6-322.6 amu.2WUL UT-3268 SP2330 298-1-3-259 BTL
29884 .. ~— A ~ AW . A\ —
1g09

e I L) l + ‘ T [ L] l T l Ll ] T r L) I L] I 11 I L] | 1] I 1 i lﬁ Ly [ L] '[ l—l L] l T ‘ L 'I
1.9 18.¢ 106.8 11.2 11,6 12.8 12.4 12,83 (3.2 13.6 14.9
File >B3445 319.6-320.6 amuy.2UL UT-3268 SP2339 299-1,3,259 BTL

2909

19eg

10.0 ' 19.4 ' 10.8 ' 11.2 ' 11.6  12.9 12,4 ' 12.3  13.2 ' 13.6 ' 14.0
File >B3445 256,.7=257.7 amu.2UL UT-2268 SP23329 298-1-3-250 BTL

20004 Mt VT et T A

' I 1 1 I 1

1989

10.0 ' 10.4  18.8 @ 11.2 @ 11.6 @ 12.8 ' 12.4 @ 12.8 ' 13.2 @ 13.6 ' 14.0
RNy NTTETNTTTT
CGE“%A‘;i._ef_/,;;;: TN

o oLha GGOT, 085
SUBJECT TO PROTECTIVE ORDER, o1l




MS data file header from : >B3445

Sample: 2UL UT-3268 Operator: GARY MS 12719784 11:01
Mise ¢ .35P2330 200-1,/3-259 BTL#Q3BTL# 9
Sys. #1 1 NS model: 87 SW/HW rev.s CA ALS # : ©
Method file1 SP2338 Tuning file: APEIO! No. of extra records: 2
Source temp.t: 239 Aralyzer temp.: 8 Transfer line temp. : e -
Chromatographic temperatures @ g. Q. a. a. . 8.
Chromatographic times, min. ¢ @.0@ 8.0 2.0 2.0 9.9
Chromatographic rate, deg/min: @.0Q 8.9 9.0 9.0 8.9
MrZ = 333.9
First peak is baseline drop corrected araa.
Second peak is tangent skimmed corrected area.
Peak ReT. firse max last peak raw corr. corr,
# min. scan scan scan width area area %
1 11;515 218 214 225 1S 174963 145598 188.99 -
2 11.818% 218 214 228 15 174963 144268 36,49 .
Ms2 = 331.9
Firzst peak iz baseline drop corrected arsa.
Second peak is tangent skimmed corrected area.
Peak ReT. first max lase peak raw corr. corr.
#* min, -3can scan s¢an width area area %
{ 11.518 210 214 226 16 148514 121234 100.080
2 11.515 210 214 226 16 148514 117402 96,34
332,334 CALCULATION ’ !
R=Global¢ @) = .8109
Mrs2 = 327.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.,
Peak R.T. first max last peak raw ° corr. corr.
L min. scan scan scan width area area %
1 11.8533 212 215 2286 14 160846 130144 189.99 .-
2 11.333 212 215 226 14 160846 128772 98.95 -
MrZ = 321.9
., First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
Peak ReTe first max last peak raw corr, corr.
L] min, scan scan scan width area area %
1 11,5395 212 215 221 9 28406 4881 109.09 -
2 11.53% 212 218 221 g 20406 4570 93,63

i I PP

y O .
“"-b’ 'Q'\-'-vil‘(-a- Y el ¢ aa T 3
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s
Ms2 = 319.9

First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.

Peak R.T. first max last peak raw
» min. scan scan scan width area

1 11,535 212 215 220 8 18141

2 11.535 212 2153 229 8 13141

320322 CALCULRTION

R=Global( 1) = .8156

Ms2 = 257.0

First peak is baseline drop corrected area,
Second peak is tangent skimmed corrected area.

first max 1ast peak raw

Peak R.T.
# min. scan scan scan width area
1 11.5358 214 216 219 S 14230
2 11.588 214 216 219 5 14230

(320 + 322)/(332 +334) CALCULRTION
R-Global¢ 3> = . 0327
(328°)>/(332 + 334> CALCULATION

R-Global( 33 = » 4803

Q029

CONTm AT
Caeam g 4 LA WY |

ERY - -

SUBJECT TO PROTECTIVE ORDER.
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File >B3445 333.6-334.6 amu.2UL UT-3269 SP2330 200-1/3,260 BTL

28809 _
19000 ‘ ’
T T T v .1 T 1 o1

8 | L) [ T ﬁl I T L ] T | ] L [ L] L) I Ll ] T [ B I L] I T | T ‘ T
19.0 10.4 10.8 11.2 1i.6 12.0" 12.4 12.8 13.2 13.6 14.0
File >B3446 2331.6-332.6 amuy.2UL UT-3269 SP2320 209-1-3-/258 " BTL

]
] .
100004

19.0 ' 19.4  18.8  11.2  11.6 ' 12.8  12.4 ' 12.8 @ 13.2 ' 13.6 ' 14.8
File >B3446 327.6-323.6 amu.2UL UT-3263 SP2330 280~1,3-259 BTL

20090+
199094

[

s rrrr—F 1T 1T TrrJTrrrrrr1r 1111 T
le.2 19.4 1e@.8 ti.2 11.6 12.0 12.4 12.8 13

=
4

| ] I 1 I 1

File >B34456 321.6-322.6 amu.2UL UT-3283 SP2330 298-1/3-2589 BTL
WW
1900
e T L L L3 1 T T L T T L} L) ; . L4 T 1 L] { L L)
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A A o o f o et o pod N e P o e NP o WMW
1999
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MS data file header from i >B3446

Samples: 2UL UT-3269 Operators: GRRY MS 12719,84 11:22
Misc : SP2330 200-1/3/25Q BTL#11BTL#11
Sys. % 1 MS modelt 87 SW/HW rev.: CAR ALS # : @
Method files SP2330 Tuning file: APEIOQ1 Ho. of extra records: 2
Source temp.t 248 Analyzer temp.! Q Transfer line temnp. ¢ 0 w
Chromatographic temperatures : 2. @. 2, 2. g. .
Chromatographic times, min. : €.© 8.9 8.9 8.9 8.9 -
Chromatographic rate, deg/min: 9.0 9.9 9.9 0.9 0.0 e
MrZ = 333.9
First peak is baseline drop corrected area,
Second peak is tangent skimmed corrected area.
Peak R.T, firse max last peak raw corr. corr.
# min, scan scan scan width area area %
1 11.513 211 215 226 15 117442 98262 lee.9@g -
2 11.513 211 215 226 1S 117442 87764 97.23 ..
MrZ = 331,9
First peak is baseline drop corrected area,
Second peak is tangent skimmed ceorrected area,
Peak R.T. first max lase peak raw corr. corr.
] min, scan scan scan width area area %
4 11.513 211 215 225 14 36885 72763 100,90 -
2 11.513 211 215 2293 14 96885 78812 96.22 .—
3327334 CRLCULATION
R=Global @) = . 8061
M/Z2 = 327.9
First peak is baseline drop corrected area,
Second peak is tangent skimmed corrected area.
Peak R.T. first max last peak raw © corr. corr.
» min. scan scan scan uidth area  area %
1 11.513 211 215 227 16 112328 82406 199,989
2 11.3513 211 215 - 227 16 112326 79942 37.01 .-
Mrs2 = 321.9
First peak is baseline drop co}rected area.
Second peak is tangent skimmed corrected area.
Peak R.T. firse max tTast peak raw corr, corr.
# min, 3can scan scan width area area %
1 0.000 . 228 e 227 -1 ] 1803 198.082
2 Q.0800 228 %] 227 -1 ) 1803 188.9@

- -,
fE S - .,
. -

g::é;jfn\qéi “\"“"*r 1\—T (](}():33L
Y oaed
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N

nm

S
MsZ = 319.9

First peak
Second peak

is baseline drop corrected area.
is tangent skimmed corrected area.

