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

INTRODUCTION

on 27 Nov 84 eleven wipe samples were received for the analysis of
2,3,7,8-tatrachlorod{benzo-p-dfoxin (2,3,7,8-TCDD). For internal
purposes, the samples were assigned MRC Log #1-84-11-27-01. The
gsamples were analyzed according to the September 1983 EPA Reglon
Vil method "Determination of 2Z,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
game 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 analyzed,

PREPARATION ARD ANALYSIS (WIPES)

The wipes ware 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 gulfate was added and tha 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 awrist action shaker and the extraction solvent
removed. The solvent was than 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 consigting of (top to bottom) 2 g of silica, 4 g
of silica plug 40X sulfuric acid, 1 g of gilica, 2 g of gilica plus
36X potassium hydroxide and 1 g of ailica. The column was. eluted
directly onto a column ceontaining 2.5 g of Woelm basgic alumina. The
alumina column was first eluted with 10 mL of 2X mathylene chloride/
hexane (v/v) and this fraction discarded. An additional elution was
made with 15 ml of a 50X methylene chloride/hexane (v/v) solution to
elute the TCDD off the column.

All samples had 50 ulL 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 {on monitoring mode analyzing for ions characteristic
of both the nati{ve (unlabeled) 2,3,7,8-1CDD (m/z 257,320,322),
chlorine-37 labeled 2,3,7,8-TCDD (m/z 328), and carbon-13 labeled

2,3,71,8-TCDD (m/z 332,334). .
cONFIDENTIAL, 11133



STANDARDS

Standard solutions werse 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

gpecified 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

uz/Kg NATIVE RRF RRF
TCDD (NATIVE) DATE TIME (SURROGATE)

0.5010 1.019¢9 11/27 1551 1.318
5.010 0.8902 11727 1611 1.224
50.10 0.8713 11727 i8l4 1.238
1.2515 0.9030 11727 2013 1.240
12,515 0.909%96 11727 2153 1.329
125.15 0.8882 11721 2213 1.350
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TABLE 3. QUALITY CONTROL SUMMARY

ITEM # DATA POINTS HEAN + S.D.
SURROGATE ACCURACY 14 98.7 + 4.5
SPIKE RECOVERY 2 *

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

Monsanto Research Corporation
Dayton Laboratory

I. Szanple Information

Sample Identification: Nitrp

Number of Samples: il

Analyte: 2,3,7,8 - TCDD

Matrix: wipes

Method: Datecminstiore g& 2,3, 7,9- TAPD i Soil dnd Sedimeait

II. Documentation Control

Copiles
Attached Initials

(a) Sample Receipt Form | M
(b) Internal Sample Tracking Form —
(c) Sample Tags -
(d) Adirbill (Number P& Jv0 487N fresst&Fxpress L [Brerd
(e) Chain of Custody Form . e B
(£) Analysis Request (Log Number /-P4/-27.4 v  Brd
(g) Extraction/Preparation . -

notebook pages (NBP) 283 /€/3 Y w
(h) Analysis

NBP _ 2373277 i ngzxxf ,

Instrument Logbook pages /5¢700 Yt et}

Computer Data Files

hard copy output v~ B

Chromatograms [ 4%/;;:(5-—.
(1) Data Reduction

NBP _ 2373377 e Bod
.(J) Final Report v’ B
(k) Additional Documentation [l ﬂ—/}éf

(note irmediately upon acquisition)

THtndaeots frepocatr oo ,

N8P AR73acLY, _.aa?’szé,i_c{e Complece /5&/%777' 714/4‘;”6

(signatfire)
v /-~ £<
e— AT
CONT a2l 1AL 56009 (dace) 0111.38
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Sample Receipt Form

Monsanto Research Corporation
Dayton Laboratory

Customer Identification: N;TRO

MRC Log Number: _|'®BY.jj-37 0]
Airbill Number: PE_coQ487 7

Date: 2T NN 8¢

Sample Receipt Information:

Initials

(a) Shipping Containers damaged (describe below) No. 1 &G
(b) Custody Seals present ¢ absent - (describe

Sealing below)

intact = Z

(c) Chain of Custody Forms absent No.2 &I

(d) Sample Tags @Presénd  absent Ne.l{ &7

(e) Sample Containers fintact>  damaged (describe below) No. {{ &T

(f) Agreement of Sample <:@ no {describe discrepancies) <7
Documentation

Additijonal Description (if sample numbers not listed on chain of custody

form, list here and contact SMO).

g SEALED wTH PAKING TATE.

- a1y

106010

k}ﬁgnature)
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" CONTRACT RUMBER
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(Specific {nformation on samples is available on attached “Sample ldentification Log*)
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