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|
ANALYSIS REPORT FOR ?.3.7,8—TCDD IN NITRO SAMPLES

INTRODUCTION |

Oon 1 Nov 84 thirty~-five wipe samples were received for the analysis
of 2,3,7,8-tetrachlorodibenzo-p~dioxin (2,3,7,8-TCDD). For internal
purposes, the gsamples were assigned MRC Log #1-84-11-01-02. The
samples were analyzed according to the September 1983 EPA Region
VII method "Determination of 2,3,7,8-TCDD in Soil and Sediment™.
For quality control purpases MRC Method #07-QAQC-R3 was followed.
Briefly this method requires that for every set of samples of the
same matrix type 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 must be analysed.

PREPARATION AND ANALYSIS (WIPES)

The wipeg 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 samples were
gtirred, allowed to stand and stirred again. Samples were mixed again
immediately prior to addition of extraction solvents. The extraction
process involved the addition of 15 mL of methanol (all solvents

are Burdick and Jackson "distilled in glass"™ grade), stirring and the
gsubsequent 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 successively extracted with 50 mbL of
water, concentrated sulfuric acid (until clear), water, 20% potassium
hydroxide and water. The hexane was then dried with 10 grams of
anhydrous sodium sulfate. Each sample wasg then placed on the head of
a mixed phase column congisting of (top to bottom) 2 g of gilica, 4 g
of silica plus 40% sulfuric acid, 1 g of silica, 2 g of silica plus
36% potassium hydroxide and 1 g of silica. The column was eluted
directly onto a column containing 2.5 g of Woelm 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/hexane (v/v} solution to
elute the TCDD off the column.

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

were 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 instrument. The analysis was conducted using a

60 m SP2330 capillary column. The mass spectrometer was operated

in the selected ion monitoring mode analyzing for ions 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/ﬁ@ a Lga_;bon-—%élabeled
2,3,7,8-TCOD (m/z 332,334). Nrig > N’I‘E Q I

00§Fﬁfﬂ TO PROTECTIVE orper, 010907



STANDARDS

Standard solutions were prepared from standards that had been
cross validated with a standard provided as a check sample by the
EPA. Concentration of the internal standard conformed to the levels

specified by the method.

RESULTS
The results of the analyses are given in tables 1-3. The tables

also give all pertinent QA/QC information.
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TABLE 2. CALIBRATION SUMMARY

ug/Kg QATIVE RRF RRF
TCDD (NATIVE) DATE TIME (SURROGGATE)
.501 .836 11/9 13.51 .925
5.01 .662 11/9 14,11 .884
50.01 .703 11/9 16.14 .940
1.25 .729 11/9 17.58 .951
12.5 .721 11/9 18.19 .952
125.0 611 11/9 18.39 .901
.501 1.11 11/5 00. 38 1.27
5.01 .909 11/5 02.43 1.29
50.01 .944 11/5 04.47 1.40
1.25 1.04 11/5 06.52 1.37
12.5 .923 11/5 08.55 1.29
125.0 .923 11/5 09.15 1.32
(]{lf\l\(;
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TABLE 3. QUALITY CONTROL SUMMARY

ITEN # DATA POINTS MEAN + S.D.
SURROGATE ACCURACY 35 105 10.8
SPIKE RECOVERY 10

* Not technically correct to report recoveries for
internal standard calculated results.
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Sample Receipt Form

Monsanto Research Corporation
Dayton Laboratory

Customer Identification: NIT2A

MRC Log Number: | = Q4d -1 =) - OH2.

Airbill Number: —

Date: ! IS Y

Sample Receipt Information: Initials

(a) Shipping Containers intact damaged (describe below) No. < RKwn

(b) Custody Seals present absént, (describe intact __- ﬁ;gf:
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Documentation