peak

raw corr.,
area area
9 1809
Q 1809

8 3446

109.00
192.00

Peak R.T. first max lase
# min, sé¢an scan scan width
1 9.0009 228 Q 227 -1
2 9.000 228 %) 227 -1
320,322 CALCULATION
R-Global¢ 1> = 1.08033

-
..,

Mrs2 = 257.0

First peak is baseline area.
Second peak is tangent skimmed correcited area.
Peak R.T. first max lase peak

# min. scan scan scan width
1 0.008Q 228 2 227 -1
2 9.000 228 Q 227 -1
(320 + 322>-(332 +334> CALCULATIQN
R-Global( 3> = .8222
(32875>-(332 + 3343 CALCULARTION
R-Glebal¢ 3> = . 5054
- . 00032
supdo UL

drop corrected

raw corr.
area area
2 2153
e 2133

100.00
190.00

C11090



File >B3447 333,6-334.6 amy.2UL UT-3270 SP2330 200-1,3,/250 BTL
40800 :
pI ¥ L} 1 4 T L) 1] Ll L L) T T ¥ 14 L} l'll 1 .
10.0 @ 10.4 @ 10.8 ' 11.2  11.6 @ 12.97 12.4  12.8  13.2  13.6  14.9
File $>B3447 331.6-332.6 amu.2UL UT-3279 $P2339 280-1/3-/250 BTL
40000
2aeaei
8= - ; ; - ; - r ; - ; — —_— - —_ ===
10.0 ' 10.4 ' 10.8 ' 11.2 ' 11.6 ' 12.0 ' 12.4 ' 12.8 ' 13.2 ' 13.6 ' 14.9
File >B3447 327.5-328.6 amu.2UL UT-3270 SP2339 208-1-3-/250 BTL
49008+
E'I' I‘I'I'IfT'l.i'l'l—'*l'l_'_l AL ML LA
19.0 19 4 19.8 11.2 11.6 12.9 12.4 12.8 13.2 13.8 14.9
File >B3447 321.6-322.6 amu.2UL UT-3270 SP2334 202-1,3/259 BTL
T T N T
109009
Blilllll'l'r'l'l'l'llll'flllillr-lli;r‘l
19.0 190.4 19.8 11.2 11.6 12.9 12.4 12.8 13.2 13.5% 4.0
File >B3447 319.6-320.6 amu.2UL UT-3279 SP2339 293-1-3/259 BTL
Wﬁm\wqu
19009
1072 ' 19.4  19.8 ' 11.2 ' 11.6 ' 12.8 ' 12.4 ' 12.8 ' 13.2 @ 13.6 @ 14.8
File >B3447 256.7-257.7 amu.2UL UT-3270 SP2330 2v0-1,3-/2509 BTL

CC

- 10.0 ' 19.4 10,8 ' 11.2 11.6 ' 12.8 ' 12.4  12.8 ' 13.2 ' 13.6 14.0
w__-—‘—“\-"""\"“—"—'-v
AN L \ T, 00033
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12/19/84 11142 .

MS data file header from : >B3447
Sample: 2UL UT-3270 Operator: GARY MS
Misc : SP2339@ 200-1,/3-/258 BTL#13BTL#13
Sys. W 1 MS model: 87 SW/HHW rev,: CA ALS # : @
Method file: SP2339 Tuning file: APEIOB! Mo. of extra records:
Source temp.t 250 Analyzer temp.! Q Transfer line tamp, @
Chromatographic temperatures 1 Q Q. 9. 2. Q.
Chromatographic times, min. 1 @. 2.9 .9 2.0 0.0
Chromatographic rate, degs/min: 0. 9.0 .9 g.0 e.a
Ms2 = 333.9
Firat peak is baseiine drop corrected area.
Second peak is tangent skimmed corrected area.
Peak R.T. first max last peak raw corr. carr.,
#* min, scan scan scan uwidth area area “
1 11,596 218 214 224 14 247707 222731 189.480
2 11.506 210 214 224 14 247707 215439 96.72
Mrs2 = 331.9
First peak is baseline drop corrected area.
Second pgak is tangent skimmed corrected area.
Peak R.T. first max last peak raw corr. corr.
L] min, scan scan scan width area area %
1 11.5086 211 214 223 14 204163 177694 169,30
2 11.5066 211 214 225 14 284168 173949 97.89
332,334 CALCULATION
R-Global¢ 8> = « 7978
M2 = 327.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
Peak R.T. ¢firss max lTasat ﬁeak rauw corr. corr,
# min. s$can scan scan width ares area %
1 11.526 211 215 225 14 2308699 202749 198.99
2 11.526 211 215 22% 14 230589 197590 97.46
Mr2 = 321.9
First peak is baseline drop cérrected area,
Second peak is tangent skimmed corrected area.
P=zak ReT. first max lase peak raw corr. corr.
# min. scan scan scan width area area %
1 0.000 226 %) 223 -1 Q 1785 109.00
2 9.200 226 o 229 -1 %) 1785 100.00

.....

t~1

4
8 -
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Ms2 = 319.9

Firat peak is baseline drop caorrected

Second peak is tangent skimmed corrected
Peak R.T. firse max lTast peak
» mine scan scan scan width

1 B.000 226 8 228 -1

2 0.9400 226 %) 225 -1

320,322 CALCULATION

R-Global( 1) = . 9924
Ms2Z = 257.0
First peak is baseline drop corrected
Second peak is tangent skimmed corrected
Peak R.T. first max last peak
# min. scan scan scan width
1 Q,090 2286 a 225 -1
2 Q9,000 226 a 225 -1

(320 + 322>-(332 +334) CALCULATION
R-Global{ 3> = .8089
(32875>-/(332 + 334> CALCYLATION

R-Global(¢ 3) = «5063

e

{:&; “-f—ﬁ““\r"ﬂ'\T 00035

SUBJECT TO PROTECTIVE ORDER.

area.
area.

78 3447

1¢9.00
190,00

11093

i
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MS data file header from : >B3448

Sample: 2UL UT=-3271 Operator: GARY MS 12719784 12:02 _.
-Misec : SP2330 208-1,/3-/2350 BLT#15BTL#15
Sys. #1 1 NS model:s 87 SWM/HW rev.: CA ALS # : B .
Method files SP2330 Tuning filet APELOL No. of extra recordsz: 2
Source temp.: 250 Analyzer temp.: %) Transfer line t2mp. ! Q -
Chromatographic temperatures @ a. 2. a. 0. 2. .
Chromatographic times, min. : 0.0 2.8 9.0 9.0 9.0 .
K. Chromatographic rate, degs/min: 8.0 * 8.9 0.0 9.9 2.0 -
MrZ = 333,9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
P2ak R.T. ¢firse max last peak raw corr. corr,
# nin. scan scan scan width area area %
1 1i1.506 210 214 225 15 155377 129927 190.00 - .
2 11.506 210 214 229 15 155877 125599 96.67 -~
MsZ2 = 331.9
First peak is baseline drop correscted area.
Second peak is tangent skimmed corrected arega.
Peak R.T. first max lasgt peak .rau carr,. corr.
# min,. scan scan scan width area area “%
1 11.%506 211 214 226 15 131604 104344 100,00 ‘e
2 11.506 211 214 226 13 131684 181559 97.14
332,334 CALCULATIGN
"R-Global( @) = . 8046
Mr2 = 327.9
First peak is baselineg drop corrected area.
Second peak is tangent skimmed corrected area.
Peak R.Te first max last peak raw corr, corr.
L] mine. scan gcan scan width area area %
1 11.3526 212 215 226 14 145349 115823 100,00
2 11.526 212 213 226 14 145349 113282 97.81 -
MrZ = 321.9 .
First peak is baseline drop c¢orrected area.
Second peak is tangent skimmed corrected area.
Peak ReT. #firse max last peak rauw corr, corr.
# min, scan scan scan . width arg¢a area %
t Q.009 227 %) 226 -1 9 1736 102,00
2 @.099 227 %) 226 -1 %) 1736 108,00
Gnos

C@P L.g.. »/}wl ; \L

SUBJECT TO PROTECTIVE ORDER.



