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

INTRODUCTION 1

On 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 samples 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 purposes 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 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 samples were 
stirred, 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 
subsequent 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 mL 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 was then placed on the head of 
a mixed phase column consisting 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% potassium hydroxide and 1 g of silica. The column was eluted 
directly onto a column containing 2.5 g of Voelm basic alumina. The 
alumina column was first eluted with 10 mL 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 fm/j^2jL^..yiaqd carbon-13 labeled 
2,3,7,8-TCDD (m/z 332,334). ~IDENTIALo,-,?H?JFCT T0 protective order. C10907



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.

SUBJECT TO PROTECTIVE ORDER. 
O O A n r j A  j .C10908
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OC d i r * :  SPZÎ30 
BF WTIVfi .973 PC StfKKTEi l.aa

OtAtt SLR»
RW.E ETO in FPp ANALYUC*. 320 332 X
KKFB mw OLE AH WXT TCOO 0.1. DATE T ilt 322 334 MX 320 322 257 328* 332 334 N

LA«PILL IA J ec 10.410 Kt .14 IW05 0100 .88 .81 99. 9300. 10543. 6*21- 188778 160080. 197666. I
L fi^F ia  18 J BC 10.210 7.31 — 11/CS 0120 .82 .79 100. ri699 . 331687. 157832. 110569, 91398, U3793.
LAWFH.L 18 L J BC it . r o 9.87 — 11/OS 0140 .83 .80 96. 598907. 721294. 318020. 155151 136036. 169062.
LACFILL 1C J BC . 10.020 1.62 — 11/05 0200 .81 .81 97. 97976. 120374. 51704. 178032, 155214. 190628,
LANOFIU IC P J BC 10.630 2.23 — 11/05 0220 .80 .82 98. 114939. 143415. 64206. IA5743. 126212. 153195.
LAKPILL 2 J BC 10.250 .78 — 11/05 0305 .76 .81 99. 15714. 20590. 12100. 169S73. 143702. 177596.
t AWFÎI |. 2 H J BC 10.410 9.19 — 11/05 «25 .81 .84 101. 414889. 512623. 213577. 133019. 113*09. 135802.
L«CF1U 3A J BC 9.9« .16 — tl/05 03<3 .73 .81 101. 7138. 9792. 5905, 149050. 124292- 153953.
LA<FILL 3A » 0 BC 10.150 .14 — 11/05 0405 .86 .87 99. 7014. 8151. 4040. 1A53S4. 125136. 151916.
‘JKF1UL 33 J BC 10.010 .23 — U/05 0*25 .81 .82 101. 11163. 13833. 10304. 1*5463 122432. 148933.
LAKiIU  3C J BC 10.770 .83 — 11/05 0510 .76 .83 107. 77784. 36350. 17421. t04397 83700. 1003«.
ICQFIUL OC L J BC 10.5« 1.20 — 11/05 0529. ,79 .83 102. 59021. 74343. 34156. 146212 122725. 1*7721.
IfiWFJU. *4 J PC 10,400 K) .13 M/OS 0549 1.26 .83 10?. 8896. 7064. 8719. 1642?* 137733. JWM9. Ï
1 AWTFIU AP J BC 10.290 m .17 11/CS 0609 1.18 .82 96. 9468. 7995, 0. 132433. 117207. 142756, T
L«ŒFILl 48 H J BC 11.020 9.41 — 11/05 0629 .83 .83 104. 513920. 618539. 290935. 154220. 177707. 1529*5,
LANOFILL 1C .1 BC 11.5« .16 — 11/03 0714 .76 .84 112. 8990. 11831. 7781. 169937 130522. 155119.
LACFIIL 5A J BC 10.110 W .08 11/05 0734 1.10 .85 112. 7967. 7715, 0. 286380. 221556. 260291. I
LAWFILL 58 0 PC 10.610 NO .09 11/05 0754 .90 .84 IIS. 8272. 9185. 0. 250033, 212*45. 251975. 1
1 UFUL W .1 BC 10.050 « .09 11/CS 0815 .72 .84 110. 5359. 7441, 0. 212569 (66153. 198016.
BLA* J BC 10.000 NO .06 11/05 0835 l.U .83 103. 4901. 4314. 0. 233633. 19X55. 232916. I

♦ CCRRECTED FOR OKTRÏBUTICN BY NATIVE IO TI OJSTMfT .009 OF R/E 322)

mite coesi
l i  ISOTOPE RATIO (VT CF ACCEPTABLE RA*£
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FILEWÆ -TCODO?
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.i« F ia  7A J BC 10.7*0 .11 — r./Cfl 18*8 .84 .78 93. 2779. 3319. 2556. 63706. 73302. ra n .
-ÄSFIU 7B J PC 10.350 W .10 11/05 1908 .84 .77 94. 2258. 2693. 0. 53432. 65369. 85637.
AÄFILL 7B L J PC 10.S90 .9* — t i / n 1928 .73 .77 97. 19379. 2656*. 9399. 5 0 0 . 63820. fi?*75-
.ACFIU 7C J BC 10. CT 1.76 — 11/05 2009 .70 .77 102. 29327. *2*18. 1*0*3. 503*9. 52535, «411.
«TO SITE 1A ■l 8*. 10.610 .t* — 11/05 2029 .8* .78 98. 3061. 3627. 3137. 39**i. 6511*. 83298,
«TUS SITE lAfi J BC io.ro NO .12 :i/oe 20*9 .87 .81 98. 2673. 3072. 0. 57439, 639». 79259.
«TO SITE IB «J BC 11.410 NO .48 H/CS 2109 .85 .76 107. 2516. 2960. 0. 1*0*5. 13870. 13171,
«TO) site ith J BC 9.9« 9,28 — ll/C fi 2130 .75 ,81 99. 63*30. 8*734. 2835.2. 20723. 23306. 28326.
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«TO SITE 21 J BC 11.110 1.53 — 11/05 2251 .78 .84 115. **69. 5694. 3370. 8780. 0725. 10428.
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«TO SITE W J BC 11.5M .91 — 11/05 0239 .72 .78 102. t9073. 26403. 8*19. 57525. 60593. 77400.
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•■5 J DC 10.000 ND .03 11/05 ores m * .78 no. 0. 0. 0, 71800. 69795. 89619. I
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NITRO #7 J BC 10, «0 .84 — U/9 1431 .82 .73 108. 1372. 1443. 1551. 4744. 5113. 4340.
NITRO »'.fl J BC 10.500 NO .98 11/9 1452 «M .87 177. 0. 0. 0. 2334. 2334. 2498. I
NITRO HO L J BO 10.300 1.72 — 11/9 1512 .78 .74 79. 2033. 2483. 1913. 2481. 4i30, 5315. '
nitro a:: J RO 10.570 3-70 — 11/9 153? .71 .73 84. 48191. 67584. 22778- 3271*. *4181. KST77.
nitro *:? .1 BO 9.650 .89 — 11/9 1553 .R7 .82 113. 8174. 9422. 4420. 29140. 31437. 38314.
NITRO «I? H J 80 9.830 11.25 — U/9 1*35 .74 .73 98. 22410. 29118. 11939. 5844. 7104. 9109.
NITRO 113 J BO 10.840 .22 — 11/9 US7 .48 .02 108. 2031. 3030. 2413. 29933. 33994. 4133U
NITRO »¡a R J BC 10.500 .23 — n/9 1737 .48 .8? 108. 1814. 2451. 2243. 25770. 29237. 35774.
J* J BC 10.000 NO ,07 U/9 1717 « 4 4 .79 108- 0. 0. 0. 29747. 3W0. 417*8. I
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TABLE 2. CALIBRATION SUMMARY

ug/Kg NATIVE 
TCDD

RRF
(NATIVE) DATE TIME

RRF
(SURROGATE)

.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 .677 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

C O N F I D E N T I A L  C 10912
SUBJECT TO PROTECTIVE ORDER,



TABLE 3. QUALITY CONTROL SUMMARY

ITEM* # 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.

