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ACSTRACT

© A high performance liquid chromategraphic iHPLC) method is desciibed tor the analysis.

Sne and its degradates fRP-30228 and RP-32490Q in field sedimerl. The method employs

of iprodi
a soivent e:kuac't_ion of the sediment sample followed by filiration and a solvenl-solvem back
hy and analyzed

partition of the extract. The extract is purified by preparative florisil d'tromé(ograp

by HPLC utilizing UV deteclion ‘at 200 nm. Recoveries of Ipmd‘noné trom field sediment fonified

in tr.e range of 20.0 - 100 ppb resulted in a mean recovery of B0% with & reco;.rery range ot 73%-
91%. Control values weral tess than 10.4 and 8.9 ppb in two separate studies. Recoveres of RP-
20228 trom field sediment fortified in the range of 20.0 - 100 bpb resuited in a mean recovery of
ry range of 60%-101%. Control values ware Iess"lhan 8.2 and 7.2 ppb in two

78% with a recave
studies. Recoverles of FHP-32490 trom field sediment tortified in the range of 200 - 100 ppb
of 48%-103%. Conirol values wete .

resulted in 2 mean tecovery of 73% with a recovery range
less than 11.2 and 9.73 ppb in two studies.
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|NTHODUC110N i
A method for detesmining Iprodione, RP430228 and’ -RP-32490 residues in field ‘sediment
is r'asented The methodology for exiraction, purification and detection ol iprodione and ils

degtadales was developed for freshwater and seawater sediments.
PRINCIPLE AND APPLICATION

{prodiona and rts degradates are extrected from field sedlment by acidifying with hydro-
chicric acid and partitigning on a shaker lable with 50% olchloromelhane a9, acetone @ 25%
ethyl acetate. The exiracl is filtered through a glass fiber rmembrane, dried through sodium
sullate, rotary evaporated to approxnmalety 0.5 mi. evaporated to dr,rness under nitrogen and

the residues dissolved in acetonitrile. The acetonitrile:solution is panitioned twice with an equal

volume of hexane, the acetonitrile is fotary evaporated 10 Q.5 rpL and ;ub_sequenu-,- e~aporaled

1o dryness under nitrogen. 1he extracted cesidue is dissolved in S0% hexane @ 50%
dichicromethane. This solution is then submitted 1o flotisil column chromatograpt—y and tﬁe i
\prodione and BP-30228 residues are collected separately from the RP-32490 fraction. "he
solvant in each of the samples is evaporaled to drynnss the remdues are dissolved s a requisité
volume of acetonitrileswater and analyzed by HPLC. iprodione and RP-30228 are separaiec ) .
isocratically from coextracted artifacts using two HPLC columns in series and visualized with UV

detection. The second degradate (RP- -32490) is separated using @ singte column 5vs'.'em. Linear

regression analysis 1 lprodione. RAP-30228 and RP- 22490 peak heigh's for sampiss and refer-

ence slandards permits éalculzion of residue sample concentrations.

ANALYTICAL METHOD
Reagcnts ! i
Acetonitrile, Surdick ana Jackson, HPLC grade, Uv _utoft @ 188 nm ‘
Waler, Barnstead. MANCpure, HPLC grade
Sodium Sutiste, Mallncxrodt, Analytical RAeanant

Hydro’ aloriz acid, hratunckrodt AR Select

*

Spnngboin Labaratories, Inc.

Springbcrn Laboralories, i=C.
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Dichloromeathane, Fisher S%ientiﬁc, Qptima

" Erhyl acetate, gurdick and Jackson, Residue grade

Hexane, Burdick and Jackson, HPLC grade

Toliane, Burdick and Jackson, UV cutofl @ 283 nm

Acelone. Burdick and Jacl:cson. Reagent grade _
Florisil, Fisher. §0-100 mesh, activated at 120 e(s overmnight .