N B

S

e e sad b

M2 = 319.9
First peak is baseline drop corrected area.
~ Second peak is tangent skimmed corrected area.
Peakh R.T. firse max last peak rau
# min. acan scan scan width area
1 2,000 227 0 226 -1 9
2 @,000 22?7 2] 226 -1 9
320,322 CALCULATION
R=-Glebal¢ 1) = 1.08207
Ms2 = 257.8
First peak is baseline drop corrected area.
Second peak is tangent skimmed dorrected area.
Peak R.eT. firse max last peak raw
# min. scan scan 3can width area
i @.000 227 Q 226 -1 2
2 9.000 227 °) 226 -1 Q
(328 + 3220/(332 +334) CALCULATION
R-Global¢ 3) = .0158
(3287),¢(332 + 334> CALCULATION
R-Global¢ 3> = 4939
00N 5

7B 3448

106. 00

18@.00

- -
v -, -
. - -

C11096



File »B3449 333.6-334.86 amu,.2UL 18.982-.48/.

s9009

42099

SP2330 2088-1-3/28@ BT+ .

Q—l T 1§ L L] T L4 L 1 1

| L S B L UL
ie.o 19 4 19 8 11.2 11.8 12 3- 12.4 12.8
SP2330 299-1-3/250 BTL ..

R File >B3449 331.6-332.6 amu.2UL 10.82/.48-.,29

301809

49000

I 11 lil T
13.2 ' 13.6 & 14.8

MR UL L L L L L Y

=
10.9 ' 18.4 @ 18.8 ' 11.2 ' 11.6 ' 12.8  12.4 ' 12.8
SP2339 200~1-3-250 BTL

File >B3449 227,6-328.6 amu.2UL 10.92/.48-.20

190800

M BN RO B - B |

13.2  13.6 14.0

=
A R A AL L L L L L L e

16.0 19.4 10.8 1.2 11.

o

File >B3449 321.6-322.6 amu.2UL 18.92/.48/.29

2008000
18003003

12.0  12.4  12.8

= T 1

ML ™
13.2 13.5 14.0

SP2330 298-1-3/259 BTL =..

L

R AR B AR L R | T T T
1.8 198.4 10.8 11 2 11 6 12 B 12.4 12.8
SP2339 209-1-3-259 BTL -~

File >B3449 319.6-320.6 amu,2UL 10.82/.48/.29

1000000

il

T 1 ¥ L

1 LR
13 2 13.6 14.9

10,0 ' 18.4 ' 10.8 ' 11.2 ' 11.6 ' 12.9 'é 4 ' 12.3
File >B3449 256.7-257.7 amu,2UL 19.027.48/.,20 3P2339

400009

Ao

M |

13.2 ' 13.6 ' 14.0
209-1,3,250 BTL ..

b : ™ L

rqi . TH oY T ey R | -wv-‘—'“! 4 n(.\"_‘:].
CONRFIUENTLAL 3

SUR.IFCT TN PRATEATIVE ADRTN

1.0~ 18.4  10.8  11.2 11.6 12.0 12.4 12.8

UL

13.2  13.6  14.0

C1109%7



MS data file header from

>B3449

Sample: 2UL 19,92/.48/.29 Operator: GARY MS
’ Misc : SP233@ 200-1-/3-/259 BTL#17BTL#17
S Sys. W1 1 MS madel: 97 SW/HW rev.: CA ALS # : ©
’ Method file: SP2338 Tuning files APEId!  HNo. of extra r
Source temp.t 230@ Analyzer temp.: @ Transfer line
Chromatographic temperatures 1 B. a. Q. %)
Chromatographic times, min. : @.9 9.9 9.9 9.
ok Chromatographic rate, deg/mini 0.0 0.9 9.8 Q.
Ms2Z = 333.9
First peak is baseline drop corrected area. ;
Second peak is tangent skimmed corrected area.
Peak R.T. firse max lase peak raw corr.
# min, scan s5can scan width area area
1 11.540 213 219 226 13 375596 352524
2 11.540 213 219 226 13 375338 344119
MrZ = 331.9
First peak is baseline drop corrected area,
Second peak is tangent skimmed corrected area.
Peak R.T. first max last peak rauw carr.
# min. scan scan scan width area area
= 1 11.540 213 219 228 15 311230 285295
_QM/‘ 2 11.540 213 219 228 15 311230 2793409
A
332,334 CALCULRTION
R=Global¢ @) = . 3093
MrsZ a3 327.9
First peak is baseline drop corrected area,
Second peak is tangent skimmed corrected area.
Peak R.T. first max last peak rauw corr,
] min. scan scan scan width area area
{1 11,560 213 22@ 225 12 659448 635088
2 11,560 213 2209 229 12 659448 520627
MsZ2 a 321.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
Peak R.T. first max last peak raw corr.
# min,. scan scan scan width area area
1 11.360 215 220 227 12 6397695 §369783
2 11.560 213 220 227 12 6397695 622951%
o .
Mt i ﬂ(:r‘d 0

12/19/84 12122

ecords:
tenp.

2
Q

. ‘ 0.
2 9.0
a 9.0

199,90
83.53

-

129.980
97.30

11098



S )
Ms2 = 319.9

First peak

is baseline

drop corrected

area.

Second peak is tangent skimmed corrected area.

78 3449

Peak R.T. first max last peak raw corr. carr,
# min, scan scan scan width area area %
1 (1.560 216 2280 228 12 S116912 5025148 100.00
2 11.569 216 220 228 12 5116912 4966158 98.83
320,322 CALCULATION
R-Glebal( 1) = . 7989
Mr2 = 257.0
First peak is baseline drop corrected area,
Second peak is tangent skimmed corrected area,.
Peak R, T, first max last peak rau corr, corr.
# min, scan scan scan width area area %
1 11.568 216 228 230 14 2017666 1969254 {g0.98
2 11.568 216 220 230 14 2917666 1946943 98,87
(320 + 322>/¢332 +334> CALCULATION
R-Global¢ 3) = 17,8658
(3287>-(332 + 334> CALCULATION
R-Global¢ 3) = .5059
00044,

CONT oINTIAL

Py

SUBJECT TO PROTECTIVE CADER, 611099



File >B34§8 233.6-334.6 amu,2UL UT-3272 SP23320 209-1-3,250 BTL

40099

a L g T T T T T T T T L] L] I l‘ L) I T [ T '7]7 l L] i 1] g
10.0 @ 10.4 @ 10.8 @ 11.2 ' 11.6  12.8 (2.4  12.8  13.2 ' 13.6 @ 14.0
File »B3450 331.6-332.6 amu.2UL UT-3272 SP2330 200-1-3,250 BTL
48000
20080
5] - - = = - - T r v - T - r - - = —
12.0 ' 19.4 ' 10.9 ' 11.2 ' 11.6 @ 12.9 ' 12.4 @ 12.8 ' 13.2 ' 13.6 @ 14.0
File >B3450 327.6-328.6 amu.2UL UT-3272 SP2330 200-1,3.,250 BTL
499029
e o T v 1 1 WL v T v T 1 hy ] ' 1 T { M m

{0.0  10.4  10.8  11.2 11.6 12.8  12.4 12.8  13.2  13.6  14.0

File >B3458 321.6~322.6 amu.2UL UT-3272 SP2338 238-1,3-/2509 BTL
4909
2099
g T Ll L L] 11 L T L T T L T 1 T L 4 T 1 LI
10.0 ' 10.4  10.8  11.2  11.6  12.8 @ 12.4 ' 12.3 ' 13.2 ' 13.6 @ 14.9
File >B345@ 319.6-320.6 amu.2UL UT-3272 SP2339 208-1-3-250 BTL
.
290904 e e, oS N o v ol g P,
{6.9 ' 10.4 @ 18.8 ' 11.2 ' 11.6 ' 12.8 @ 12.4 ' 12.3 ' 13.2 ' 13.6 ' 14.0

