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

-INTRODUCTION

On 18 Dec 84 eight 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 #1-84-12-18-01. The
gamples 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)
gpiked sample, a high (96 ng in this case) spiked sample, and a
method blank must be analyzed.

PREPARATION AND ANALYSIS (WIPES)

The wipes wera spiked with 24.0 ng of carbon-l13 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
immadiately prior to addition of extraction solvents. The extraction
process involved the addition of 15 mL of methanol (all solvents

are Burdick and Jackson "digtilled in glasa™ 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 waz then successively extracted with 50 mL of
water, concentrated sulfuric acid (until clear), water, 20% potagssium
hydroxide and water. The hexane was then dried with 10 grams of
anhydrous sodium gulfate. 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 aillfica plug 40% sulfuric acid, 1 g of silica, 2 g of silica plus
36X potasaium 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 sluted with 10 mL of 2% methylene chloride/
hexane (v/v) and this fraction digcarded. An additional elution was
made with 15 mL of a 50% methylene chloride/hexane (v/v) golution to
alute the TCDD off the column. '

All gamples 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 conductad on a Hewlett/ i
Packard 5987 GC/MS instrument. The analyeis was conducted using a

60 m SP2330 capillary column. The mass spectrometsr was operated

in the selected ifon 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/z 328), and carbon-13 labeled
2,3,7,8-TCDD (m/z 332,334).
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STANDARDS

Standard solutione were prespared from standards that had been
cross validated with a standard provided as a check sample by tho.
EPA. Concentration of the internal standard conformed to the levels
specified by ths method.

RESULTS
The results of the analyses are given in tables 1-3. The tables
also give all pertinent QA/QC information.

pLen:
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TION DATA REPORT
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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 0.8881 12/19 1505 1.895
125.15 0.8551 11727 1525 1.798
GTT2X
0Goay
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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 technically correct to report raecoveries for
internal standard calculatsd results.
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DOCUMENTATION INVENTORY FORM

Monsanto Research Corporation
Dayton Laberatory

I. Sample Information

Sample Identification: N c-TP\o

Number of Samples: 9

Analyte: 23,71, % “TSHD

Matrix: \W((E3 )
HEthcdz“Dcfermim\.‘t'iW' O'G' 2,3;7,8-TEbD 1n Soil andk Sediment

II. Documentation Control

Copies
Attached TInitials

(a) Sample Receipt Form ~ M :

(b) Internal Sample Tracking Form

(c¢) Sample Tags

(d) Airbill (Number =—— ) —
(e) Chain of Custody Form l/ 13/»:5’
(£) Analysis Request (Log Number I-JV -J2-(20) ) l/ Bre™
(g) Extraction/Preparation ‘
notebook pages (NBP) 2Q@3) L3¢ Vv G
B e 2373276 v e
Instrument Logbook pages /5L 957 Vv Gre]
Computer Data Filas [
hard copy output v Lored—
Chromatograms - Vv Bawed
(1) Data Reduction
| Nep_R27 3376 VB
.(3) Final Report [ PBrued ™
.. (k) Additional Documentation L/ [orud”
(note immediataly upon acquisition)
Standancd ; ‘2/: ﬁarq:l'azus‘
ver a7 ‘; AR733 File Complete /4/?7/4 t&% /té//
(signature)
'S LY
0000 /(da{e)y
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Sample Receipt Form

Monsanto Research Corporation
Dayton Laboratory

" Customer Identification: N RO
MRC Log Number: -8 (3-8 O/
Airbill Number: —

Date: @& Dec BN

Sample Receipt Information: - © Inftfals
(a) Shipping Containers damaged (describe below) No.\ &7
(b) Custody Seals present (describe intact__~ &7
Sealing below)
(c) Chafn of Custody Forms presen absent ' No. &7
(d) Sample Tags resent > absent N. 8B G7
(e) Sample Containers (intagt?  damaged (describe below) N &7
(f) Agreement of Sample w no {describe discrepancies) S T8
' Documentation - ‘

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

) semed w TH ThekiNG THATE.

; Sign'ature)
L 00010

USiPT T PATTETOVE CaDER. | 611068
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CHAIN OF LUSTODY RECORD
MRC JOB NUMBLR

| v . CUSTOMER DEPRESENTACIVE Keirts M
" CONTRACT HUMBER

/“A:

. MC CONTRACT MANAGER
PLANT NAME OR CODE W i\ e Widvg

¥RC TEAM LEADER

(Specific {nformatfon on samples 1s available on attached “Sample Identification Log*)

Signatures

Date Time Remarks-
Team Leader Verffication

of Collected Samples:

Recefved by:

Relinquished by: AT

‘Relinquished by:

Recefved by:ﬁrab\m(ﬁ-g Pongy | 220
Logged-1in-by: . . ~

Receivad for Analys{s by:

" Yethod 61‘ S'hi'pment-:

Humber of Contatners:

Special Instructions (Sample preservation, security, del‘lv_ery to, etc.)
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SAMFLE I0ENTIFICATION LOG
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i o C— ——
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e , DATE wen. REPORT RESULTS TO
ANALYSTS REQUEST |/ pzc 99| " Vecvra -0 EPORTREUL
MONSANTO RESEARCH CORPORATION{REQUESTER'? CHARGE NO* e S
DAYTON LABORATORY . .,N/f/,f:o / K, MiLlE < 444 Yol g -:\';i v
'SAMPLE DESCRIPTION NUMBER OF BOTTLES: 29 NUMBER OF SAMPLES e« 3 _WORY

ANALYSIS REQIJEST‘ )

FIS
. -".: ;4!"! ’./
}’ !"’v;‘\[‘

-,.“h--:-"‘\
< ""Jﬂl \
) PR

-4 ] Trona g 1 5 “AG . e
po S T I I '\_:\.) VYN ) SAMPLES FOR:
RS T - 1"_- ‘ Ve S '\ i\ 7o /v 'i Fia '.' ",‘
e =7 PP VEITR VSR TRV T-APL BN y '; SAMPt.E Locmimu
IR R R A \ RECORDED BY: w-l Loy, .4 ( S/-_. !
REQUIRED ANALYSIS** J o

KNOWN HEALTH HAZARD PRESENTED BY SAMPLE: ee

ANALYTICAL TECHNIQUE **-

—¢V¢1:‘17T

O GAS CHROMATOGRAPHY O NMR ;

£ ULTRAVIOLET QHPC

O VISIBLE O XRD

REFERENCE TO PREVIOUS WORK (REQUEST #, JOURNAL,ETC.) O INFRARED 0 1cp '
O EMISSION . O ATOMIC ABSORPTION

. O EDAX XRF~ (0 MASS. SPEC ;

O MICROSCOPY TI.GCIMS !

O OTHER 'O AUTO ANALYZER :

COMPLETION DATE . QUAL, —_ SEMIQUANT. ___ QUANT. ___ |

‘TIME ALLOTED FOR ANALYSES REQUIRED QA/QC l

ANALYST HOURS INST. TIME
o0 ia

SHBIECT TO ERUFELTIVE ORDER.

**SAMPLE DISPOSAL:
AFTER REPORT COMPLETE

Ooscare [ remurn

HoLD FOR [ J30 pAYS

Ceooavs ot

es TUTC TNEADMATINN MIHIST RF SIIPPITFD BY ANALYSTS REQUEST ORIGINATOR
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