Glass wool, washed with dichloromethane

Iprodione, Lot No. EA 2002 s08, 92.9% active ingredient, supplied by Rhone-Poulenc
RP-30228, tot No. EA 2025 |FI, 100% active ingredient. supplied by Rnone-Poulenc
RP-32480, Lot No. EA 2026 RFI, 100% active ingredient, supplied py Rhone-Poulenc

Equipment
Balance, Ohaus Galaxy 1601

our-place anaiytical balance

galance, Ohaus MB 200, {or meisture determination -
Nalgene boules, Nalgene, HD_PE, 500 mL

Flasks. volumelric, assorted §

Filter Nasks, 1 000 mbL

izes

Buchner {unnels, 11.6 om diameter

. Glass fiber filters, whatman, 934-AH. 11.0 em diameter

Sepa:alor‘,'r_junr}els: 250 mL

.Rour‘.dbonom flasks, 'assoﬁed sizes

Chremategraphic coiumns.' lass, 270 mm {length} X 10 mm {3}

Pipeis, voiymgtric, assoried sizes

Sercm botiles, YWhaaton, assorted sizes, with Tefionined tids and metal ¢rimg caps

Syringes, Hamilton, assoried sizes

Rotary evaporator, Buchii Mode! R110. with vacuum pump. 40 °C water bath

Sheker table, Eberbach, 0-500 rpm. or eguivalert

Springborn : sboratcr.es, Inc.

Springborn Laborz:ories,

e’
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Detailed Procedure
parahow of Stock Solution
A. lprod:one {0.10 mgImL)
1. Weigh 10.0 miltigrams
er the lprodione to @ 100-mL vo!

1. Pre

(AL} ot lprodxone on an analytical balance.

umetric flask and dissolve 1o the

2 Transt
- mark with acetone.

Transter the stock solution ¢
Tefiondined crimp C2p-
4. Store this stock solutio

o a §00-mL amber serum vial and seal with a

n In a refrigerator malntalned at 4 °C.

-32490 (0.10 mg}mL)

8. RP-30228 and RP
: seal and refrigerate as previously

1. - Weigh, dissolve, describ_echor \prodione.

ll. Quahty Cnntrol Sample: Fortification
A. Qual:ty Contrnl . . i .
methane . nc56 acetane : 25% ethyl

;
{1 Rinse all glassware Wi wnh 50% dichloro

cetate prior to fortification. .
To each 500 mi Nalgene bottle add approximately 50 grams {wet waight}
of field sednmem gee section WC. )

e add 2.0 mL of 1.0 M HCL Slir the sample in

3. To e‘ach sednmem samp

order o ensure homogeneuly
atnon or quality cortsol sampte, forti
ddition of dilutions ot

4. For a method valid fy each sample with-
228 and AP-32450 by volumetric a

Iprodione, RP-30
the primary stock solutions.

fification levels produced in the control field sedimenrt samples for .

00, 50.0, and 20.0 ppb (three repli:

ee field sediment samples wefe et

. NOTE: The fo
the method yahdatlon!recovery were 1

g at each levei). An additionat tar
amples. .

i
cal
uniortified and utilized as control 5

+

Springbern Laboratories, IncC.

Springborn Laboratories, Inc.
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ili. Extraction

A..Field Sediment

R

‘To each Naigene botlle, add approximately 5Q grams {wel weight) qi ho-
: mogenized field sediment. Record the sediment weight to the nearest 0.00

grams. .

NOTE: At this stage, a secondary subsample should be taken and
weighed in ‘order to determina the percent soil content; see section me.
To each sediment sample add 20 mL ot 1.0 M HCL  Stir the sample in

) order to ens‘ure homogeneity.

Add 300 mL of 50% dichloromethane : o5% ethyl acelate : 25% acetone
10 the 50 gram sample. A

Pilace the samples on a shaker {able: adjust the rpn'i to 300 and allow the
samples to shake for 50-55 minutes. o L

Filler the sample through a Whatman §34-AH 11 .0 cm glass fiber filter, Add
25 mb of the extraction solvent {o the Nalgene bottle, cap and shake for
app?oximateh} 15 seconds; pour the finse threugh 1he1_sediment (on the.
fiter paper) and coflect the eluent in the fitter flask. lﬁepea’l this 25 mL

rinz2 two additional times.