File »B3450 256.7-257.7 amuy,eUL UT-3272 SP2339 299-1,3/259 BTL

19.8  18.4  18.8 @ 11.2  11.6 ' 12,08 ' 12.4 @ 12.3 ' 13.2 ' 13.6 @ 14.9
(3:. 2 e Ao Lol L A T.,“nnﬂdz
Sbuocli 7. TN v e e L 01 1 1 0 0



\

2. SUBJECT TO PROTECTIVE GRDER.

MS data file header from : >B3450
Samples 2UL UT-3272 Operators
Mise 1t SP233@ 200-1,3,/250 BTL#19BT
Sys, #1 1 MS models 87 SW/HH rev.i
Method files SP2330 Tuning file: AP
Source temp.t 2358 Analyzer temp.:
Chromatographic temperatures : %)
Chromatographic times, min. : 0.
B ¥ Chrematographic rate, deg/min: 0.
Ms2 = 333.9
Firat peak is baseline drop corrected
Second peak is tangent skimmed caorrected
P2 ak R.T. first max lase peak
* mine. scan scan scan width
1 11.506 210 214 225 15
2 11.5@6 2109 214 225 15
Mr7Z = 331.9
First peak is baseline drop corrected
Second peak is tangent skimmed corrected
Peak ReTe firse max last peak
* "min, scan scan scan width
1 11.527 219 215 226 16
2 11.527 210 2195 226 16

332334 CRLCULATION

R=Global¢ @> = « 7996

Ms2 = 327.9

First peak is baseline drop corrected
Second peak is tangent skimmed corrected
Peak ReTe first max 1ast peak

# min. scan scan scan width

1 11.52°7 212 2153 229 13

2 11,527 212 215 2295 13
M/Z = 321.9 '

First peak is baseline drop corrected
Second peak is tangent skimmed carrected
Peak R.T. first max last peak

# min, scan scan scan width
_ _ 1 11.547 213 216 222 9
- 2 11.547 213 216 222 9
T A W ¢
Gbi N b PR o S L .-:-J . o
annal

1271984 12:142

GRRY MS
L#19
CA ALS # : @

ElIQL No, of extra records:
a Tranzfer line temp. ¢
. Q. 8. 2. 9.
%] 0.9 9.0 2.0@ 8.0
0 9.9 9.9 0.0 0.0

area,
area.
rau corr. caorr,
area area %
238802 213347 199,90
238302 206537 9€6.81
area.
area.
ray éorr. corr.
area area %
199520 1793592 100.00
159529 166048 97.34
area.
area.
ray  corr. corr.
area area %
220262 192520 109.00
220262 138425 97.87
area.
area.
raw corr, corr.
area arga %
25987 8978 190.00
25307 8789 97.89

2
a -

C11101



S
MsrZ = 319.9
First peak is baseline
Peak R.T. ¢first
# mine. scan
1 11.547 213
2 11.547 213

drop corrected

area.

Second peak is tangent skimmed corrected arga.

322,322 CALCULATION

R=Glgobal¢ 1> =

Ms2Z = 257.0

First peak
Second peak

Peak R:eTe firse
# min. scan

1 11.547 214

2 11.347 214

is baseline
is tangent skimmed corrected

max last peak

s¢an gcan width
216 223 1@
216 223 18
. 8324

drop corrected

(328 + 322)-(332 +334)> CALCULATION

R-Global¢ 3> =a

(3287)7(332 + 334> CALCULRTION

R=Global¢ 35 =

max last peak
scan scan wuwidth
216 221 e
216 221 4
.0428
.5012
ninag
s

— ——— . e -

78 3450

C11102



File >B3451 333.6-334.6 amu.2UL UT-3273 SP2330@ 290-1-3/250 BTL

40009 .
200499

T = g T ™ 1 17 1 ¢t 1 7
CFe  10.4 10.8  11.2 116 '12 @' 12.4  12.8 ' 13.2  13.6 @ 14.8
. File >B3451 331.6-332.6 amu.2UL UT-3273 SP2330 260-1,3/258 BTL
40800
20000
2 ——" — - —— T . -
10.0 ' 10.4 ' 10.8 ' 11.2 ' 11.6 @ 12.8 @ 12.4 ' 12.8 ' 13.2  13.6 ' 14.9
File >B3451 327.6-328.6 amu,2UL UT- 32?3 SP2330 299-1-3-/250 BTL
4aaaei
b
20000
n- T T T - ™ T T ﬁ" T — T T L
10,8  10.4  10.8 11.2  11.6  12.8  12.4 12.8  13.2 13.6 14.0
File >B3451 321.6=222.6 amu,eUL UT-3273 SP2330 209-1,3/250 BTL
2009

10.8 ' 10.4 10,8  11.2  11.6  12.9  12.4  12.8  13.2 13.6 @ 14.9

File >B3451 319.6-328.5 amu.2WlL UT-3273 SP2330 298-1-3,/2519 BTL
2098 A e e
1070 | 18.4 ' 10.8 T 10.2 ' 11.6 " 128 | 12.4 " 123 " 132 " 196 140
File >B3451 255,7—25?,? amu.2UL UT-3273 SP2339 299-1-3-259 BTL
2029
- 1000

rrr =7 71T > 1

mmv\-__-tm__mw__u ]:2 TT1.6 ' 12.0 ' 12.4 | 12.8 | 3.2 ' 13.6 ' 14.9
ANAT L e L ﬂ(:_.{)ds

_ SUBJECT TO PROTECTIVE ORDER. ~



% E

MS data file header from ¢ >B3451

Samplie: 2UL UT-3273 Operatort GARY 12719784 13:92 .
Misc 1 SP233@ 2008-1,37250 BTL#21BTL#21
Sys. #: 1 MS model: 87 SW/HW rev.: CA ALS # %
Method filer SP2330 Tuning file: APEIQ] Na. of extra records: 2
Source temp.: 239 Analyzer temp.: %] Transfer line temp. : -
Chromatographic temperatures i Q. Q. Q. Q. Q. .
Chromatographic times, min. : 8.0 0.0 .0 9.0 8.0 -
Chromatographic rate, degsmin: 8.9 B.0 + 8 8.0 Q.0 .
Ms2 = 323.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
Pzak R.T. first max last peak raw corr. corr,
# min. scan scan scan width area area %
1 11.5@8 214 217 229 14 191193 166651 190.00 . e
2 11.508 214 217 228 14 191193 161459 97.23 ..
Mr2 = 331.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area,
Peak R.T. ¢firse max last peak rau corr, corr.
] min., scan scan scan width area area k4
1 11.528 214 218 228 14 159669 134393 100.90 -
2 11.328 214 218 228 14 159669 130794 97.02 -
332,334 CALCULATION
R=Global¢ @> = .8118
MsZ = 327.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
Peak R.T. first max last peak raw corr, corr.
# min, scan scan scan width area area %
1 11.528 215 218 228 13 178552 151482 169.00
2 11.528 215 218 228 13 178652 1473855 97.81 .-
MsZ = 32t.9
First peak is baseline drop corrected area. '’
Second peak i3 tangent skimmed corrected arza,
Peak R.T. first max last peak raw corr. corr.
#» min, scan s¢an scan width area area %
1 11.548 216 219 227 11 26941 7449 109,90
2 11.548 216 219 227 11 26941 raese 95.95
Oy 5

COrFicENTIAL ™

SUBJECT TO PROTECTIVE ORDER.

C11104



Mr2 = 319.9

First peak

is baseline

drop corrected area,

Second peak is tangent skimmed corrected area.