GTT3:GT

n r i n t O

[ H r  1 1
SUBJECT TO PROTECTIVE ORDER, 010913



DOCUMENTATION INVENTORY FORM

Monsanto Research Corporation 
Dayton Laboratory

I. .Sample Information

Sample Identification: /J I T"& ^
Number of Samples: 3̂ 5 
Analyte: J2, i3. , V  T  C- Ïj j)
Matrix: Lü.^r
M ethod: ' D  £ T  £ £rvn  o a t  / o f  - 2 , 3 , 1 . ?  “Tc-ii ù 

I I .  D o cum entation  C o n tro l

on Sect. in  < n  T

Copies
Attached Initials

(a) Sample Receipt Form
(b) Internal Sample Tracking Form — (fVijJ

(c) Sample Tags __
(d) Airbill (Number ) — . /TUjrJ
(e) Chain of Custody Form
(f) Analysis Request (Log Number I - c 2 ) /ET
(s) Extraction/Preparation ^  

notebook pages (NBPL?#7!?/ J
(h) Analysis

NBP 2 (  ? J /=>iA/rJ
Instrument Logbook pages /S7#il4-jp J 1 ■ ■ "

Computer Data Files 
hard copy output J

Chromatograms i/ FvJrt

(i) Data Reduction 
NBP 1a ». P\aW

(j) Final Report ^ j
(R) Additional Documentation j

(note immediately upon acquisition)

File Complete

n o n i  ^
vjsignature

/Û

0

SUBJECT TO PROTECTIVE ORDER.



Sample Receipt Form

Monsanto Research C orpora tion  
Dayton Labora to ry

Customer Id e n t i f ic a t io n :  f \ i  i T  Q n _________

MRC Log Number: I -  9  ^  -  i 1 -  i -  ö  2^

A i r b i l l  Number: ______ ^ ________________________

Date: ________ ! nJ o v . 9*4__________________

Sample Receipt In fo rm a tio n : I n i t ia l s

(a ) Shipp ing Conta iners in ta c t damaged (d e sc rib e  below) No. Z e&u/j

(b) Custody Seals present /a b s è n tv  (d e sc rib e  in ta c t___>
V ^ _ 3 e a lin g  below)

(c ) Chain o f  Custody Forms (''presen^ absent No.

(d) Sample Tags absent No ¿Qgrs

(e ) Sample Conta iners ^ i n t i c ? ) damaged (d e sc rib e  below) N o iy

( f ) Agreement o f  Sample ( y e s no (d e sc rib e  d isc repanc ies)
Documentation

A d d it io n a l D e s c rip tio n  ( i f  sample numbers not l i s te d  on cha in  o f  custody 
fo rm , l i s t  here and con tac t SMO).

<s> *<J*JZ*f -daeJL+j.

n o m  g

C G P *  a - 1 ¿ > ¿ ¿ N T I A L
SUBJECT TO PROTECTIVE ORDER,
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MRC JOD NUMBER _______________________________________________ _____

CONTRACT NUMBER __________________________________________________

PLANT NAME OR CODE ¿V /T/V)__________________
(S p e c if ic  In fo rm a tion  on samples 1s a v a lla

CUSTOM« Pfc'PRtSCHTAIIVE /Wf?s> ^

MRC CONTRACT MANAGtR ____________________________________

MRC TEAM LEADER __________________________________________
b lc  on a ttached "Sample Id e n t i f ic a t io n  Lon")

O

Signatures Da te Time Remarks

Team Leader V e r i f ic a t io n  
o f  C o lle c te d  Samples:

R e linqu ished by Received by:
h fo /y i /o '« '/ f * r \  rA

_______________ __________________
R elinqu ished  by: Received by & U W t n iiil& L . D . I * 91-- i l*._ _ o
Logned-1n-by : t r  ■ h i

Received fo r  A n a lys is  by: S R  T T
___________________________________ r  cT_Ld T

Method o f  Shipment;
p;-----^-----

Number o f  C o n ta in e rs : O £
------------------------------------------------------------------------------------ - - L at- -LL  ̂ ----

I -̂ 3

i s .

Spec ia l In s tru c t io n s  (Sample p re s e rv a tio n , s e c u r ity ,  d e l iv e ry  t o ,  e t c . ) O



.MRC Oct- Ko. 

Contraci No

Plant oí* Code

SAJALE iOLKTIF-CATiCH LOG

___ Customer R epresen ta tive  P lgfä

___  KRC Contract Manager ____________________

Tea.n Leader

ioN t i

SamruTñg
Location

; Ru*-
i iiur.L-er

Type o f Ta.'np 1 e L | Analysí s "■ Sam ple recovered" SyDate
SflnplfidjNo. of Containers* Required_____ ( I n i t i a l s )  and Conreents

L - i ; 3 T i i

" O  J. NÍ.¿ ^ i. ̂  a  j

s u b j e vJT’t o  f w o /'El t j v t c s DEH.

n o n - * 4 C10917
¿ E n  < u /



SWL.E lOLSnf I CAT I ox LOG

MRC Oct* Hd. 

Contract: No.

Plant  hi'^e or Code K^-r(Co

■ Ou:tarar  representative

MFC Contract Manager____________________ _______

Team Leader



ANALYSIS REQUEST
OATE
i r  ]. ■

LOG NO.
!->?>■} - ! ! t __ r r \

MONSANTO RESEARCH CORPORATION 
DAYTON LABORATORY

REQUESTER"
f ). h-

CHARGE NO."
/ r ? A - ; 0

SAMPLE DESCRIPTION NUMBER OF BOTTLES: ' NUMBER OF SAMPLES -

' 9
h i.

S 8 J 4 2

H  , ¡B K 1 B ~~1A

13 i l ¡ “C " MB
i o 7 'A U

3  A
SC £ 6 .
S > , }3 Í B ¡ C

/ <6
•

s
V i- s / i

C *
Q / ' V '  1 A 2 C

y 8

-,__________________________________________________________________RECOROEDBY: ,T C  .
REQUIRED ANALYSIS" *

REPORT RESUL 
FILES /KULIX

? o■ A Ç-f
lT ^'¿v-

analysis reql

FIL£S/ / ^ .

Z /J£ •-»'

" V

SAMPLES FOR

SAMPLE LOCA

A / , .