- Dry the o_rganic extract through sodium sulfate and coliect the eluent in'a

1000 mb roundbottem flagk. Rinse the filter flask with 25 mL of the extrac-
ticn soivent. Pour this rinse through the scgium suliate and collect 1he
eluant in the roundbottom flask. Fie{)e;at {his rinse one additional time;
cembine rinses in 1he roundbottom flask. :

Evaporate the sample ioapproximalew 0.8 mL on a rolary evaporalor.
Evaporate the remaining solvent under a gentle stream of nitrogen.

Ta the llask add 50 mL of acetonitrile and transfer the dissolved residues
ir:0 2 250 mi separatory funnel. Rinse \he flask with 10-15 mL of acetoni;

]
1@ and lransier the sotution into 1he separalony tunmel. Repeal this rinse

cne additional ime. !

Springhin Laboratories, inc

Springborn L abecratcries, nc.
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10.

funael for 1-2 rmnutes Drain the lower acetoni

11.

2

_ " paga 7ol 27

To the separato

peaker; discard, the hexane layel. ‘Aeturn the

ing) to the separatory funnel. Repeal the
drain the acetonitrile Into the original 1000 m!

the hexane layer.
Rotary evaporate the acatom.nle to appto

+ 19 remaining acetonitrile under 2 genti

To the 0l
solution in order 10 dissclve the extra

11 B, Column Chromatography.

Column Chromatography

1.

©

I

Place (and tamp) a plug 61 glass w
{270 mm length'x 10 mm ) fitted with @
Add approxlmately 1 inch of sodi
To the column add enough 100% activa
{excluding the one inch of &

sodium suliate 1o the top of the Florisil columa.
cetone (as a rinse); cl:ain the column com-

To the colurnn add 25 me of a
pletely dry and d1scard Ihe eluent.

Note: This step is necessary i

components. Add 25- 30 mL of 0% dichioromethane : 50%
just into the upper sodium sulfate layer.

colurnn and drain the sotvent

not allow the fiorisil 1o go dry atter this stage. .
i
ues lrom section A (step B} {o the column and

Transier ihe dissolved resid
open the stopcock tully.

dichioromethane : Sl

Drain the solvent into whe upper. sedium sullate layer.

5

Springborn Laboralonas.

ry funne! adgd 50 mi of hexan

Rinse the roundbottom flask with 10 mi of 50%

=2 hexane and wansier the finse onto the column.

inc.

e. Shake the separatory
itrite. laryer into a 250 mL
acetonitrite extract (with rins-
50 mL hexané back-partition;
mL roundbotiom flask. Dlscaxcl

nmately 0.5 mL and wapora!a.
@ stream Of nitrogen.

ask add 10 mL of 50% dichioromethane + 50°% hexane. Swirl the . .
cted residues. Proceed o Section ’

oolin a glass chromatographic column

tefion stopcock.

um sultate to the column.
ted Florisil to form 2 3inch column
odium suliate). Adgd an additional 1 inch of

n order 1o clean the florisil of UV absorbing

hexane 1o the
Do

Repeat this 10 mL’

e

Springborn Laboralcries, Inc.
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finse two additional times and drain into the sodium sullate. Close the

stopcock. Discard all rinses. .
6. Add 20 mL ot dschlotomemane to the column and drain into the sodium

sulfate. Discard the eluent. -
7. Place a 50 mL roundbouom flas k under the columa. Add 20 mt of 5%
' acetone : 95% dichloromethane to the column.and drain-inio te sodium
sulfate. Collect this f;action which contains Iprodione and RP-30228.
8. To the cclumn add 20 mL of 15% acetone : a5 % dichloromethane: drair
into tha sodium sulfate. Coftect this (raction separately which cantains RP-

T 32490, u

9. Rotary evaparate the column eluents (separalely) 1o approxirnately 0.5 mi.
Evaporate the solution to cryness under a gentle stream of nitrogen.