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

© »«@MMJZF

ﬁwq’bﬂ

AN o J (Signature)
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Sampler ZUL . Ydoe gr.2 S C(Qperator: GARY MS2 11/89/84--13+51--
Misc ¢ FZ330 “UB 1/3/25 GT ETL#G3 BTL# 3
Sus. #: 1 M3 model: 87 SWAHW rev,: CA ALS # : @0
Method file: SF2336 Tuning file: AFEIOGL Ho. of extra records: 2
Source temp.: 250 Analyzer téemp.: 265 Transfer line temp., 1 265....-
Chromztographic temperatures : 200, 250. 8. 8. Q. -
r, Chromatoqraphic times, min. @ 1.0 25.0 6.8 @.8 .0
Chromatsqraphic rate, Jdeg-min: 3.0 g.a 8.9 @.0 0.8 -
M’/Z = 333.%
Firzt peak iz baseline drop corrected area,
Second peak iz tangesnt skimmed corrected area.
Feak E.T. firse hiy 32 1ast keak raw corr, corr,
# mirn. ¢ an sCan scan width area area %
1 18.754 1e8 1?9 19S5 27 ieog2s 65566 10@,.00
2 1w,7S4 18 179 195 27 160828 63716 $7.18
Ms2 = 321.9
. Firzt psak is baseling drop corrected area.
Second pezk iz tangsnt =kimmed corrected area.
Peak R.T. first max laszt e ak raw corr. corr.
# Wit xCan s<an scan  width area area %
1 13,753 171 1772 Z0e 335 SH2e2 $4452 198,00
2 13,754 171 179 20g 35 95202 52754 9¢.88
GEZZ-334 CHLCULATION
k-Glaobal¢ ax = . &385
MesZ = 27,
Firzst peak iz bazeline drop corrected arca,
Szcond peak 15 tangent skimmed corrected arca. .
Feak E.Ts firss max laszst peak taw carer. corr.
# min. =€ an £Can scan width area area “
1 13,774 165 134 156 21 5208 4c3e4 169,08
& 168.774 15 3] 21 £S5 42853 $4.58
MsZ = 321.9
First gpezk iz bazeline drop corrected area.
Second peak 12 tangent zkimmed corrscted area.
Fe al F.T. first max 1zst e ak raw corr., corr,
# e, z¢an sCan zcan  width aresx aresa P
1 16,774 175 128 194 15 1299 2159 1@@ Qo
S 16,774 1795 1%@ 190 15 31299 11611 4q

()fuw'?1

CONFIDENT IAL
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S

Me2Z =

319.9

First peak is baseline drop corrected area.
€scond peak is tangent skimmed corrected area.
Feak £.T, first max lazt peak raw corr,
# min, £can scan scan wtdth area area
I- 18,774 17 130 191 15 28013 8798
2 10,774 1ve 180 191 135 228613 8528
328,322 CALCULATION
R-Global¢ 1) = . 7236
MrZ = 257.0
Fir=t pegak iz bazeline drop corrected area.
Second pexk is= tangent skimmed corrected area.
Feak R.T. firse max last peak raw corr,
L tin, scan scan scxn width area area
1 106.79%5 172 131 1856 e 171355 Svas
2 14,795 2 131 126 g 17155 5443
(220 + H22)/(3232 +5%4) CRALCULATION
R-Globsal{ 3) = .174¢
(3287),¢332 + 224> CALCULATION
k-Glebal< 33 = . 3854
NNnnao

CONTTTENTIAL

SUBIECT TO PROTECTIVE ORDFR.

>Golk O

—— iy -

160.00
97.61

C10935
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-.—-..—-d\:—.—du—q...—.JJJ—-_ju--_u...ud
11.8 12.9 12.5 13.6 1%.5 14.8 14.5 15.¢

; 11
File SE@1é1 &31.6-322.6 amu.cll 1.6027.48/.2 SF2220 zee-1,3-2zc0 GT

10805

J

16.6 16.5 11.6 11.5 12.@8 12.5 13.8 13.5 14.8 14.5 15.0
File SGAIEL1 3227.&6-228.6 amu.2VL 1,002/.48-,2 SF2330 200-~1-,3/250 eT
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o S —
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M& data file header from : >G8161