____
—  / y — /* <r" O Q

KNOWN HEALTH HAZARD PRESENTED BY SAMPLE: ANALYTICAL TECHNIQUE ••

REFERENCE TO PREVIOUS WORK (REQUEST#, JOURNAL,ETC.)

COMPLETION DATE

□ GAS CHROMATOGRAPHY □  NMR
□ ULTRAVIOLET □  H PLC
□ VISIBLE □  XRD
□ INFRARED □  ICP
□ EMISSION □  ATOMIC ASSORPt

□ EDAX XRF ü  MASS SPEC

□ MICROSCOPY ^ S 2 ' GC/MS j K
□ OTHER C  AUTO ANALYZER

OUAL SEMI QUANT. QUANT J ' '

TIME ALLOTED FOR ANALYSES 

ANALYST HOURS INST. TIME

REQUIRED QA/QC
____f t î  ^ f  /; ' 7- ¿J.0 ̂  r  - »’ .p

--■ ---- -i... .Ta -----i t --6,--sat___________________________________
L. -! ' : i  “-i ; ! H i .  .

i"i tt'. rr—/—r -r^  rb U L v  1 1U i f\U  1 LY/ U iU  U*YUL.1L, ( 1 f l l f l  _
nrr 1 1 P_______

"SAMPLE DISPOSAL: 
AFTER REPORT COMPLETE D  DISCARD 1ZI RETURN HOLD FOR □  30 DAYS 60 DAYS

-  THIS INFORMATION MUST BE SUPPLIED BY ANALYSIS REQUEST ORIGINATOR
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N? 2S31624
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Ĵijro Soils Lú^cÁC í |(

Ihtcx SheeX
by Cx-ïô

Zu\*L Mo. r -----------i
Æ»ll. tu aJ'í.^h /^(uaI

tur. •* tetwo Co
(O

"C /
uT 3 0̂ 11 _ L A . _ --------  . / 0 • C?3« 1/ v 1

n a M 3 ÍO.^I 1/ äaeks^ v rrr-Eur/
H3 i e f i Lo I I . -i? 90/J ✓ !OGu ìc4- ìih

1 c fo.o? f-' 9
_ J ¿ £ ! C \ Rcpl'ca il fo-C/3 ✓  i y
JÙ S L ä 10,25" * .  j

97 a  _ _ M' Ifl.MI 90?z/l «/
V3 O A

r i/ y
V1 3 4 ffy / iW e lo x 5 (/ _j L
C/O w,?>t l/ V 1
ir i io 7 7 y 1./ 1____________________
<T2 s c U e? k<: io.$r? io .A v/ /

d Ì T 10.9(7 ✓ ;
d ß i/ /
H A 4/ S * . £r //•«¿ 4 ö(7jK 1 / Í

C~f- dÇ
j r

ff.-ry 1/ i
<T7 S ’f r /PVY i/

< rn i(l, 0 j
5~9 f t  A- in. ri.*? V _ j _

e n - s o i '? tfoHtrr t^ T V \S

— — -

SUBJECT TO PROTECTIVE OROER

0 0 0 1 7

C10920

V ^ â d Â



r M O N S A N T O  C O M P A N Y

SUBJECT N? 2831625

J O B  NO.

/ |/W rb  Sa ¡6 Î^A^diÇiil fÜl̂ Co St{e- ÜLÍAA i.? fl
______"

H Q H A Z H o

Date. 
Lc/¿ No

/ / A / g T

DATE

jä j¿_áÉ£=S&_ V«! She¿t
ok̂ M  by A 1■ /¿ "¿ ¿ ¿ ¿ Z .

***** ty __ ,
Cede No. f l it  to iticeli Altad

iur. /)*t of Airtiue«SpíXiJ Co
co ^Cow/ne.n'fe

(fT'&M . a /ü-<2 ¿7<-l /C.Ä
6& flilLéptt* J r®. 7/ 4öö*J2. ^AcÁJ

' . 7¿ 7 / to.14 .24 ,fr /.t  "n-irfb
77 y t ¡o. 34“ *JjU aï. /OOjJ

' -7,r vd louJ /o-«Y 4o~£
7<? l £ ftf.sa. La * il* . î

F ------- « 0iA /<?•<( _ Û I mña vjr_______
t i fA /a  34"
Z2 ;&

r ' ""
/M í

£5 !& AoO^J
g* }£ J  ' (f-oA
& ._ .i_  . to. io

\ J Va ¿-/ £a » Ä- tun AótjL .
£7 ZA if03_

*A /e ia .
A /¿«»è

<?í i ¡te/ofamf*
V f CA f. í(.4"¿
51 -T¿ /Í-P
51 r<£ ton
54 6 io.4i

, <?<■ 7 (ajo
?á £ fioc
‘57 /7r fíeA él**t -i 1





~ --

N? 2637230
MONS ANTO COMPANY

$u bject

JOS NO.

J £tilf
P R E P A R E D  b y  (S IG N A TU R E ! DATE

/0 Strflf

TOT »T* *«FT•osano ora«- S*n* iuca*nrr
T ‘6 «.i l

z  a'/»= sproß
*  »T lffl .TT3 

t f  SLMTGATEl 1.326

Iw *  SUV
w w  rn f ut pm mcinio«. 3» œ i
«rem uno or» toff rot u . vti tik ia  w  «c a» m  sr a»* m tv ■
laC F tti. I« J R 1ÎUIÛ w .1* u /ts 0100 .61 » . tre. 10543. 1421. 18877». lUQm. 1974*6. I
la c r t t l 1» j R 10.210 T.H — 11/05 01» .82 .71 ICO. 2716». 3316*7. 157*2. 110519. 918». 115793.
LOCFia t l  L J R 11.7» * .« — 11/05 01« .S3 .80 H . SW907. 721791. 3180». 121 0 . 134ÛU. H # « .
la a n u . io J R 10.0» 1.12 — 11/00 «00 .81 .81 97. 97771. 120374. 2704. 1 7 *« . 12214. ',9(108.
LaC Fia 1C 1 J R 10.1» 2.23 — 11/05 02» .so .«  n . 114939, 143415. 64201. 1457*3. 17CSÎ. 153195.
LMETILI 2 j R 10.750 .71 — I l /OS 83« .71 . f i  » , 15714. W W . 12100. H9S3. ] 43707. I775H.
le w m  2 N J r 10.410 U T — 11/05 03» .81 .8* 101. 414689. 512623. 218527, 133011. 11340*. 1 3 *2 .
LUCF1U. 3« J R 1.9« .¡1 — U/05 crus .72 ,81 IBI. 7138. 97*2. 5905, 149«0, 124Î92. 153*53.
la c n iL  3» • J R 10.ISO .14 — 11/00 04« .81 .87 » . » 1 *. 8151, 4040, 1*5*4. 1»131a 151*16.
L « T ia  n J R 10.110 .23 — 11/05 04» .81 .82 101. t l l i l . 13B33. 1CB4. !4f*63. 15412. ’.4693Z
l a a r r u .  x J R 10.7» .<a — Il/OS -0510 .71 .«1 107. 27784. 36350. 17421. 10*1*7. 83700. 100360.
UWFIU. X  L j R 10.SW i . » — 11/05 05» .79 .83 102. m a i. 741*3. 1*156. 146212. 122225- 1*7721.
la c rr iL  a J PC 10.400 « .13 M/flS 0549 1.21 .83 1« . 6FWw 7064. 871?. 164»». ¡3773. IM H . I
i a e r it i » j R 10.7» w .17 11/05 0609 1.1H .12 91. *4« . 7995. 0. 132*33. ¡17207. 142756. I
LACFfU. <1 H J R 11.0» 1.41 — tu ® 0129 .63 .83 10*. 513920. 616539. 7959ZL 1542». 127707. 152M5.
'. « n i l  *c ■1 se ll .S U .11 — 11/« « l i .74 .84 112. 8990. 11631. 7781. 16*937, 1X522. 13119.
la c m  5» J R 10.110 1C .08 t l / « OTU t.10 .85 112. 7967. 7715. 0. 2663W, Ï21S54. 26CT*I. I
ia c m i a J PC 10.110 IO .09 11/« 0754 .'90 .64 : « . «7». *165. 0. »8033. 2)24*5. 75! *75. I
i M ir it i n i ■1 K 10.050 « .09 tu« 0815 .72 .84 110. 535*. 74*1. 0. 212569. 166151. UBBIA.
SJMC J R 10.000 1C .01 11/« osas 1.1* .©  ICO. *901. 4314. 0. 2X638, ¡4303. »7916. I