Peak R.T. firse
* min., scan

1 11.548 216

2 11.548 216

320,322 CALCULATION

R-Globatd¢ 1) =

MrZ = 257.0

First peak
Second peak

is baseline

max last peak
3can scan width
219 225 9
219 225 9
. 7966

Peak R.T. firse max last peak
# min. s3can s$can scan width
1 11.548 216 219 223 4
2 11.548 216 219 223 7’
(32Q + 322)-(¢(332 +334)> CALCULATION
R-Global¢ 3) = .0445
(328757¢332 + 334) CALCULATICN
R-Global¢ 37 = «5033
e . 53
\!‘.-; e — - _ O T P - {_E' )
SUSGLCT T L LlI i onner, M AP

- -

drop corrected area.
is tangent skimmed corrected arca.

78

3451

11105



File >B3452 333,6-334.6 amu.2UL UT-3274 $P2339 208-1-3-/25@ BTL

T 40000

29060

a T 1 L] L T L ) 4 T ) i ]V LI 1] T l[‘l’il T T T
0.0 | 18.4 @ 10.8 | 11.2 ' 11.6 @ 12.0 @ 12.4 12.8 13.2 13.6 @ 14.9
X File >B3452 331.6-332.6 amu.2UL UT-3274 SP2330 209-1,3/259 BTL

469904

20000-

10.0 ' 19.4 ' 19.8 ' 11.2 ' 11.6 ' 12.8 ' 12.4 ' 12.8 ' 13.2  13.6 ' 14.9
File >B3452 327.6-328.6 amu.2UL UT-3274 SP2339 209-1-/3/25@ BT

L

40900

=

20000

b T T T T T l"_l' T L] IA‘*]' T

S File »B3452 2321.6-322.6 amu.2UL UT-~3274 $SP2330 200-1,3-250  BTL

8I'I'l—rl'['l'l'l'l'lrl'l'l'l'—l"lJ'I'I'I'I"—I
18.0  1@.4 19.8 11.2 11.6 12.8 12.4 12.3 13.2 13.6 14.9
File >B3452 319.6-320.6 amu.2UL UT-3274 SP2330 200-1,3-259 BTL

19,0 = 1d.4  18.8 ' 11.2  11.6 ' 12.8 ' 12.4 ' 12.3 ' 13.2 ' 13.6 ' 14.0
File >B3452 256.7-257.7 amu.2UL UT-3274 . SP2330 200-1,3-250 BTL

T T T 71 7T T T M B Y LI L S S e

rﬁfmx-\-ubah_\ 9.4  10.3  11.2 11.6 1229 T12.4  12.8 ' 13.2  13.6  14.0

L DT AT o

SUBJECT To pqorrzcn VE CRDER. C11106
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MS data file header from : >B3452

Samples 2UL UT-3274 ’ Operatori
Misc ¢ SP233Q 200-1,3-230 BTL#23BT
Sys. #3 1 MS model: 87 SUWH/HW rev.i

Method files SP2330 Tuning file: AP
Source temp.1 250 Analyzer temp.:

Chromatographic temperatures :
Chromatographic times, min. ¢
Chromatographic rate, deg/min:

. v O

[ ]

MsZ = 333.9

First peak is baseline drop correctaed

Second peak is tangent zkimmed corrected
Peak R.T. firse max last peak
# min, 3can scan s¢an width
1 11.520 210 214 224 14
2 11.52@ 210 214 224 14
Ms2 = 331.9

First peak is baseline drop corrected
Second peak is tangent skimmed corrected

Peak R.T. first max last peak
» min, scan s8¢ an scan width
1 11.520 210 214 223 13
2 11.520 218 214 223 13

332,334 CALCULATION

R-Global¢ @) = .8072

Ms2 = 327.9

First peak is baseline drop corrected

Second peak is tangent skimmed corrected
Peak R.T. first max lage peak
# mine. scan scan scan width

1 11.540 210 215 22S 15

2 11.540 219 215 229 1S

M2 = 321.9

First peak is baseline drop corrected
Second peak is tangent skimmed corrected
Peak R.T. firse max last peak
“ min, scan scan scan width
1 11,540 211 215 221 19
2 11.540 214 215 221 16
SN T
- mesne e s 0 LU NRLSDT T
o). N

GARY 12-19/84 13122
L#23
CR ALS # %]
EIOL Ne. of extra recordss 2
%] Transfer line temp. 1 %]
. BI 8. 9. a‘ -
2 0.9 8.9 9.9 9.8
(%] 8.9 9.9 g.0 9.0
area,
area,
rauw corr. carr.
area area %
2827208 177932 190,90
292720 173761 97.63 -
area.
area.
raw corr, corr,
area area %
166115 143684 188.08
16611S 135036 96.78 -
area. '
area.
raw corer, corr,
area arsga %
199577 161192 100,00 .-
1985?77 156689 97.16 .Z_
area.
area.
raw corr. corer.
area area %
23097 5437 199,00 -
23897 5182 9%5.314 -



$ : 78 345X
M2 = 319.9

First peak is baseline drop corrected area.
Second peak i3 tangent skimmed corrected area.

Peak R.T. first max Tast peak raw corr. core.

# min. 3can scan scan uwidth area area %

1 11.540 212 215 221 9 20428 45295 199.090 .

2 11,540 212 215 221 9 28428 4426 97.81
328,322 CALCULATIQN
R=Global¢ 1) = .8323
/2 = 257.9
First peak is baseline drop corrected arga.
Second pgak is tangent skimmed corrected area.
Peak R.T. firse max last peak raw corr. corr.

# min. scan scan s¢an width area area %

1 11.540 212 215 221 9 23016 3918 199,00

2 11.549 212 213 221 9 230918 3648 33.11 -
(320 + 322)>7(¢(332 +334> CALCULATION
R=Global¢ 3) = 8310
(328/)/(332 + 334) CALCULATION
R=Global( 3> = .5010
~— = e — t':" -

“ ST A T 90
ST A et haa el § L o Y rmed

SUBJECT TO PROTECTIVE CRDER,

RV Y SR
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File >B3453 333.6-334.6 amu.2UL UT-3275 SP2330 209-1-3-25@ BTL

E
49999+ :
200001 :
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20099
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10004
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8.8  10.4 10.8 11.2  11.6 12.0  12.4  12.8  13.2  13.6 14.0
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MS data file header from : >B34353
Samples 2UL UT-3275 Operator: GARY MS 1271984 13142 . _
Misc 1t SP2330@ 208-1,3/258 BTL#25BTL#25
Sys. #1 1 MS modet: 87 SW/HW rev.: CA ALS # @
Method file:t SP233@ Tuning filet APEIBL No. of extra records: 2
Source temp.t 2350 Analyzer temp.: Q Transfer line temp. ¢ a -
Chromataographic temperatures : 2. 9. Q. a. 2. .
Chromatographic times, min. : @.8° 9.9 0.0 9.0 2.0 -
Chromatographic rate, degs/min: 9.8 2.0 @.9 g.8 8.8 -
Ms2 = 333.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
Peak R.T. ¢first max last peak raw corr, corr,
# min, sgan scan scan width area area %
1 11.5@2 213 216 223 13 134788 167083 190.90 -
2 11.3@02 213 216 229 13 194788 163130 97.63 -
MsZ = 331.9
First peak i3 baseline drop corrected area.
Second peak is tangent skimmed corrected area.
Peak R.T. first max last peak raw corr. corr,
L] min. scan 3can scan width area area %
1 11.523 213 217 230 17 165359 135626 1@98.90 .-
2 11.3523 213 217 239 1? 165359 132438 97.65 -
332/334 CALCULATION
R-Global¢ 6> = .8117
Ms2Z = 327.9
First peak is baseline drop corrected area,
Second peak is tangent skimmed corrected area.
Peak R.T. first max last peak raw - corr. corr.
# min, scan scan scan width area area “
1 11.323 213 217 239 1? 185976 152741 1{03.008 .-
2 11.523 213 217 239 17 185976 - 149381 97.55 ..
MsZ = 321.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
Peak R.T. firse max last peak rauw corr., corr.
L min, scan scan scan width area area %
1 2.000 231 @ 230 -1 o 1802 169.09
2 0,000 231 "] 239 -1 -} ige2 100,09
”"-/-\“\;‘"'"—' o TTTRY
‘L"&-‘IJ- AT ds_.:ub"x..l—aié i 1.‘..L-J ’

SUBJECT TO PROTECT I vE L3aDE:

C11110

o



Hs2 = 319.9

First peak
Second peak

Peak R.T.
#* min.