Sanple: 2UL 1.002-/,48~-.2 $ Operator: GARY Mse 11/69/84--14111% -
Mitsc : P2330 200-1-3-250 GT BTL#0S BTL# S
Sus, #: 1 M$E model: 87 SW/HW rev.: CA ALS # : ©
tethod file: SP2339 Tuning file: AFEIGB1 No. of extra recordsz: 2
Scurce temp.s 250 Arnalyzer temp.: 2635 Transfer line temp. : Z€5....-.
*  _Chromatographic temperatures @ 2080, 298, @, 9. B. -
Chromztographic times, min. : 1.0 25.9 9.8 8.0 8.8
Chroematographic rate, degsmin: 3.0 0.0 2.0 8.8 0.8 -
Mr2 = 333.9
First peak is baseline drop corrccted areca.
Second peak is tangent skimmed corrected area.
Feak R.T. first max laszt peak raw corr. corr,.
# min, £Can scan scan width area area %
1 11,324 198 212 232 34 189186 €E788 168.060 .-
2 11.424 198 212 232 34 189186 62232 93,18 .-
MsZ = 331.9
Firet peak is baseline drop corrected area.
Second peak is tangent zkimmed corrected area,
Feak R.T. first fax lazt peak raw corr, corer.
# min. £Can zcan scan width area area %
1 11.8z24 1335 212 235 37 180274 56178 189,09 .
2 11,4824 193 - 21e 233 ch 16a274 53247 94.8@
T32-37%4 CALCULATION
R~Global( @8> = .£410
Ms2 = 327.9
First peak is baseline drop corrected area.
Scscond peak is tangent skimmed corrscted area
Feak R.T. first ti 3 last peak - corr. corr,
# min. scan scan gcan width area area %
1 11,444 2e3 213 azv 24 73197 $&6265 160, 00
2 11.434 263 21 227 24 75197 $33&5 23.90
Ms2 = 321.9
First peak is bazeline drop corrected area.
fccond pezk is tangent skimmed corrected area,
Feak ReT. first max Tast ke ak raw corr. corer.
# min. scan scan scan width area area %
1 11,444 199 213 2328 39 147338 $€900 160,00
2 11,444 199 213 23 39 147338 Q4142 35.19

FIDENTIAL 707 010937



s

MsZ2 = 319.9
Firsy peak
S¢econd peak

Feak R.T.
L min.

1 ~11.544

2 11.444

L322

CRLC

R=Globalc< 15

First pesak
Second peak

Feal F.T.
# hin.

1 11.454

2 11.444

(228 + 2220/

R=Glebal ¢ 23

(28 yr (332

R=-Globall 37

i

is baseline drop corrected area.
is tangent skimmed corrected area.
firse max last peak raw
scan scan scan width area
z81 Z13 229 28 164678
zal 213 229 28 104678
ULATION
= .7181
ig baseline drop corrected area.
iz tangent skimmed corrected area.
first max last peak rauw
scan scan scan width area
39 213 232 33 gsgea
1949 213 232 32 eSeéo
(332 +334> CALCULRTION
= 1.38280
+ 334) CALCULATION
= . 3685
Nnngs

-——— -

lea, 009 ..
9z.88 ._

- el

lge.09
93.45

10938
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MS data file header from : 2GBl162

Samples UL UT-3189 Operator: G
Misc : SP233@ 288-1-3-25@ GT
Swvs, #1 1 MS model: 87 SH/HH rev.:
Method file; SP2330 Tuning file: AFE
Source temp.: 250 Armalyzer temp.: 26
e Chromatographic tenperatures : 200.
Chromatogrsphic tines, min., : 1.0
Chromaragraphic rate, degsmin: 3.0
MsZ = 333.9
First peak iz bazeline drop corrected
Second peak is tangent skimmeéd Corrected
Feak R.T. firss: max 1ast peak
# min. scan scan scan width
1 11.48&2 210 214 219 S
2 11.4862 210 214 219 9
Mr2 = 3381.9
First peak iz baseline drop corrected
Second pezk is tangent skimmed corrected
Peak R.T. first niax lazt peak
# min. =< ah £Can scan width
1 11.4€2 212 214 218 &
2 11.482 212 214 218 6
332-324 CALCULATICON
R-Global< 8) = . 7458
MrZ = 327.9
Firet peak iz baseline drop corrected
Second peak is tamngent skimmed corrected
Feak R.T. firse max laze peak
# nin. scan s£can scan width
1 11.482 212 219 219 7
2 11.482 a12 215 219 4
Mrs2 = 321.9
First peak is baseline drop corrected
€econd peak is tangesnt zkimmed corrected

Feak R.T. first mas lazt peak
* min, £Can scan scan width

1 11,562 213 218 218 S

2 11.562 213 216 a7 S
e e s T '