l

♦ OMÇCÎÎD TO CWT»!RfT!» tT » T II*  TOT (SJPTWCT .0 »  Cf WE 32Î)

xrtaaESt
II ISOTOPE PiTIO (WT OF 4GÏPT4RE UCE « i ecoRAor or rr actìttìai mce

•«̂ETN® Rttlf 
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MS data tile header from >G0160
Samp! « i 2UL . I'üü2/. 4 3/. 2 S Operai or i GfiRY MS2 1 1 / 09/84 •• 1 3 ?S 1- •
Mise i P2330 200-1/3/2S0 GT ETL#03ETL#3
S y s . it* 1 MS model! 87 S N / H W rev*! C fi fi L S tt ! 0
Method file: SP2330 Tuning file: fiPEIOl No. of extr a records: 2
Source temp.! £50 finalyzer temp.: 265 Tr arisf er 1ine temp. : £65

C h r o rn a t o g r a p h i c t e m p e r at u r e s : 200. 250. 0. 0. 0
*.Chromat ographi c t i m e s, min. : 1.0 25.0 0.0 0.0 0.0

Chrom at ogr aph i c r at e, deg/m in: 3.0 0.0 0.0 ' 0.0 0. 0

M/Z = 333.9
First peak i s baseline drop corrected area. 

Sec o n d p e ak i s t* ange fit s k i m tri e d c o r r e c t e d ar e a.

P eak R. T. f i rst max 1 ast peak raw c orr. c orr.
# ft i i n. s c an sc an sc an width area area 5¡
1 10.754 163 179 195 27 100828 65566 100.00
2 10.754 163 179 195 27 100328 63716 97. 18

M/Z = 331.9
- F i rst peak is b as e1 i ne drop corrected area.
Second p e ak is tangent skimmed corrected ar e a.

Peak R. T. firs t m ax 1 as t peak raw c orr. c orr.
it m i ri. s c an sc an s c an w i d t h area ar e a

1 10.754 171 179 £06 35 9S202 54452 100.00
10.754 171 179 20b 35 98202 52754 96.88

332/334 CALCULATION 
R-GlobaK 0'1 = .8365

Fi rst pc ak iis b a selin e drop c orr€ c t £ (j ari; à >
Sec end (i* e ak iis tangent skimmed corrected CLf" <[: ài •
Peak R. T. fi rst max 1 ast peak raw c o r r. c or r.

tt m i n. sc an sc an scan w  i d t h arc a area î.
1 10.774 165 180 196 31 85238 4 6364 100.00
2 10.774 165 180 196 31 85238 43853 94.58

M/Z = 321.9
First pc ak i : b ase 1i ne drop c orrec ted area.
Second peak iis tangent- sk i rnmed c or* re c t e d ci.r Í:'â •
Pe ak P. T. firs t m ax 1 ast pe ak raw c orr. corr.

it m i n. sc an s c an S- c an i.i i d t h ar e a are a y

1 10.774 175 180 190 15 31299 12159 100.00
10.774 175 ISO 190 15 31299 11611 95. 49

p r \ n p i

CONFIDENTIAL 0 1 0 9 3 1



s | Li  o

nsZ = 31?.9
First peak is baseline drop corrected area. 

Second peak is tangent skimmed corrected area.
ak R. T, first max 1 as t peak raw c orr. corr.
# mi n. scan sc an scan u fdt h area area *
1* 18.774 176 130 191 15 28813 8798 100.00
2 10.774 176 180 191 15 28013 3588 97.61

3 2 0 .'3 2 2  CALCULATION 

R-GlobaK 1> = .7236

t l 'Z  = 2 5 7 . 0

F i rst peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.
P e ak R. T, f i rst max 1 as t peak raw c orr. c orr.
# fii i n, scan sc an scan width area area %
1 10.795 178 131 136 3 17155 5723 100.00
2 10.795 178 131 136 3 17155 5443 95. 11

<320 + 322 ) / < 332 + 334> CALCULAT ION 

R-Global< 3) = .1746

( 3 2 S ' ) / < 3 3 2  + 334  > CALCULATION 

R-Global< 3> = .3854

p o o  *3 J>

SUBJECT TO PROTECTIVE ORDER
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MS data file header from : >G0161
Sample: 2UL 1.0O2/.48/.2 S Operator: GARY MS2 11 /09/84 ■■ 14 :■ 11
Mi sc : P2338 200-1/3/250 GT BTL#05 BTL# 5
Sys. #: 1 MS model: 87 SW/HW rev,: CA ALS # : 0

Method file: SP2330 Tuning file: RPEI01 Mo. of extra records: 2
Source temp.: 250 Analyzer temp.: 265 Transfer line temp. : 265--.

Chromat ographi c t emperat ures : 
Chromatographic times, min. : 
Chromâtographic rate, deg/min:

200. 250. 0. 0. 0.
1.0 25.0 0.0 0.0 0.0
3.0 0.0 0.0 0.0 0.0

M/2 333.9
First peak is baseline drop corrected area. 
Second peak is tangent skimmed corrected area.

Peak R.T. f i rst max 1 ast P e ak raw c orr. c orr.
# min. scan sc an sc an width area area V.

1 11.424 198 212 232 34 109186 66788 100.00
2 11.424 198 212 232 34 109186 62232 93. 18

M/Z = 331.9
F i rst peak i s base1i ne drop corrected area.

Second peak is tangent sk i mm*■d corrected area.
P e ak R.T. f i rst max 1 ¿5 t peak raw c orr. c orr.

# min. S c an sc an sc an width area area *
1 1 1.424 193 212 235 37 100274 56170 100.00
2 11.424 193 ■ 212 235 W l' 1G0274 53247 94.30

332/334 CALCULATION
R-Global< 6) = .8410

M/Z = 327.8
First peak is b as e 1 i n e drop corrected area.