10. = Dissolve the residuesin 2 requisite volume of 50% acetonitrile: 50% HPLGC
grade water. proceed ta section IV tor HPLC analysas o! Iprodione, fp-

30228 and, RP-32490 res:dues

i
. - . G percent Soil Det;ermination: '
1. + Weigh app:oximalely 10 grams of the sediment sample into an atuminum
weighdish. ’ o
o 2 Place the sample into an Ohaus MB 200 moistd}e determination pbalance )

and close ihe cover.
a. Bake the sample at 205 °C for 10 minutes.

4. Document the pefcent solids read from the LED.

V. High Pressur@ Liquid Chrematography

A Method:

Fractions containing ipradicne and RP-30228 are analyzed isocralically on 2 r.-ao-co!umh
‘systern. Fracticns containing £p.32490 are 2nalyzed isacratically onaone column sysiem. 8oin

analyses utilizé UV detection at 2G0 nm.

Ecnngb"‘ .= Laboratories. Inc.

STST RAWLABLE SOFY ]
L_______,._.—---"‘.._—-—-

Springborn { gboratories, ImC.
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Instrumental conditions {or the analysis of iprodione and AP

instrument:

Column:

Mobile Phase:

Mobile Phase Flowrate:
Pressure. )
Chartspeed:

injection Volume:
wavetengih:
Sensitivity: .
Rise Time:
Attenuation:
Thresllnold:

Peak Width:

Area Reject:

instrumental canditions

Instrument.

Column:

Mobile Phase.

Mobiie Phase Flowrate:

et

-~ go% acetonitrile:20% HPLC grade water

e
g g

- R ' - page 9 ol 27

-30226 are as foilows.

. Waters Modet 510 liquid chromatograph solverd pump
équipped with Waters Intelligent Sample Prbcessor Medel
710 B, ABI Model 783 Variable Wavelength Detector and
Hewlett-Packard Model 3396A integrator.

Phenomenex Uitremex 5 ym ODS, 250 mm {length) x 46

mm 1D; 2 columns in

sefies

1.5 miJminute
ca 2500 psi

0.3 co/minute
125 pL

200 nm

0.010 AUFS

0.1 seconds
2

6

0.10 seconds

500

for the analysis of RP-32490 are as follows:
Waters:'Model 510 liquid chromatograph .golvent pump
equipped with Waters Intelligent Sample Processor Mocel
710 B, ABI Model 783 Variable Wavelength Detector and
Hewlett-Packard Model 3396A integrator.
Phenomenex Ulremex S pm 005, 250 mm {length) x 2.6 -

mm 1D
60% acetonitrile:40% HPLC grade watef

‘1.2 miUminute

Springhsin 1 aboratories, Nc.

Springborn Laboratories, Inc.
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Pressure: ca 100(5 psi
élr;arl.spee'd: 0.3 cm/minute .
lniectiar} Volume: 100 L w .
l Waveleﬁgth: ‘ " 200 nm’ i _
Sensitivity: 0.010 AUFS ) - , :
Rise Tiﬁ\é: 01 secondé II
Attenuation: ' g . _
Threshold: ' 6 '
Peak Width: 0.15 seconds ‘ ]l
Area Reject: ’ 500
B. Analysis ‘ ; ' h
1. Prepare standard sclutions containing both iprodione and RP-30228 and separate- ' .
ly RP-32490. standard sotution concentrations used tor the recovery study were ‘ ]

125, 250, 500, 750 and 1000 pgfl i
0} of the 125 pall standard solution. Adjust

a ) : 2. Inject 125 ul {or 100 pl tor SP-3249
-the atienuation so that the peék signal results in al least a fiteen percent deflec- |
tion from the basefine. : - : b . k
a inject 125 pl of each of the mixed standards, document the peak heights, and . . . -
determine the carrelation coefficient of the liné. Proceed 10 step 4 it the corceia- ’ #r
. tion coetficient is greater rhan of equal 16 0.985. I
4, nject 125 pl of several samples. ’
5. \dentity each analyte by 1S retention #ime and document the tespe:iiv?." peak ) l
neights. } ) R d
6. After each sel of samples. reinject 25 ulL of each of the mixed standarcs and

document the peak heights.
o znalyte (Using all standard resulls) by pteting

7. Conslruct a standard curve {or eac’
peak height abserved versus the ccncentration (mg/l) of the standard injected.
natysis lof iprodione, RP.30228 anc Ap.3249018°

——

B The standard lineaf regression a

ysed to delermine the concentraticn in each sample.