ARY

MS2

BTLROG7BTL® 7

11-09/84-1423¢ -

-

CR RLS # %)
l1a1l Ho., of extrx records: 2
S Tranzfer line temp. : 255...
220. o. Q. 8.
25.0 6.0 0.8 8.0
8.9 2.0 g.8 0.9
area.
area.
raw corer, corr.
area area %
26045 €860 108,00
2a84S Sr17? 83.34
arca.
area,
rraw corr. corr.
area area 4
134¢7 S115 168.060
13497 4614 g@.21
area.
area. .
raw corr, corr.
area area %
12624 4779 163,00
13620 168¢ €5.58
area.
area.
raw corr. catrtr.
area area %
8079 1€€5 163.60
£07S 1482 22.01

610940



S
MHsZ = 319.9
First peak is baseline drop corrected areca.
Second peak is tangent skimmed corrected area,
reak R.T. first max last peak raw
# min. scan scan scan width area
1--11,482 2135 215 217 2 4026
2 11.482 2195 215 21?7 2 4026
220-322 CALCULRATION
R-Global¢ 1) = . 8240
Ms2 = 257.0
First peak is baseline drop corrected area.
Second peak 15 tangent skimmed corrected area.
Feak R.T. first thax last peak rau
# min. scan scan scan width area
1 11,482 213 214 214 1 2961
2 11.462 213 214 214 1 2561
(228 + 322>-(332 +334) CALCULATION
R-Global ¢ 32 = . 25386
(328°5>7(332 + 3345 CALCULATION
R-Globald 3) = . 3978
oNncg

i 1.14’ "_.‘ )

SUBJ Y .
SUBJECT TO PROTECTIVE arnem

120,00
95. 94

e .,

10941
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MS data file header from ! >GB163

Sample: 2UL UT-3110 S Operator: GARY Ms2 11-99,84 14:52 _.
Misc 1 F233@ 200-1-3-258 GT BTL4GSBTL® 9
Sws, #3 1 MS model: 87 SWs/HW rev,: CA ALS & 1 &
Method file: SP2330 Tuning file: RPEIQA1 Ho. of extra records: 2
Source temp.: 2506 Anzlyzer temp.: 265 Trancsfer line temp. : ZE5....- .
s Chrowatographic temperatures ; 200, 258. Q. e. a. . -
Chromatographic times, mine ¢ 1.0 25.6 G.6 8.0 8.0
Chromatographic rate, degsmin: 3.0 6.8 9.8 6.0 8.0 -~
Hs2 = 332, 9
Firzt pesak s baseline draop corrected area.
Sccond peak iz tangert skimmed corrected area.
Feak R.T. firse thax lazt peak raw corer, corr.,
* mir, scan scan scan width area area %
1 11.382 218 220 222 4 9162 2698 1eo.00 -
2 11.5823 218 22e 222 3 @162 2662 98.€7
M2 = 331.9
First peak iz baszeline drop corrected area.
Second peak is tamgent skimmed corrected arcea.
Feak F.T. first aX last peak raw corr., corr.
# min. £C an sCan scan width area area %
1 11.5€3 21g 220 221 3 £254 2338 180,80 .
2z 11.358%3 213 229 221 3 £854 2879 85.04
FZ2-334 CALCULATION
R-Globald @) = + 8658
MsZ = 3227.9
First pszk is baseline drop corrected arca.
Second peak iz tangent skimmed corrected area.
Feak R.T. first fmax lazt psak rau corer. carr,
# mir. scan scan scan width area area %
1 11,€83 219 221 23 4 gnzs 2356 100.006 .-
2 11,03 219 221 223 4 £oz¢€ @S2 gv. 18 ..
Mr2 = 321.9
First peak is baseline drop corrected area.
Second peak iz tangent skimmed corrected arca,
Feak F.T. first max Jast preak 4 raw corer, corr. -
# mir. scan scan scan width area arex %
1 6.800 224 B 223 -1 %] 1341 196,060
2 6.000 224 223 -1 8 1341 1606.89

e i i < s (040
Luz-«a: £ N 1 ,;AL C10943
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S

M2 =

319.9

First peak

is baseline

drop corrected arca.

Second peak is tangent skimmed correcred area.