Sec ond peak is tangent sk i mmed c or: e c t e d ar e a.
P e ak R.T. first fit ax 1 as t pe ak raw c orr. c orr.

# min. sc an s c an sc an width ar- e a are a
1 11.444 203 213 227 24 75197 46265 1 00. O0
2 11.444 203 213 227 24 75197 43335 93.90

M/Z = 321.9
First p e ak is b as e1i ne drop corrected area •
Second pe ak is t an g e n t skimmed corrected area.
P e ak R rT. f i r s t m ax 1 ast p e ak raw c orr. cori'.

it min. sc an scan scan width area area
1 11.444 199 213 238 39 147338 989O0 100.00
2 1 1.444 199 213 O 39 147338 94142 95. 19

iWU I C10937"



319.9
s t o l t o '

ri/2 =
First peak is baseline drop corrected area. 

Second peak is tangent skimmed corrected are*.

Pe ak R. T. fi rst max 1 ast peak raw c orr. c orr.
t* min. sc an sc an scan width area area li

1 j*- 11.444 201 213 229 ' 28 104678 71022 100.00
2 11.444 201 213 229 28 104678 65394 92. 08

320/322 CftLCULftTI ON
R-G1obal( 1 > = .7181

M/2 = 257.0
First peak is baseline drop corrected area. 
Second peak is tangent skimmed corrected area.
Pe ak R. T. f i rst max 1 ast peak raw c orr. c orr.

« min. scan scan scan width area area ¡i
1 11.444 199 213 232 33 85S60 40386 100.00
2 11.444 199 213 232 . 33 85860 37746 93. 46

(320 + 322)/(332 +334) CRLCULftTI ON 
R-G 1 obal < 3) = 1 • ¿S'20

(3280/(332 + 334) CftLCULftTION 
R-Global( 3) = .3685

0 nri3 5

" / >
Cl0938
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File

File

File

File

File
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>G0162 321.6-322.6 imu.2UL UT-3169 SP2336 266-1^3^250 GT
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MS data file header from ! >G0162
Sample! 2UL UT-3109 Operator: GfiRY MS2 11 -"09/84 14 :-3 i •
Mi sc : SP2330 200-1/3/250 GT BTL#07BTL# 7
Sys. #: 1 MS model: 87 SW/HN rev.: CR RLS # : 0

Method file: SP2330 Tuning file: RPEI01 No. of extra records: 2 
Source temp.: 250 Analyser temp.: 265 Transfer line temp. : 265■ • • '- ■

■ .Chroma!tographi c t e mperat ures : 20Q. 250. 0. 0. 0.
Chromat ograph ic times., m i n. : 1.0 25.0 0. 0 0.0 0.0
Chromatographi c rate, deg/m i n: 3.0 0.0 0.0 0. 0 0. 0

M/Z = 333.9
First peak is base! ine drop corrected area.
Second peak is t angent sk i fumed corrected area.
Pe ak R. T. first max 1 as t peak raw c orr. corr.

# min. scan sc an scan ui dth area area 7.

1 11.462 210 214 219 9 26045 €860 100.00
2 11.462 210 214 219 9 20845 5717 83.34

M/Z = 331.9
First peak is baseline drop corrected area. 

Second peak is tangent skimmed corrected area.
Pe ak K f i rst fil -ÎX 1 ast peak r a u c orr. c orr.
# m i n. sc an sc an scan uh dth area area V

1 1 1.462 212 214 218 6 13497 5115 100.00
1 1.462 212 214 21 S 6 13497 4614 90.21

332/334 CALCULATION 

R-GlobaK 0) = .7456

IV Z = 327.9
First peak is baseline drop corrected area.
Sec ond peak i s t ari g ent skimmed corrected ar e a• .
Peak R.T. f i rst max 1 ast pe ak raw c orr. corr.

# min. scan scan sc an u i dt h area area *
1 11.482 212 215 219 7 13620 4779 1 08.60
2 11.482 212 215 219 7 13620 4089 85.56

M/Z = 321.9
First peak i s baseline >drop corrected area.

Second peak is t angent skimmed corrected area.
Pe ak R. T. f i r s t max 1 as t peak raw corr. c orr.

* min. sc an sc an sc an w Pdt h area area •/

1 11.502 213 216 218 5 8075 1665 180.00
2 11.502 213 216 2’ ? 5 8075 1482 89.01

.. *-- --- ^--- , --- —- \ '•-? OOGÓ7 Cl094Ô



->£•<21^2-s
fV2 = 319.9
First peak is baseline drop corrected area. 

Second peak is tangent skimmed corrected area.
Peak R. T. first max 1 ast peak rau corr. corr.

# min. scan sc an scan u i'dt h area area ¡/

1«*1* 11.482 215 215 217 2 4026 1372 100.00
2 11.4S2 215 215 217 2 4626 1330 96.94

320-'322 CALCULATION
R-G 1obal< l> = .6240

M/2 = 257.0
First peak is baseline drop corrected area. 

Second peak is tangent skimmed corrected area.
Peak R. T. first rn ax 1 ast peak rau corr, c orr.

# min. sc an sc an sc an ui dth area area x

1 11.462 213 214 214 1 2961 1551 100.00
2 11.462 213 214 214 1 2961 1480 95.42

<320 + 322)'■'<332 +334) CALCULATION 
R-GlobalC 3) = .2536

<328'' ) /  <332 + 3 3 4 )  CALCULATION 
R-G1obal< 3 )  = . 3 9 7 8

0 0 0 3 «

SUBJECT TO P R C i l CTìVE fiK Tim
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rile

File5

File

Fi le

Fi le

File

> C~ 01 6 3 3 3 3 • £ -  3 3 4 • £ ini u . ^ UT~3110 CP2330 2 G O - l / ? / 2 £ 0  GT

>60163 321.6-322.6 amu .¿'-'L- UT-3110 ìF'2330 200-1/3/250 GT
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MS data file header from >G01£3
Sample: 2UL UT-3110 S Operator: GARY MS2 11/09/84 14:52
Mi sc : P2330 200-1/3/250 GT BTL#09BTL# 9
Sys. #: 1 MS model: 87 SW/HW rev.; CA ALS # : 0

Method file: SP2330 Tuning file: APEI01 Ho. of extra records: 2
Source temp.: 250 Analyzer temp.: 265 Transfer line temp. : 265-- '- •

r Chromatograph:c t emperat ure s : 200. 250. 0. 0 • 0.
Chromatograph!c times, min. : 1.0 25. 0 0.0 0.0 0.0
Chromat ographi c rat e, deg/m i n: 3.0 0.0 0.0 0.0 0. 0

M/2 = 333.9
First peak is b ase1i ne drop corrected area.
Sec ond pe ak is tangent skimmed corrected area.
P e ak R. T. first max 1 ast peak raw corr. corr.

« mi i n. s c an scan scan width area area *
1 11.583 218 220 222 4 9162 2698 100.00
2 11.5S3 213 220 222 4 9162 2662 98. 67

11/2 = 331.9
First peak is baseline drop corrected area. 