Spri-ghorn Lagoratories, INC.

: Spn‘hgborn taboratories. ind™
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pwing equation

t for eacty sample, the folk

9.  Inorderto detsimine the anatytical resul

is used:

Analytical Resull (PP}
where:

" Analytical Result
A = congentralion (ugfL) of
D.F. = difution factor, ratio of th

" 1o the initial mass {g) of sample

= AXDF

= concentration of ipredione, RP-30228 ot RP-32490
samplo trom the tqgressibn analysis

a final volume {mL) ot the extracted sample

ARESULTS AND DISCUSSION

" Hecovery samples wer® prepared in sediment collected from Live Oak, Louisiana, East '
Qernard, Texas. Matagorda, Toxas, Bayou Bartholomew, Arkansas and Canal 43, Arkansas.
Although the sediment types from the recovery of Iprodione and

radates from each of jhe sites W

five sites varied substantially,

ils ceg as ccmparable.
2. RP-30228 and RP-32450.

Sediment samples were prepared wrach contained \prodion

Cl, partiioned inlo 25% ethyl ace
as evaporated 10 dryness, the residues dissolved in

Each sample was acidified with H tate : 25% acetone - 50%

dicthloftemethane . nd filiered. ‘e fillrate W

acetonitrile and back partitice
dissolved in 50% hexane : S0%

ed wilh hexane. The acetonitrile was gvzporated and the residues

dichlioromethane. The resulling s

. L
florisil column; one traction contained lprogione and RP-30226 and a separate fraction ce
'matehj 0.5 mL, evaporated 10

RP.32490. The organic extracts were rclary'evaporated to approxi

dryness under nitrogen and clis

olution was {ractionated on 3
atained

5olved in an acetonitrilefwater mixture,

pb ranged from 73.5% o 82.4%

ment fortified with Iprodione at 100p
9% to B4.1%

Recoveries from sedi
pb ranged lrom e0.

77.8% (N=7) recoveries at 50.0 p

with an average recovery =i
5% 10 9V.1%

pb ranged'irom 72

{(N=3): Tecoveries at200p
tectable level for lprodione was

with an average recovery of B2.¢
ol B0.6% (N=7). The minimum de

«ilh an average frecovery
sion analysis ci the calculated vaiue of one-half the mean of the peak -

celermined by linear regres

»

Spnogsorn Laboratories, Inc.

I
Springborn Laboratories, 7¢C.
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neight of the lowes! standarc. resulling in an m.D.L. of less han 892 and 104 ppb in two slud-

125,

Aecoveries from sediment foriied with RP-30228 1100 ppb ranged trom 74.3% 10 83.0%
wilh an average recovery of 78.7% (N=7h recoveries‘ at 50.0 ppb ranged from 77.7% 0 83.9%
with an average ;'ecoVery ol 31.1%‘(N=3); recoveries at 20.0 ppb ranged from 60.3% to 101%
with an average recavery of 75.4%'(N=7). The minimum deteciable tevel o€ F}Pgaozza was

_determined by linear regrassion analysis of the ;alculated value of cae-half the mean of the peak

height of the lowast standard, resulting in an M.O.L of less {han B.25 and 7.16 PPP in two stud-
ies. - '

Recaveries (rom sediment tactified with AP-32430 al 100 ppR ranged trom 48.1% 10'84.2%
v;rilh‘ an average recovery of £8.8% (N=7) recoveries at 50.0 ppo ranged from 76.7% o BO.9%
wilh an average recovery of 79.0% (N=3}© recoveries at 20.0 ppb ranged from 48.9% to 103%
w'm‘-! au average recovery of 73.8% {(N=6}. Qne olthe 20.0pPY recovery samples was unguantifi-