R.T. first
L] mine. scan
1-. 98,0840 224
2 Q.64 224
32,322 CALCULATION
R=Globzl( 1) =
M2 = 257.90
Firzst peak is basel
Second peak i3 tange
Feaxk R.T. first
# min. scan
1 Q.a00 224
2 a.qea 224
(328 + 222H)/(3T2 +334)

f=-Global( 22

(3287)7(332

FE=Global¢ 30

~ —-

v mr —

~

e —
e 3
o o o e Do

. — m—— =
- = e

()
w

{0 e shie Audut

last peak
scan width
223 -1
223 -1

+ 334) CALCULATION

last peak
scan width
¢43 ‘1
223 -1

nonag

e

L.
s

drop corrected area,
skimmed corrected

area.

=>Goib3

corr. corr.
area %
1345 160.080
1349 166,066

corr, corr.
area %
16@5 160.028
16835 168.060

C10944
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GCoMS defauly file: >GB164:1:1R4
NS diata file hesader from : >GB1E4
Sample: 2UL UT-3111 Operator: G
Mizc : SP2339 208-1,3-250 GT
Sus, #: 1 MS model: 87 SHW-HW rev.:
Method file: SPF2330 Tuning file: HFE
Source temp.: 250 Aralyzer temp.: 2¢
T . Chromatographic temperatures i 200,
Chromatagraphic times, min, 1 1.8
Chromatographic rxte, degsmin: 3.0
MsZ = 233.9
First peak 13 bazeline drop corrected
Szcond peak iz tangent skinmed corrected
Feak R.T. firsy’ 0 &x last peak
# mirt. 2can scan scan width
1 11.748 224 228 232 g
2 11.74¢ 224 2z 232 g
M2 = 331.9
Firzt peak iz bazeline drop corrected
Secand peak iz tangent skimmed corrected
Feak R.T. first max laszt, e ak
4 mir. can ecan scan  nidth
"1 11.V&e 228 22 232 8
2 11,7Vée 228 22 232 ]
322,334 CALCULATION
E-Global( 82 = .0582
MAZ = 227.9
First peak iz bazsline drop corrected
Second peak 1= tangent skimmed corrscted
Fe&ak R.T. first Max last psak
# min, £can s£can scan width
1 11.7&7? 228 fescyt 232 4
2 11.787 2238 230 2322 4
MrZ = 321.9
Firzt peak 13 baseline drop corrected
Second peak is tangent skimmed corrected
reak R.T. first nax last peak
# miri, scan scan gcan width
1 11,787 227 23a 233 )
2 11,787 227 238 ; 233 )

ARY Me2 11,6924 15:12 . .
BTL#{1ETL#11
CRA RLS # : @
161 Ho. of extra records: 2
S Transfer line temp, ¢ 2865....= -
258, 8. Q. 8. -
25.0 0.9 8.0 8.8
6.0 6.9 @.0 0.0 -
rea.
aArc&,
raw corr, corr.
area area %
16531 531%5 100.00 e
16531 4231 79.€0
are€a.
area.
raw corr. corr.
area area 4
12238 4030 16¢,.00 -
12238 3346 £3.03 .
area, .
area, T
ra carer, corr.
area ares %
Se37 2765 1ea,. 64
&3I37 2613 9&.50
are s,
ared.
™ aw corr, corr,
arga area %
185326 2588 100.80 -
12538 237 §8.17



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

Feak R.T. first max last peak rau corr,
# min. scan £Can scan width area area

1" +11.7¢8 228 223 233 S 2833 2853

2 11.78e 28 22% 233 S 8833 1938

228222 CALCULARTION

kR=Global{ 12 = . 7638
MsZ = 257.0
First peak i3 bazeline drop corrected area.
Second peak is tangent skimmed corrected area.
Feak £.T. first max &se peak raw corr,
& mir. can sCcan scan width area area
1 11.787 229 2z0 232 3 8577 1913
2 11.7¢€7 224 23a 232 2 E877 1257

€320 + 322>-(3%2 +234) CALCULATION

R-Global( 3> = . 5873
(I2S7I/7(322 + 3345 CALCULATION

R=~Globsal¢ 33 = ' 2

)]