Second peak is tangent skimmed corrected area.
Pe ak R. T. f i rst max 1 ast pe ak raw corr. c orr.

ft min. sc an sc an s c an width area area X

1 11.5S3 218 220 221 3 6354 2336 106.00
11.583 218 220 221 3 6854 2079 39.00

332/334 CALCULATION 
R-Global< 0) = .8658

M/Z = 327.9
First peak is baseline drop corrected area. 

Second peak is tangent skimmed corrected area.
Peak R. T. first max last p e ak raw c or r. corr.

# min. sc an sc an scan width area ar e a 'i
1 11.603 219 221 223 4 8028 2 £ 5 o 100.00
2 11,603 219 221 223 4 8028 2052 87.10

M/2 = 321.9
First peak is baseline drop corrected area.

Second peak is tangent skimmed corrected area.
P e ak R. T. first max last p e ak * r aw corn, corr.

ft m i n. scan scan scan w i dt h area ar e a *
1 0.000 224 e 223 -1 3 1 34 1 100.00
2 0.000 224 0 223 -1 0 1341 100.00
f**—> *

*.1 . . */ / H A L Q C ' f ^ n Cl0943
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First peak is baseline drop corrected area.
Second peak is tangent skimmed corrected area.

M/2 = 319.9

Peak R.T. F i rst max 1 ast peak rau c orr. c orr.
ft min. scan sc an sc an u r dt h area area ‘4
1?. 0. DOS 224 0 223 -1 0 ' 1345 100.00
2 0. COO 224 0 223 -1 0 1345 100.00

320/322 CALCULATION 
R-GlobaK 1) = 1.003Q

M/2 = 257.G
First peak is baseline drop corrected area. 

Second peak is tangent skimmed corrected area.
P S' ak R.T. f i rst m ax 1 ast peak raw corr. corr.

* min. scan scan scan width area area '4
1 0.000 224 0 223 -1 0 1605 100.00
2 0.000 224 0 -1 0 1605 100.00

<320 + 322 >/< 332 +334) CALCULATION 
R-GlobaK 3) = .5336

<328'' )/<332 + 334) CALCULATION 
R-Global< 3) = .4656

n o r  4 1

J Liw a*ir C10944
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> G 8 1 6 4GC/MS de f aulì f i 1 e A4

MS data file header from >G0164

S amp 1e: 
Mise : 
Sys. #: 
Method 

Sourc e

2UL UT-3111 Operator: GARY MS2 11^09/84 15:12
SP2330 200-1/3/250 GT BTL#11ETL411

1 MS model: 87 SW/HU rev.: CR RLS # : 0 
file: SP2330 Tuning file: APEI01 No. of extra records: 2

temp.: 250 Analyzer temp.: 265 Transfer line temp. : 265---'-

Chromat ogr aph i c t emperatures : 200. 250. 0. 0. 0.
Chr om at ograph i c t i m e s, min. : 1.0 25.0 0.0 6.0 0.0
Chromatographi c r at e, deg/m in: 3.0 0.0 0.0 0.0 0.0

M/Z = 333.9
First peak is baseline drop correc t ed area.

Second peak is tangent sk i mmed corrected 4tP €‘cL*
P e ak R. T. first max 1 ast peak r aw c orr. c orr.

# m i n. sc an sc an scan width area area M
1 11.746 224 223 232 8 16531 5315 100.00
2 11.746 224 228 232 8 16531 4231 79.60

M/Z = 331.9
First peak is baseline drop corrected ar e a.

Second peak is t anqent sk i mmed c orree t ed area.
Peak R.T. first max 1 ast P e ak raw corr. corr.

4 rn i n. sc an scan scan wi dth area area
1 11.766 226 229 ^ 6 12238 4030 100.00
2 11.766 226 229 232 6 12238 3346 83. 03

332/334 CALCULATION
R-G1obal< 0> = .7582

M/Z = 327.9
F i rst peak is b as e 1 i n e d r o p corrected dP€ da •

See ond peak i s t angent sk i mmed corrected ar €■ a •

Peak R.T. first m ax 1ast peak raw corr. corr.
4 min. scan scan sc an u i d t h ar e* a are a *•
1 11.737 223 236 232 4 3937 2705 100.60
2 11.787 223 230 £. Z* tL H 3937 2613 96.60

M/Z = 321.9
First peak is baseline drop corrected area. 
Second peak is tangent skimmed corrected area.
p' e ak 
#

R.T.
rn i n.

first 
sc an

max
scan

1 as t 
sc an

peak
width

raw
area

corr, 
ar e a

c o r r .

1 11.787 227 230 233 6 19530 2638 100.00
2 11.787 227 238 ; 233 6 10530 2370 88. 17

C10946
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> Q o\ Lp 4

M/Z = 319.9
First peak is baseline drop corrected area. 

Second peak is tangent skimmed corrected area.

Pe ak R. T. first max 1 ast peak raw c orr. c orr.
il min. scan scan scan width area area *
r “11.766 223 229 233 5 3333 2053 100.00
2 11.766 2 2 3 229 233 5 3833 1938 94.40

320/322 CALCULATION
R-GlobalC 1) = 7638

M/Z = 257.0
First peak is baseline drop corrected area.

Second peak is tangent skimmed corrected area.
Peak R.T. first max 1 ast peak raw c orr. corr.

It min. scan sc an sc an width area area 'A

1 11.787 229 236 232 3 6677 1913 100.00
2 11.787 229 230 232 3 6677 1357 97.07

<320 + 322) /C 332 +334) CALCULATION
R-GlobalC 3) 5073

(323 ')y C 332 + 334) CALCULATION 
R-Global< 3) = .2369

—  f O ' M A

-i.mr-r-r rn sarTT.cnVE ORDER-
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MS data file header from >G0165
Sample: 2UL UT-3112 Operator: GRRY MS2 11/09/84 15:32
Mise i SP2330 200-1/3/250 GT BTL#13BTL#13
Sys. (is 1 MS model : 87 SW/HU rev. : CR RLS ft : 0

Method file: SP2330 Tuning file: RPEI01 No. of extra records:
Source temp.: 250 iiOvc•r e r temp .: 265 Transfer line temp, :

■ C h r o m a t. o g r ap h i c t emperat ures : 200. 250. 0. 0. 0.
Chrornat ograph i c times, min. : 1.0 25.0 0.0 0.0 8.0
C h r o m a t o g r a p h i c rate, d e g / m i n: 3.0 0.0 0.0 0.0 0.0

M/Z = 333.9
First peak is baseline drop corrected area.

Second peak i s tangent skimmed corrected area.
Peak R.T. fi rst max 1 as t peak raw c orr. corr.

# min. scan sc an sc an width area area •/.

1 11.913 230 235 246 16 81281 58577 100.00
2 11.913 230 235 246 16 81231 53057 90.58

M/Z = 331.9
First peak is baseline drop correc t ed area.

Second peak is tangent skimmed corrected area.
Peak R.T. first max 1 as t peak raw c orr. c orr.

# m in. scan sc an sc an width area area ym

1 11.933 228 2 3 o 243 15 64086 44181 100.00
2 11.933 223 236 243 15 64086 34348 77.74

332/334 CfiLCULflTION 
R-GlobaK 0> = .7542

M/Z = 327
First peak is baseline drop corrected area. 
Second peak is tangent skimmed corrected area.
P e ak R.T. fi rst max 1 ast peak raw c orr. c orr.