1 D.0Q0

2 0.000

is bageline

drop corrected area.

is tangent skimmed corrected area.

320,322 CALCULATION

R-Global ¢ 1>

MrZ = 257.0

First peak
Second peak

Peak R.T.
] min.

1 9.200

2 8.008

is basgline

first max last
scan sgan scan
231 [} 230
231 5] 239

= . 39586

first max last
scan scan scan
231 % 2309
231 %} 230

peak
width

peak
width

(320 + 322>/(332 +334> CALCULATION

R-Global( 3>

= 0119

(3287)-(332 + 334> CALCULATION

R-Global¢ 3>

= « 5045

drop corrected area.
is tangent skimmed corrected

raw corr.
area area
e 1794
2 1794
area.
rau corr.
area area
) 2175
e 2173
i

783453

100.00
100.00

190,082
109,08

C11111



>B3454 333.6-334.,6 amy.cUll uT=-3276 SP2339 29@-1-/3/289 BTL

File
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1999
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1999
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1988
N — R
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2090V V A A A A T A Y I A A AR A A M N
1880
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MS data file

header from : >B3454

12/19/84 14102 .

Sample: 2UL UT-3276 Operator: GARY S
Misc ¢ SP2330 200-1,3,259 BTL#27BTLA27
Sys., W1 1 MS model: 87 SW/HW rev.: CA ALS # : @
Method file:r SP2330 Tuning file: APEIOL Ho. of extra records:
Source temp.: 2350 Analyzer temp.: 9 Transfer line tenp., @
Chromatographic temperatures ! 8. a. Q. Q. Q.
Chromatographic times, min, : 9.8 . 0.0 8.0 a.e 8.9
Chromatographic rate, deg/mint 0.0 9.0 9.0 9.0 2.0
MsZ = 333.,9
First peak i3 baseline drop corrected area.
Second peak is tangent skimmed corrected area.
Peak R.T. firse max last peak raw corr. corr.
#* nin. scan scan scan width area area %
t 9.000 231 Q 239 -1 a 1751 120,00
2 9,000 231 Q 239 -1 2] 1731 196.8&
MrsZ = 331.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area,
Peak R.T. first max last peak raw corr. corr.
# min. scan scan scan width area area %
1 0.000 231 %] 230 -1 9 1736 109.00
2 0.000 231 0 239 -1 %] 1736 1090.00
332,334 CALCULATICN
R-Global{ @) = .9914
MrZ = 327.9
First peak is baseline drop corrected area,
Second peak is tangent skimmed cerrected area.
Pezak R.T. firse max last peak raw corr. corr.
* min, scan scan scan width area area %
1 0.900 231 %] 230 -1 %) 1949 100.00
2 9.000 231 o - 230 -1 e 1948 190,90
MrZ = 321.9
Firast peak (s baseline drop coérected area,
Second peak is tangent skimmed corrected area,
Peak ReT: firste max last peak rau corr, corr.
* mine scan scan scan width area area %
1 9.000 231 ) 230 -1 e 1781 100.99
2 8,000 231 ] 230 -1 %) 1781 100.¢9
:f—\' S ~ ~ ("F—
Y o 5
L2

2
8 -

LRI



s
MrZ = 319.9

First peak

is bageline

drop correctad area.

Second peak i3 tangent skimmed corrected area..

Peak R.T. ¢firse max last peak raw
# mine. scan scan sc¢an width irea
1 0.000 231 0 2302 -1 %]
2 9,000 231 e 230 -1 a
328,322 CALCULATION
R=Global(¢ 1> = 9641
Ms2 = 257.0
First peak is baseling drop corrected area.
Second peak is tangent skimmed corrected area.
Peak "R.T. first max last peak raw
# min. scan scan scan width area
1 @.0a89Q 231 "] 2309 -1 8
2 9,080 231 ) 230 -1 %

(328 + 322)>/(332 +334> CALCULATION

R-Global¢ 3) =

1.2029

(32875,4332 + 334> CALCULATION

R-Global¢ 3) =

. . .
N W . P

Jp—

L

SUBJECT TO

[in Tt L LD ~-
'-‘f.g."_.‘-‘la'L. bl\':J{:.R-

« 3516

ot -

~

783454

190,00
169.99

e .
e -,

199.0a
100.00

* -
R
T -

c11114
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Fila >B3455 333,5-334,5 amu.2UL .2503-.48/,.28 SP2330 208-1,3,/25Q BTL--
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29680—
]
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20000
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4
200004

]
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26800:
]
160901
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- .
10008~
j
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MS data file header from : >B3455

Sample: 2UL .2583-/.48,.20 Operator: GARY MS 12719784 143122
Misc : SP233Q 2080-1-3/250 BTL#29BTL#29
Sys. #1 {. MS model: 87 SW/HW rev.: CR ALS # 1 2
Method filet SP2330 Tuning file: APEIQL No. of extra records: 2
Source temp.: 2350 Rnalyzer temp.: 2 Transfer line temp. 3 90 -
Chromatographic temperatures 3 a. 9. qg. a. 9. .
Chromatographic¢c times, min, : 0.0 ‘9.9 9.9 2.9 2.0 -
Chromatographic rate, degsmin: 9.0 9.0 9.9 0.9 2.0 -
Ms2 = 333.9
First peak is baseline drop corrected area,
Second peak is tangent skimmed corrected area.
Peak R.T. first max last peak raw corr, carr.,
# min, scan s¢can scan width area area %
1 11.511 211 218 225 14 156529 131978 100,90 -
2 11,511 211 215 225 14 156529 127701 96.76 -
MsZ = 331.9
First peak is baseline drop corrected area.
Second peak i3 tangent skimmed corrected area.
Peak R.T. firse max last peak raw corr., corr.,
# min. scan scan scan width area area “
1 11.511 ° 210 2159 226 t6 135374 197950 100,00 -
2 11.91% 218 215 226 ité6 135374 193582 95.95 -
3327334 CALCULATION
R=Globald @) = «8179
Ms2 = 327.9
First peak is baseline drop corrected arsga.
Second peak is tangent skimmed corrected area.
Peak R.T. first max Tast peak raw corr., care.
* min. fcan scan scan width area area %
1 11.531 212 216 218 6 113307 182269 199,90
2 11.531 212 216 218 6 113807 78481 €9.92 -
M-2 a 321.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed correctad area. .
Peak R.T. #firss max last peak rauw corr. corr.
# min. scan scan scan width area area %
1 11.53% 212 2186 225 13 86209 63169 190.80 .-
2 11.531 212 216 225 13 86205 60731 96. 14

R I N . Pt

7
et v TR W

SUBJECT. TO PROTECTIV

£ CRDER. - - O

Y
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. 783455
HsZ = 319.9

First peak is baseline drop corrected area.
Second peak i3 tangent skimmed corrected area.

Peak R.T. first max last peak raw corr, corr.
] " min. scan scan scan width area area %
1 11.531 ‘ 213 216 226 13 ~ 72984 49662 189.00 -
2 11.531 213 216 226 13 72984 43039 26.83 -

320,322 CALCULATION

R=Glebald 1) = 7862

MrZ2 = 257.0

First peak i3 baseline drop carrected area.
Second peak is tangent skimmed corrected area.