€9

———— ﬁ\'fjf]r‘¢4%

T\ T
ﬁ 5‘ f?%A';d \ N
.&,u',:. S . s - ' - e

g~y g —~
~UI™yIreT TN D:(‘:T:Li_ :.!"JE .\Jli"‘DER‘

Iy

>G oty

lge.e6 ..
94.490

10947
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MS datz file header from ¢ >GBIES

Samples 2UL UT-3112 Operator: GARY Ms2 11/89-84 15:32
Mise : SP2330 280-1,3-250 GT BTL#13BTL#13
Sys, #: 1 HMS model: €7 SWH/HW rev.: CA ALS # : @
Megthod file: SP2330 Tuning file: APEIOGI Ho, of extra records: 2
Source rtemp.: 256 Arialyzer temp.: 265 Transfer line temp., : 285-...- .

- *Chromatographic temperatures : 280, 25e. 0. e. 8. .
Chromatographic times, min. : 1.0 25.0 8.8 e.e 6.0
Chreomatographic rate, deasmin: 3.0 8.0 8.8 8.0 0.8 -

MrZ = 333.9
First peak iz baseline drop ctorrected area.

ot

Second peak iz tangent skimmed corrected area.

Peak R.T, +first max last peak raw corr. corer.,
# min. scan scan scan width area area %
1 11,913 230 235 246 16 g1281 585?77 160,00 .-
2 11,913 238 2395 246 16 81281 53857 98.58 -
MsZ = 331.9
First peak is baseline drop corrscted area,
Second peak iz targent skimnmed corrected area.
Feak R.T. first Ay last peak raw corr, corr.
# fir i Fe, scan $Can ccan width area area %
1 11,933 zz28 236 €43 15 £4036 44181 106,00 .-
2 11,9323 223 226 243 15 £4086 74348 T7.74

222,224 CALCULARTION

R=Glebal( B> = .7TS42

Mrd = 32Z7V.9

First peak iz baseline drop corrected arca
Second peak is rangent skimmed corrected area.

Feak R.T. firste fi &X last peak raw corer, carr,
# min, scan scan scan width area aresx %
1 11.933 22% 236 241 13 S3953 asz22 109, @0 .-
2 11.93% 228 236 241 13 S3953 22283 év.11 .-

Mr2 = 32t.9

Firzt pezk is baseline drop corrected ares
Second peak i3 tangent skimmed corrected arca.

Feak F.T. firsy- M &% last peak raw corr, corr,
# min. scan scan scan width area area %
1 11,933 229 237 247 18 92820 €7524 180,00 .-
o B 11.953— — EEGe—— A22T 247 1e 92820 Sg9¢e2 87.24 ..
g ™7 " LN\ RIS,

. Co . R Ef‘ e
Coor Vet ch G n e serwiand Nk S ‘](\rhﬂ(; \
e c~T TO PROTECTIVE ORDER. ’ 010949



M2 = 31%,9

First peak is baseline drop corrected area.
(=
- %

i
.econd peak is tangent skimmed corrected area.

Feak R,T. first max last peak raw corr, corr,
# min. scan £Can scan width area area %

1 :11.953 229 237. o944 15 €8471 42191 166,40

2 11.%52 223 237 244 15 £8471 iKrgcichl 77.40

3Z@-322 CALCULATION

R-Global( 1) = L7131

MrZ = 257.08

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

Feak K. firse max last peak raw corr, corr,
% min. £C &N acan scan width arex area %
1 1%,983 233 237 241 e 3e6dd 22728 106,00 -
2 11,993 233 227 241 & 26664 17954

79.04

(220 + 322270222 +3334) CALCULATION

E=-Glebal( 30 = 1.12¢67
(Z2E7 I /7(332 + 2T4) CALCULATION

F-Global( 37 = . 2184

L e - 610950



UL UT-3113 SF2336 200-1/,3,268 6T

File JEA1EE  22Z,2-234.% amu.
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GC-MS default filer »G01c6:1:A4

MS data file header from : >GO166

Sample; 2UL UT-3113
Misc ¢ SP2330 200-1-3,250 GT

Sys, #3 1 MS model: €7 SWsHHW rev.:
Method file: SP2330 Tuning file: APEIO1
Source temp.: 250 Analyzer tenp.:

M2 = 333.9

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

Feak R.T. first max last
L] min. scan scan £C3n

1 11,804 223 231

2 11.384 229 231

ts2 = 3381,9

First peak iz bazeline drop corrected
Second peak is tangsnt skimmed corrected

Peak R.T. firzst max
) mir. =can £C &N z

1 11.82% 227 222

2 11.82% 227 232

332,324 CALCULATION

R=Global{ @) = +E8218

MrZ = 2E7.2

Firzt peak is base
Second peak is

Feak ®R.T. first max last
& min. scan £Can &Can
1 11.8495 227 233 239

2 11.845 227 233 2

Ms2 = 221.9

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

Feak R.T. firet (%4 lazt
4 min. scan scan scan

1 11.845 238 233 2

2 11.84S%5 230 233. 3 2

Operator:
ETL#15BTL&1S
CA ARLS #

s Chromatographic tenmperatures
Chromatographic times, min.
Chromatographic rate, degs/min

eline drop corrected
angent skimmed corrected

of extra records: 2
Transfer line temp, 1 265-.

2.
8.8
8.0

180.606
gz.61

Core.

-
“

186.00
92.68 ..

C10952

11769-84 15:53 ..

v v



319.9

MAZ =

First peak is baseline

Second peak

Feak R.T. first fax last
] min. scan ‘&C an sC an
1 r11.845 230 233 235
2 11.84%5 238 233 235
220,322 CALCULATION
R~Global¢ 1) = . &

L]
M
~
cu

MZ =

z2S7.@

iz taseline
is tangent

First pezk
Second peak

Feak R.T. first max last
# mir. =¢an =< an £Can

1 11.843 8 233 23¢€

2 11,8495 236 223 236
CR20 + 322)-0332 +3324) CALCULARTION

F~Global{ 33 =

2521
(3287370332 + 334)» CALCULATION

F~Glebal( 22 = 4177

g a7 T
LS,
SUBJECT

. AP - © ey
. -i - \
G ih et mer e b 4w e WY L

.
TC PROTECTIVE CRIER.

1w

peak
width

drop corrected
skimmed corrected

peak
width

- -

> G olisl

drop corrected area.
is tangent skimmed corrected area.

rau corr. corr,
area area %
18949 8174 166,006
18949 €364 ?77.86
area.
arca.
raw corr, corr.,
area area %
J81€2 €420 199.08 '
36162 €324 98.50 -
Ne
na &N

C10953
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MS data file header from § >GO167

Samples 2UL 10.02-.48~-.20 Operator: GARY Ms2 11/69/84-162¢4 - --
Misc ¢ SF2238 200-1,3-250 QT BTL#17BTL#17
Sus, #3 { MS model: 87 SH/HW rev.t CR HALS # : @
Method file: SP2320 Tuning file: APEIOL No. of extra records: 2
Source temp.: 2358 Analyzer temp.,t 265 Transfer line temp. ! Z€5-...-
. Chromatographic temperatures : 200, 250. a. e. 8.
*ChromataQraphic times, min. ¢ 1,0 25.0 . 0.8 e.a 2.0
Chromatographic rate, degsmin: 3.8 0.¢ B.e 8.8 g.e
Ms2 = 333.9
First peak is baseline drop corrected area.
Second peak is tangent ckimmed corrected area.
Feak R.T. firse max last peak raw corr, corr.
- min. sCan scan scan Wwidth area area %
1 11.2¢0 194 202 218 16 aBp32 &€8336 1¢0.060
2 11.2:z0 194 202 zie 16 3@e32 608928 89.16 -
MsZ = 331.9
Firzst psak iz baseline drop corrected area,
Szcond peak iz tangent skimmed corrected area.
Feak £.T. first ma lazt “peak raw corr, corr.
4 min, £can scan scan width area area %
1 11.2¢é0 198 2e2 211 15 TV SE59°7 1ga.oe
2 11.2c9 16 202 211 15 7SVe7? S1129 90.34
332334 ULATION
F-Global{ 83 = 8282
MrZd = 3EF.3
First pesak iz bazeline drop corrected area.
Second peak iz tangent skimmed corrected area, Lt
Feak R.T. first max last peak raw corr. corr.
4 min., scan scan scan width area arex %
1 11.280 198 203 211 13 TE489 58451 ipv. 00 -
2 11.2%8 198 263 z1l 13 TE469 $3459 91,46
M-2 = 321.9
First pezk is baseline drop corrected area.