# min. sc an sc an sc an width ar e a area ‘4

1 11.933 223 236 241 13 53953 33322 1ÜÜ.60
2 11.933 228 236 241 13 53953 22363 67 i 11

M/Z = 321.9
First peak is baseline drop corrected area. 
Second peak is tangent skimmed corrected area.
Pe ak R.T. f i rst - m ax last peak raw corr.
# min. scan scan sc an width area area
1 11.953 229 237 247 18 92820 67584p

(T * "
_J.1*353-- - -22*-— 247 18

O o n ^ g
92820 58962

c n o  i r r T  TO PROTECTIVE ORDER.

c or r.
Ji

1 0 0 . 0 0
87.24

C10949



mj> b  0 [ ip 5
First peak is baseline drop corrected area.

Second peak is tangent skimmed corrected area.

M/Z =319.9

,k R, T. fi rst max 1 ast peak raw c orr. c orr,
min. scan sc an scan u i d t h area area J;

1 ' 11.953 229 237. 24 4 15 68471 48191 100.03
11.953  ̂71 $ 237 244 15 6 S 4 71 37301 77. 40

320/322 CflLCULATI ON 
R-Clobal< 1) = .7131

M/Z = 257.0
First peak is baseline drop corrected area. 

Second peak is tangent skimmed corrected area.
Pe ak R. T. fi rst max 1 ast peak raw c orr. corr.
# min. sc an sc an sc an w i d t h area area *4
1 11.953 233 237 241 8 36664 22728 100.00
-71 11.953 233 237 241 • 8 36664 17964 79.04

<320 + 322)/<332 +334) CALCULATION . 
F:-G 1 obal < 3) = 1.1267

(32S•' ) / <332 + 334) CALCULATION 
F:-G 1 obal < 3) = .3184

j  O n r > A > y

C10950
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Fili >Gûlé6 321.6-322.6 amu.-UL UT-3113 SF'2330 200-1/3/250 GT
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GC/NS default files >G0166::A4 
MS data file header from : >G0166
Sample: 2UL UT-3113 Operator: GARY MS2 11/G9/34 15
Misc : SP2330 200-1/3/250 GT BTL#15BTL#15
Sys. #: 1 MS model: 87 SU/HW rev.: CA ALS It : 0
Method file: SP2330 Tuning file: APEI01 Mo. of extra records: 2
Source temp.: 250 Analy^er temp.: 2£3 Transf er line temp. : 265 *

*■ Chrom at ognaph i c temperatures : 200. 250. 0. 0. 0.
Chromatographic times, min. : 1.0 25.0 0.0 0. 0 0.0
Chromatographic rate, deg/min: 3.0 0.0 0.0 0.0 0.0

333.9
t peak is baseline drop corrected ar e a.

Second peak is tangent skimmed corrected area.

Pe ak R.T. f i rst m ax 1 ast peak raw corr. corr.
it min. sc an sc an sc an width area area >.

1 11.804 225 231 236 11 58402 38316 100.00
2 11.S04 225 231 236 11 58402 31276 81.63

M/2 = 331.9
First peak is base 1ine drop corrected area.

Sec ond peak is t an g ent skimmed corrected area.
Peak R. T. fi rst max 1 ast peak raw c orr. corr.

# m i n. sc an sc an sc an width area area *
1 11.825 227 232 2̂ 'b 9 46526 31487 100.00
2 11.825 2 < «•. O *N i .  w ** 23^ 9 46526 26010 82.61

332/334 CALCULATION
R-Global< 0) . 8218

M/Z = 327.9
First peak i s base 1i ne drop corrected area.

Second peak is tangent skimmed correeted ar e a.
Peak R.T. fi rst max 1ast peak raw corr. corr.

# min. sc an sc an scan width area are a ;/

1 11.845 227 233 239 12 47209 29245 100.00
2 11.845 227 233 239 12 47209 25331 86,79

M/Z = 321.9
First peak is baseline drop corrected area.

Second peak i s t argent skimmed corrected area.
Peak R.T. first max 1 as t p e ak raw c orr. core.

it min. sc an sc an scan width area ar e a
1 11.845 230 233 236 6 2Q150 9422 100.00
2 11.845 230 233'. \ .236 6 20158 8732 92.68

. . C10952
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First peak is baseline drop corrected area.
M/Z =* 319.9

Second peak is tangent skimmed corrected area.
Peak R. T. f i rst m ax 1 ast p.eak raw c orr.

# min. sc an s c an sc an width area area
f *■11.845 230 233 235 5 18949 8174
2 11.S45 236 233 235 5 18949 6364

320/322 CALCULATION 
R~Globa1( 1) = . 8675

M/Z = 257.0
First peak is baseline drop corrected area. 

Second peak is tangent skimmed corrected area.
Peak R.T. f i rst max 1 ast peak raw corr.

# m i n. sc an sc an sc an width area area
1 11.845 236 233 236 6 36162 6420
2 11.345 230 233 236 6 30162 6324

< 320 + 322)/(332 +334) CALCULATION 
R-GlobaK 3) = .2521

<323')/<332 + 334) CALCULATION 
F:-G1 obal ( 3) - .4177

.r
\ J K —  - i  J

5113JFCT TO PROTECTiVE

c orr. 
'4

160.00 
77.86

corr. 
*

160.60 
98.50

C10953



Fili- > G'O 167 sili U . :‘UL 1 0.02/ .4 3/ .20 S P 22-30 200-1 / 3/2 50 GT.
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38 200-1/3/25OFrie 1C-0167

' ■ 111 .5 1 2 . 011.0 12.5 13.0 14.5
10.02/.48/.20 SP2230 200-1/3/250File >G0167 327.6

i ’ 1 1 1 i 1 1 T 1 |  1 1 r  1 |  T

11.0 13.5 14.5 . 15
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■200-1/3/25ÔFile >G0167

100000-

10.5 11.0 11 .5 12.0 13.0 14 .5

0

0

,0

0

0

O
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MS dita file header from i >G01'67'
S amp 1 e: 2UL 1 0.02 / .-4 8/. 20 Oper at or: GARY MS 2 11/G9/S4 -1-6: t4
Mise : SP2230 280-1/3/250 GT BTL#17BTL#17
Sys, #: 1 MS model* 87 SW/HU reu. : CR RLS « : 0

Method file: SP2330 Tuning file: RPEI01 No. of extra records: 2
Source temp.: 250 Analyzer temp.: 265 Transfer line temp. : 265--'-

Chrornatograph i c temperatures : 280. 250. 0. 0. 0
*■Chrom at ograph i c times, min. : 1.0 25.0 0.0 0.0 0.
Chrornat ograph i c rate, deg/min : 3.0 0.0 0. 0 0. 0 0.

M/Z = 333. 9
F i r s t peak is baseline drop corrected area.
S e c o n d p e ak is t angent sk i mmed corrected area.