Peak R.T. first max laste peak rau corr, corr,
# min, scan scan scan uwidth area area %
1 11.331 213 216 226 13 49277 22328 100.00 -
2 11.531 213 216 226 13 49277 21704 97.21 _.

ALY SN

(320 + 322)>/(332 +334) CALCULATION

R-Global¢ 3> = . 4703

(32873,¢(332 + 334> CALCULRATION

R-G]opa!( 3 = . 4239 J
CNNSY
Ny _ ;
L v C11117
el T3 PRCTESTIVE CRDER, 2 -
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MS data file header from 3 >B3456

Sample: 2UL UT-3277 Operator: GRRY MS 12/19/84 t4142. ..
Misc 3 SP2339 20@-1-3/250 BTL#31BTL#3¢
Sys, #1 1 MS model: 87 SW/HW rev.: CA ALS # : @
Method filet SP2330 Tuning file: APEIOIL No. of extra records: 2
Source temp.: 258 Analyzer temp.: 1°] Transfer line temp. @ 8 -
Chromatographic temperaiurss 1 0. 9. a, 0. 9. .
Chromatographic times, min. : 8.0 8.9 Q.9 9.0 8.2 -
Chromatographic rate, degs/mingy @.0 a.@ g9.@ a.9 e.a -
M’/Z2 = 333,9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
Peak R.T. firse max 1ast peak raw corr. corer,
# min. scan s¢an scan width area area %
1t 11.S537 212 216 226 14 139982 134320 190.90
2 11.3537 212 216 226 14 159982 132101 98.35 -
Ms2 = 331.9
First peak is baseline drop corrected area.
Second peak i3 tangent skimmed corrected area,
Peak R.T. first max Tage peak raw corr. corr.
¥ min, scan scan scan width area area %
1 11.537 212 216 223 13 138399 1260276 199.aa -
2 11.537 212 216 225 13 130399 183918 97.9°7
332/334 CALCULATION
R=Glabal(¢ @) = . 7897
MrZ = 327,9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
Peak R.T. firse max Tast peak raw  + corr. corr.,
# min. .scan scan scan width area area %
1 11.3589 213 217 226 13 152228 126327 190.90
2 11,538 213 21?7 226 13 152228 1238868 97.90
Mr2 = 321.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
Peak ReT. first max Tase peak raw corr. corr,
» min. scan scan scan width area area % -
1 11.558 213 217 227 14 S19%77 493503 1e@e.00 :
2 11.5%8 213 217 227 14 S1997°7 483157 97.90 "

-~ -
- - .
- o,

A e = ———

e .
- e\l 00084
TUWEDT T POGTES \1] g 011119
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S
MsZ = 319.9

First peak is baseline

Peak R.T. firse
# mine. scan

1 11.59%8 213
2 11.3%8 213

320,322 CALCULATION

R=Global( 1> =

MsZ = 257.0

First peak is baseline

Peak R.T. firse
» mine. scan

1 11.5%8 213
2 11.9538 213

— -

scan

drop corrected area,
Second peak is tangent skimmed corrected area.

max

" last peak

scan width

8031

drop corrected
Second peak i3 tangent skimmed corrected

max

last peak

scan width

217
217

226 13
226 13

(320 + 322>-(332 +334)> CALCULATION

R-Gleobal¢ 3> =

3.7615

(3287)7¢(332 + 334> CALCULARTION

R~Global¢ 3> =

SUBJECT TO PROT

'ﬂ‘aI\

4

———

W e e i

ECTIYT DRDER.

413649
4136495

193815
19313

396327
383732

165939
160671

76 3456

corr.
%

190@.90
97.35 .-
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MS data file

Sample: 2UL
Misc ¢ SP23
Sys. ¥ b

Method §i1

Source temp.!

Chromatographic
Chromatographic
Chromataographic

MsZ = 333.9

First peak

header fram : >B3457
2.503/.48/.24
30 2Qe-1,3,/25@
MS models 87 SWH/HW rev.:
SP23380 Tuning file:

250 Analyzer temp.: a

Operator:

a'
0.9
a.e0

temperatures i
times, min, 2
rate, degrmint

r

is baseline

GARY
BTL&#41BTL#41
CA ALsS # :
RPEI@1

No.

s

8

12/19/84 15105 -~

of extra records: 2

Transfer line temp. 3 @ -~

0.
9.0
" 8.0

drop corrected area.

Second peak is tangent skimmed corrected area.

Peak R.T. first max last peak rau
# min., scan scan 3can width area
1 11.521 a7 210 229 13 178@97
2 11.52¢ 207 21@ 220 13 178907
M’s2 = 331.9
First peak is baszseline drop corrected area,
Second peak is tangent skimmed corrected area.
Peak R.T. first max last peak raw
# min., scan scan scan width area
1 11,521 207 210 221 14 1351289
2 11,821 287 219 221 i4 151288
3327334 CALCULATION
R-Global{ 9> = «827%
Mr2 a 327.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
" peak R.T. firse max Tast peak rau
# min. scan scan scan width area
’ 1 11.562 208 212 218 10 247964
2 11.562 208 212 218 10 247964
Ms2 = 321.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
Peak R.T. firse max lase peak rau
L] min, 3can scan scan uwidth area
1 11.542 209 211 222 14 7456695
2 11.342 _ ?88 211 222 14 745665
= cedlh J -.L Io’%.l‘ (et
-o! L] e
SUBJECT TO PROTECTIVE ORDER. ed

2.
.9 %)
8 9

152722
149576

126382
123554

226824
179939

714193
700333

9

)

2.8
8.9

- - -

109.00
79.33 ..

e e .
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S

Ms2 = 3139.9

First peak

is baseline

drop corrected area.

Second peak is tangent skimmed corrected area,

Pzak R.T.
# min.

1 11.562

2 11.562

320,322 CALCULATION

R-Gleobal¢ 1) =

Ms2 = 257.0

Second peak

First peak

Paak R.T.
* min.

1 ti1.562

2 11.862

is baseline

first max last peak
scan scan scan width
2098 212 222 14
209 212 222 i4

. 80995

first max lase peak
scan scan 3can width
208 212 222 14
208 212 222 - 14

(328 + 322)>/(332 +334) CALCULATION

R-Global( 3) =

4.6313

(3287)>/(332 + 334> CALCULATION

R-Globali¢ 3) a

p—— .
-

B

. 7897

ALl

SUBJECT TO PROTECTIVE ORDER.

-

LY T 24

605571
605571

drop corrected area,
iz tangent skimmad corrected area.

268977
268977

578425
865776

239297
234334

78 3457

1e8.90 -~
97.81

C11123



File >B3458 333.6-334.6 amu.2UL 25.83/.48/.29 SP2330 208-1-3/250 BTL
-
493900
a— L L L L1 T Lo . L 1 + 1 T B L L L L T T .
10.8 @ 18.4  10.8  11.2  11.6 @ 12.98 12.4  12.8 13.2  13.6 @ 14.8
Z8°  File >B3458 331.6-332.6 amu.2UL 25.83/.48,.20 $P2330 200-1-3,2S0 BTL
48000
20008
e e e e e e e
(6.0 ' 18.4 ' 10.8 ' 11.2 ' 11.6 @ 12.0 ' 12.4 ' 12.8 ' 13.2 ' 13.6 ' 14.0
File >B3488 327.6-328.6 amu.2UL 25.093/.43-.29 SP2330 2008-1-3-259 BTL- --
39000
408069
10.0 ' 18.4 ' 1048 @ 1142 @ 11.6 @ 12.8 ' 12.4 ' 12.8 ' 13.2 @ 13.6 @ 14.0
File >B345S8 321.6-322.6 amu.2UL 25.93/.49/.20 SP2339 289-1-3,/250 BTL
20981399 A N
16,0 18,4 18,8 = 11.2  11.6 ' 12.0 @ 12.4 @ 12.8 | 13.2 ' 13.6 @ 14.0
File >B3453 319.6-320.6 amu.2UL 25.83/.48~/.,20 SP2339 209-1,3/259 BTL
29900920
v 190008909
10.0 ' 10. f' 1?5 11.2 ' 11,6 ' 12,0 ' 12.4 ' 12.8 ' 13.2 ' 13.6 @ 14.0
File >B34S8 256 7?- .7 amu.2UL 25.03-/.48-/.29 SP2339 2083-1-3-250 BTL
: 800000 :
400000
1.0 ' 18.4 « 10.8 @ 11.2 @ 11.6 @ 12.0 @ 12.4 @ 12.8 @ 13.2 ' 13.6 @ 14.0
ST T T AT A :
R R PN - -'-w::-k\‘J Al IAL ' “kb 011124

2122J%CT TO PROTECTIVE ORDER.