- ablé dua excessive ccntaminalion._‘;’}'\e rninirhum detectable levet fof RP.32490 was determined

by finear regression anaiysi;s of the calcuiated vaiye of one-hall e mean ot the peak height of
the lowest standard. resulli;\-g V‘m an MO ot less than 973 anc 11.2 ppb in two studies.
Linelaaf regression analyses for the response of Iprodione, ApP-2G228 and RP-32490 are
snown_in Figures.1. 2 ang 3,.res:>ec1i‘;e|y. Recovery resulls tog Iprocicne. ApP.30228 and RP-
32490 ara shown inTables 1,2 and 3, res.pecl'wely. Hepresen‘.a’.ive chromatograms ol Iprodicne
and AP-302268 &t ihe 100 ppb. 8.0, 20.0 ppd and control jeveis using sedimen:'.collected {rom

gast Bernard, Texas are shown N Figures 4-7. respectively. Fepresentative chromategrams of

AP-324ED al the 100 ppb. 500 ppb, 200 ppb and control levels are snown in Figures a-11.
respesitely. : '

Page 12 0l 27
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. SUMMARY
A novel procedure for the measurement of trace levels of Iprodione, AP-30228 and RP-
32490 in sediment has been develope"d. Iprodione and s, degradates are axtracled from the
sediment sample, preparatively isolated from coexiracted arlifacts and analyzed by high perfor-

mance liquid chromalography.

Springocra Ladboratories, Inc.

Springborn Laboratories, inc.
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Table 1. Ar;alyilcal results for the re;:ove;y of Iprodione fro_m sediment.
Fortifted Sampie : Lavet Percent
Lavel Wat Weight . Found Rectovery
- (opb) (g) {ppb) (%)
100 €8 0.0 ! , &3 ' 803,
100 EB w00 w24 824
100 €8 £ ’ 767 76.7
100 MG 0.0 ns 735
100 LO 00 749 749
100 88 0.0 704 8.4
- 100 C4 s0.0 781 ma
50 £8 0.0 405 09
 S0EB - 505 - ) 421 841
50 EB €0 . 05 809
20E8 500 165 823
20 €8 00 ' 1737 86
20E8 0 i 187 783
20 MG ) 0.0 192 e
20 w0 e el 728
2088 . - 5Co o fe2 LT
20 Ca 0 15.0° 57
CONT. €8 500 ; <104 NA
Coti. E8 %02 : < 104 NA
CONT, £3 Q9 . < 10.4 NA
CONT. MG 0o _—' < 8.92 NA
| CONT, LD 00 <892 Na
CoNT, BB s YT A
CONT_Ca o < 892 NA

Avatege Recovery: 79.7% £ 5.03 (N=17)

EB:E
MG

slagords, Teras

| Bernard, Texas

LO : Live Qsk, Louisisna
BH ; Bayou Darthclomew, Arkanzas
C4 : Canal 43, Acransas

Scringborn Laboraiories, Inc.
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Table 2. Analylical results for the recovery of RP-30228 from sediment. '
l Foriified * Sample Level * Percem
Lavikl . Wat Weight Found Recovery
{ppb) . Q) (opb} %)
100 EB 500 ne " rse
100 EB 00 ) g0 a3o '
100 €8 00 301 801
100 MG : 300 743 . 142
100 LO 500 X : 77.4
100 B3 ' 0.0 o1t 811
100 C4 500 792 79.2 : : .
50 €8 0.0 . e 1 I ' .7 e
50 €8 500 a8 . s
50 €8 ' 500 - Cowg. 838 :
el a0 2s . 63
20 €R . SO0 ' 144 : s
2 EB 00 w2 101 . . ‘ )
20 MG * s00 ) 1z 1 737 ) ] i
2010 ‘ 00 ' YR 764 h
20B8 50 2 ) 60:2 . : .
20 Ca . %0 163 . a4
CONT. EB 50 <825 NA )
CONT. €8 - 00 <825 M i
coNT.€8 " so0 <823 ' NA
CONT. MG : 500 <716 NA
CONT LG 500 Yo<ris NA
CONT. &8 500 < T8 : NA‘
CONT. C4 00 ' R Y