Peak R. T. first max last peak raw c orr. corr
# m i n. scan scan scan width area area *4
1 11.26G 194 2G2 210 16
2 11.260 194 262 210 16

90032
90032

68336 100.00
60928 89.16

M/Z = 331.9
First peak 

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

Peak R. T. f1 i r s t m ax 1 ast peak raw c orr. c orr.
# m i n, sc an sc an sc an width area area y

1 11.266 196 202 211 15 75797 56597 100.00
11.260 196 282 211 15 75797 51129 90.34

332/334 CALCULATION 

R-Glcb&l< Qy ~ .8282

M/Z - 327.3
First peak is baseline drop corrected area.

Sec ond p c ak ii  s t angent skimmed corrected an e a • •
P e ak R. T. fi rst max 1 ast peak raw c orr, c orr.

# min. sc an sc an scan width area area '4

1 11.280 198 2G3 211 13 76469 •58451 108.00
2 11.2S0 198 203 21 1 1 3 76469 53459 91.46

M/Z = 321.9
F i rs t p e ak is base 1i ne drop corrected area.
Second p e ak iis t an g e n t skimmed corrected area.
P e ak R. T. f i rst max 1 ast peak raw c orr, c orr.

# m i n. scan sc an sc an width area a r e a v.

1 1 1.280 192 283 212 2D 1085361 1Ö57321 180.60
2 1 1.28G 192 283 212 28 1885361 926731 87.65

SUBJECT TO PROTECTIVE ORDER.
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First peak is baseline drop corrected area. 
Second peak is tangent skimmed corrected area.

M/Z = 319.9

Feak R. T. Fi rst max 1 ast peak raw c orr. c orr.
« min. sc an sc an sc an width area area *

1 /11 • 3 0 0 135 2Ü4 212 17 800010 776958 1*0 0.00
2 11.3O0 185 204 212 17 800010 695145 89.47

320/322 CALCULATION
R>G1obal< 1) = .7348

M/Z = 257.0
Fi rst peak i s base 1 i ne drop coreec ted area.
econd peak is tangent ski mmed corrected area.

eak R. T. Fi rst m ax 1 ast peak raw c or r. corr.
# min. sc an scan sc an width area area *
1 11.30O 192 204 212 20 451265 416825 100.00
2 11.300 192 204 212 . 20 451265 363455 87. 20

<320 + 322 ) / < 332 +334) CALCULATION 
R-Global< 3) = 14.8821

<323')/<332 + 334) CALCULATION 
R-G1obal< 3) = .331?

CPDEP,

O  n n (->« c* *
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MS data file header from : >GG168
Sample: 2UL UT-3114 Operator: GARY MS2 11/09/84 16:35.
Mi sc : SP2330 208-1/3/250 GT BTLftl9BTLftl9
Sys. ft: 1 MS model: S7 .SU/HW rev.: Cfl ALS ft : 8
Method file: SP2330 Tuning file: APEI01 Ho. of extra records: 2

Source temp.: 258 Analyzer temp.': 265 Transfer line temp. : 265---'- •
200, 250. 0 . 0 . 0 .

Chr omat ogr aph i c t i mesi min. 1.0 25.0 0.0 0.0 0. 0
Chromât ographi c deg/min: 3.0 0.0 0.0 0.0 0.0

M/Z = 333.9
First pe ak is baseline drop corrected area.

Sec ond peak is t argent sk i mmed corrected area.

Peak R. T. fi r s t max 1 ast peak r aw c orr ■ corr.
ft min. scan scan sc an width area area *

1 12.164 240 245 250 10 23759 9109 100.00
2 12.104 240 245 250 10 23759 6349 69.70

M/Z = 331.9
F i rst peak is baseline drop corrected area.

Second p e ak is tangent sk i Mmed corree ted area.

Pe ak R. T. f i rst max 1 ast peak raw c or r. c orr.
ft min. sc an sc an sc an width area area

1 12.104 242 245 250 8 18562 7106 100.00
2 12.104 242 245 250 8 18562 5590 78.67

332/334 CALCULATION

R-Global< 0) = .7601

M/Z 32' 3
First peak is baseline drop corrected area. 

Second peak is tangent skimmed corrected area.
Peak R. T. f i rst max 1 ast peak raw corr. corr,

ft min. scan sc an sc an width area area y.

1 12.124 243 246 25G ->r 16139 6 1 08 100•00
2 12.124 243 246 250 7 16139 504 4 82.58

M/Z = 321.9
First peak is baseline drop corrected area. 
Second peak is tangent skimmed corrected area.
Peak

ft
R.T.
min.

f i rst 
scan

max 
sc an

1 CL S t-
s c an

pe ak 
width

raw
area

c orr. 
ar e a

c orr.

1 12.124 240 246 255 15 50273 29318 100.00
2 12.124 . 240 246 255 15 50273 2334 0 79.61

I C10958



319.9tl/2 = 319.9
First peak is baseline drop corrected area. 

Second peak is tangent skimmed corrected area.
F e ak R.T. fi rst max 1 ast peak raw c orr, corr.

# min. scan sc an scan width area area Ji
1 % 12.124 241 - 246 254 13 43223 22410 100.00
2 12.124 241 24 6 254 13 43223 1 3094 88.74

320/322 CALCULATION
R-G 1 C 'b a l < 1 > = .7644

M/Z = 257.0
First peak is baseline drop corrected area. 
Second peak is tangent skimmed corrected area.

R.T. first max 1 ast peak raw corr. corr.
min. sc an sc an sc an width area area *

12.124 242 246 252 10 33539 11939 100.00
12.124 242 246 252 Id 33539 9289 77.80

C320 + 322)/C332 +334) CALCULATION 
R-GlobalC 3) = 3.1901

<328')/<332 + 334) CALCULATION 
R-Global< 3) - .3604

sr*

SUBJECT TO ? iCTECnVE C.iDEH.

onr>re
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File - 601 69 i.TiU 2ÜL UT-311S ÌP2330 200-1/3/250 GT

lD.O
Fils- > G 01 6 9

T m’Ts 11.0 11 .5 13.0
337.6-328.6 amu.^UL UT-3115

iV.s 1 I ' 1 1 I ' 1 ’  ' ' ' ! '13.0 13.5 14.0 14.5
SP2330 200-1/3/250 GT

1?.0

File >G01 69 321.6-3:

1 O 0 0
.

6 aniu ■ — U L UT-3115 SP2330 2 S 0 - 1/3/250 GT

A ..
. . J 'W ji' ‘■ 'V y,• V '/W ’I. 'V X  —■•

1.1-
10

“ T 1 
. 0

i i—¡ i—i—i i ]— i
1 0 . 5  1 1 . 0

i—i—i—] i i i
1 1 . 5

—i—|—i—i—i—!—|—i—r
1 2 . 0  1 2 . 5

-1—I ]--1—1--[—1—J--1—1--1--1—|—I I I ! —|—I- 1—1—1—|
1 3 . 0  1 3 . 5  1 4 . 0  1 4 . 5  1 5 . 0

> GO169 3 1 9 . 6 - 3 2 0 . 6 àiTiU, 2UL U T - 3 1 1 5 SP23 30  2 0 O - 1 / 3 / 2 5 0  GT

, \ . .L j
n n n tr * y
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