s Second pezk s tangent skimmed corrected area,

Feak R.T, first Mhax lase peak r~aw corr, corr.,
# s £, scan scan scarnm width area area %

1 11.2806 192 283 21z 20 1885361 1657321 130.60

11,220 i92 203 212 20 1885361 $26731 B7.65

NETI }! a AN
(:()awu EH SR E;%EJ n a2 10955

SUBJECT TO PROTECTIVE ORDER.



s

Moz =

1

)

» S

L]

First peak is baseline drep corrected area.
Second peak is tangent skimmed corrected area.
Feak R.T. first max last peak rauw

# mir, scan s¢an ccan width area
1 »11.3608 165 204 212 1?7 gonvB1o
2 11.200 185 204 212 17 |o0B10
3z@-222 CALCULATION
R~Glokal( 1> = £ T348
Ms2 = 257.6

First peak iz bsseline drop corrected arca.
Second pesak is rtamgent skimmed corrected area.
Feak R.T. firs= fax last peak rau

#* min. can £can scan width area
1 11,200 192 el 212 29 451265
2 11,2069 192 z2a4 212 20 4512€S
(328 + 322,,(232 +234) CARLCULARTION
E-Globali{ 3> = 14.€82¢
(3287 )/(2332 + ZZ4)> CALCULATION
F=Glabal{ 3> = . 3917
g - ———— 'a¥al
f{“1f-x-\ —_— e — ——— A T’ N E:"
Wat o o2 L S 1 A,
- A Syobm
SYZ LT DL S L TIUTIVT OEDER,

77E9583
£9514S

4168289
363455

106, 96 .
£89.47

- -

1860.060
87.20

G10956
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MS data file header from : >GO168

Samples UL UT-3114 (perator:

Misc : SF233@ 268-1-3-250 GT

Sys. #: 1 MS model: 87 _SW HW rewv.:
Msthod file: SP2330 Tuning file: RFEIOQ!

fource tenmp.: 25@ Rnalyzer temp.t 265

+ Chromatographic temperatures
"Chromatographic times, min. ¢ 1.
Chromatographic rate, degs/min: 3.

First peak is baszeline drog corrected
Seccond peak is tangent skimmed corrected
Fezak R.T. first & last peak

# min. £scan scan scan width
1 12.104 240 245 250 i@
2 1z2.104 249 245 2s5a 19

" First peak is baszeline drop corrected
€rcond peak iz tangsnt skimmed corrected
FPeak R.T. firzt max lazt peak
# min. sCan s£can scan width

1 12,104 242 245 250 g

2 1z.1@4 242 245 z%a g

132,324 CALCULATION

Ly

F-Global< @) = . 7601

MsZ2 = 327.9

Firzt pexk iz bazeline drop correscted
Second peak iz tarngent skimmed corrected

Fsak R.T. first th&X last peak
# min. scan scan £¢an width

1 12.124 243 246 5@ 7

2 12.124 43 24¢ 29 7

Firzt peak iz bazeline drop corrected
Second peak i1: tangert skimmed corrected

Feak R.T. first hax lazt peak
4 fir. scan &can scan width
1 12.124 2406 =4€ 259 1S
2 12.124 248 248 255 15
- v
- & St

BTL#19BTL#19

of extra records:
Transfer line temp.

LJLI\/QYES

11789784 1€:35 . _

2
265.-...= .

2.58

10958



S
M-2 = 319.,9

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

Feak R.T. firse tax tazt geak raw

# nin. scan scan scan width area

1-12.124 241 245 254 13 43223

2 12.124 241 z48 254 13 43223
328,222 CRLCULARTION

R=-GlobalC 1) =

M2 = 257.0

Firzt peak iz baseline drop corrected area.
Second peak is tangent skimmed corrected area.

Feak R.T. first max lase peak raw
# min, sCcan scan scxzn width area
1 1z2.124 242 246 252 18 23539
2 12.124 242 24¢€ 252 ia 33539
(320 + 222>/(332 +334> CALCULATIOH
R=Globald 27 = 3.1961
(287 3»7(322 + 334) CALCULATION
F=Globzxl( 3) = . 2604
ruﬁr\r¥;

—u.!s

UBJECT TO FRCT=CTUVE ORZER

CONTInTIITIAL
5
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