Aversge Recovery: 77.8% ¢ 8.77 (N=17)

EB : East Bernard, Texas 1
MG : Matagorda, Texas

10 Lwve Ok, Lovisisna .

688 : Bayou Bartholomew_ Arkar- 23 i

CA : Canal 43, Atksnsesz :

Springtorr Laboratones, Inc.
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Table 3. Analytical results for the recovery of RP-32490 from sediment. -

" ‘Fonified: . . Sampis Lewel Percent
Lavel Wat Welghl Foand Recovary
(ppb) . {a) (eob) C%)
100 €8 . %00 ' a5 "X

100 EB 50,0 ; ¢ 2 842
100 £¢ ‘ 0.0 . T ™
100 MG : 0.0 s31 . a1
100 LO 50.0 . (=¥ XY
100 88 0.0 ’ ant a1
100 C4 2.0 a8 858
0 €8 2.0 ' ‘ 34 76.7
w0 £8 . 00 - 79.4
0 €8 m.u: . as 209
20 €8 . a0 x . . .
el 0o . =5 ! w0y v
20 EB . :.a.ul'. = w00
20 MG o :o.ol 128 = €as
20L0 ' ; 00 . 126 l €28
2088 © s00r S e e
29C4 .00 . 128 638

CONT, E8 %00 ' . <z —. WA i

CONT; €8 ) 0 . <z NA

CCMT. EB . w00 B < iy MNA

CONT. MG 50 . <972 ’ NA

LONT. LO .SO.DA : <%73 NA

CONT BB ) 50.0 i <873 N&

CONT. C4 0.0 . < 72 wa

Average Recovery: 72.6% 1 15.9 (N=1§)

* : Thrs samrple was uncuantfiable due 1o interferences
ED : Enst Bernarey, Texas

MG . Matagorda, Texas i

1O e Oak, Lowziana

G8 : Esyou Esnholomew, Arhaniay

C4: Ca=al 42 Arkanias '

.

Springborn Labcratonies. inc. : [

Springborn Laboratories, Inc.

-

F



4

é Report No. 91-3-36899

Page 314

Page 17 of 27

Report No. 91-1-36189

‘study.-

HPLC with UV detection ot 200 nm
Correlation Coefficient is 0.999611
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Figure 1. The linear regression snalysis for Iprodione standards used In the recavery
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) F.igure 2

Peok Height (counts x 1000)

__The linear regression analysls for RP-30228 standards used In the recovery .
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study.

HPLC with UV detection at 200 nm
Correlation Coefficient is 0.998714
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Figure 3.
study. :
HPLC with UV detection at 200 nm
Correlotion Coefficient is 0.999382
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The linear regression analysls for RP-32490 standards used In the recovery
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Figure 4. A representative chromatogram of e sediment extra:;'t {reflecting 100 ppb - -

- iprodione and RP.30228) utilizing UV detection.
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Figure 5. A representative chromatogram ‘of a sediment extract {reflecting 500 ppb -~ ~ 7 777
lprodione and RP-30228) utilizing UV detection. ’
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Figire 6. _ _
‘ Iprodione and RP-30228) utilizing UV detection.
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Figure 7. A representative chromatogram of an unfartified (control} sediment extract
utilizing UV dJdetection. -
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Figure 8. A representative chramatogram of & sediment extract (reflecting 100 ppb RP-

32490) utilizing UV detection.
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Figure 9. A representative chromatogram of a sediment extract (reflecting 50.0 ppb RP-
32490) utilizing UV detection. : .
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Figure 10. A represemmiv; chromatogram of a sediment extract (reflecling 20.0 ppb RP-
: 32480) wtitizing UV detection.
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A represeni.allvé chromatogram _of an unfoctified

Figura 11.

- utilizing UV detection.
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APPENDIX VI: ANALYTICAL RESULTS FOR SE_DIMENT DRY WEIGHT
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