MS data file header from : >B3458

Samples 2UL 25.83/.48/.28 Operator: GARY MS

12/19/84-15r2%-
Mise ¢ SP2338 208-1-3-254Q BTL#43BTL#43
Sys, W 1 HMS models 87 SH/HW rev.1 CRA ALS # : ©
Method file: SP23383 Tuning file: APEIQ! No. of #xtra records: 2
Source temp,i1 258 Analyzer temp.t 2 Transfer line temp. 1 Q -
Chromatographic temperatures 1 9. Q. Q. 8. 8. .
Chromatagraphic times, min. ¢ ©,0@ 2.0 B.0 0.8 2.0
Chromatographic rate, deg-mint 0.9 0.0 2.9 8.9 9.9
Mrs,2 = 333.9
First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
Pe=ak R.T. first fnax lase peak rauw corr. corr.,
# min, scan scan scan width area area Z
1 11.569 212 218 226 14 265886 248638 182.00
2 11.569 212 218 226 14 265886 236892 98.48
Ms2 = 331.9
First peak i3 baseline drop corrected area.
Second peak is tangent skimmed corrected area,
Peak' R.T, first max last peak raw corr. corr,
L min, scan scan scan width area area %
1 11.569 212 218 226 14 221396 193858 10e.00
2 11.569 212 218 226 14 221396 192199 99.14
3327334 CALCULATION
R-Global¢ @) = + 8036
MsZ = 327.9
First peak iz baseline drop corrected area.
Second peak i3 tangent skimmed corrected area. .
Peak R.T., first max last peak rav carr. corer.
L min. scan scan acan width area area %
1 11.%590 214 219 227 13 468201 422324 1090.00
2 11.590 214 219 227 13 4639201 324206 76.77
MrZ2 = 321.9
FiFst peak is baseline drop corr¢cted area.
Second peak i3 tangent skimmed corrected area.
Peak R.T. first max lase peak raw corr. corr.
# min. scan scan scan width area area %
1 11.599 213 219 226 13 10803684 18758432 100,00 -
2 11.59%909 213 219 226 13 10883684 108548668 98.8S =

CoTTIIINTIAL e
P CTIVE. ORDER.

“—-/'

SUBJECT TO PROTEC

11125
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Ms2 = 319.9

First peak

Second peak
Peak R.T.
# min.
1 11.S9@
2 11.590

is baseline

320,322 CALCULATION

R-Global¢ 1)

Ms2 = 257.0

First peak

is baseline

drop corrected area.
is tangent skimmed corrected area.

Tast peak
scan width
229 15
228 13

8099

drop corrected

Second peak is tangent skimmed corrected

Peak R.T.
* min,

{ 11.599

2 11.5%0

firse
scan

- -

(320 + 322)/(332 +334> CALCULATION

R-Global¢ 3

44,5912

<(3287)7(332 + 334) CALCULATION

R-Global¢ 3)

7492

last peak
scan width
228 15
229 18

J\J\)E)Ei

8654242
8654242

3489204
3499204

8615902
8487532

34554959
3408336

78 34S%

98.51

C11126



File >B3459 333.6-334.6 amu.DODECRME SP2339% 200-1-3/252 RUN ww.BT ~...

File

File

.

File

File

/4-.-

File

MWMWWWN’M

1900

7] . L} K T L] 1] L _ﬁ L] L L T

10.8 ' 18.4 ' 18.8  11.2  11.6 12'.-2:_l 12.4 ' 12.8 ' 13.2  13.6  14.0
>B3459 2331.6-332.6 amy.DODECANE SP2330 200-1/3/250 RWhumm BT ~:

%WMMMW

10e0

0.0 ' 16.4 ' 10.8 ' 11.2  11.6 ' 12.8  12.4 ' 12.8 @ 13.2 ' 13.6  14.8
»B3459 227.6-328.6 amu.,DODECANE SP23390 288-1-3-280@ RUN .....BT
4900

ot B SIS S A Ry B S S S S St S s ey B L B S S S S S R EE S S e o m

19,9 19.4 10.8 11.2° 11.6 12.9 12.4 12,8 (3.2 13.6 14.0

»B3489 321 .6—322',6 amu'DODECRNE SP2329 288~-1/3/259 RiM = BT =:

alllflil—r[,lllll—llll]l[lrf]I[l|I|r]ljl‘ii‘ll
19.9 16.4 1@.8 11.2 1t1.6 12.9 12.4 12.3 13.2 13.8 14.0
>B3459 319.6-2320.6 amuy.DODECANE SP23390 200-1-3-253 RWH -~ BT.~-
-
2369‘L——0-\——————~W‘/k\7m——‘ww
4
10.8 ' 10.4 ' 10.8  11.2 ' 11.6 ' 12.8 ' 12.4  12.8 ' 13.2 ' 13.6 ' 14.0
>B3459 256.7-257.7 amu.DODECRNE SP2338 299-1,3/258 RUWN..... BT-::-
1200
10,0 18.4  10.8 @ 11.2 @ {1.6 @ 12.8 @ 12.4  12.8 @ 13.2 @ 13.6  14.0

‘,_* .-\ ——_—-—--——-—-—q ——— e,

Cn i _w..‘NTEAL,,Jua c11127

SUBJECT TO PROTECTIVE ORDER. ”



o
MONSANTO COMPANY N©. 2273284

SUBIECT
et or 1 DAT
[ 4

108 NO. O ay (SIGN %A ‘
i’;aiLg,O_ ﬁ ' 2ocl BY

‘

W TCE)M U.&-a mwxa—@u-awz f{/“L
NBS st TR, Yol = /0000'7’"5 HBSRUED = 4. 0006 ~
Wey a/TC'Tb_b = %oo. 7“-@3 Oibdd 4% 10 ml. /o-xy/a{

7 Cae- > S, o
Mg -y b Koz ISO‘F&?ES 10045 in 0.35 L arasds

LoT Ho, Tar-To. DMkd B a2 o4 L il e =
A~ TBD dech okt (pragunsd Yoot) 2l

Kwalidy ek -l W" -7 grd
%¢ﬁ=m,cb§ap“f”w 7,/ . f,idw?f'i

S s Rt (e 1 ks S AP
teim«lﬂ o 763D amd
e A g L
= ayw 13C_ 1o Y@

e bl %,é % v (o i fadresns
/Ll .‘fﬁéo?‘ b ol -ﬂ-ﬂcaw. = 5.007-y~4

/L 4 .5’00‘77/,.3 Al B joud . Fl g = 0,850 ,-./,»./
Al f 2007 fl LILS 45 5l o Foial cove.= 20,0 3/t
apJL{;oé‘l e b)) b 50l Zol e = 7oo3§J/};.ﬂ
| "an& @”o Sao’l?ﬂ ] %568 Frl tone. < 0 aoosﬁ/.-q
éﬂd/"ﬂfi/atgb) BN ot R

T [TRRAD AND UNDERSTOGO B Y CATE

oo ~ 011128_

<3 ————— . _]




