


Federal Register / Vol. 89, No. 90 / Wednesday

AGENCY

—8155-01-

der the Toxic

on Agency (EPA).

pacelabs.com 2



Federal Register / Vol. 89, No. 90 / Wednesd

tities
30 Testing Laboratories and Services

\ section 6(a) of 2 ppm (8 mg/m3)

at half of the 8-hour ECEL,
ur TWA.

pacelabs.com 3



Federal Register / Vol. 89, No. 90 / Wednes

Periodic Monitoring Requirement

ECEL and EPA STEL every 5 yrs

ECEL every 5 yrs,
EPA STEL every 3 months

STEL. ECEL every 6 months

> EPA STEL ECEL every 6 months
EPA STEL every 3 months

ECEL every 3 months
EPA STEL every 3 months

pacelabs.com 4




Current Laboratory Methylene Chlorid

A methods for Semivolatile

ophosphorus Pesticides, Total
des, Disinfection Byproducts

e volume extractions of 100-
0 ml Methylene Chloride or




Current Laboratory Methylene Chloride

ume extraction, AVG
CEL Action Level (1 ppm)




Potential Laboratory Methylene

sample volume
Jrganic extraction a reduction from

axtraction processes

historical extractions into a single
minimum sample volume of 100 ml
Volume (RV))

ochlorine Pesticides and Semivolatile
2 extraction

ge from maximum 540 ml to 36 ml using

pacelabs.com 7



Study Design

Table 2--Acid Extractables

Analyte CAS Regqistry
4-Chloro-3-methylphenol 59-50-7
2-Chlorophenol 95-57-8
2,4-Dichlorophenol 120-83-2
2,4-Dimethylphenol 105-67-9
2,4-Dinitrophenol 51-28-5
2-Methyl-4,6-dinitrophenol 534-52-1
2-Nitrophenol 88-75-5
4-Nitrophenol 100-02-7
Pentachlorophenol 2 87-86-5
Phenol 108-95-2
2,4,6-Trichlorophenol 88-06-2
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Instrument Parameters

GC-2030TQ
W DB-5ms Ul, 30 m, 0.25 mm, 0.25
less

.5 min; 20 °C/min to 280 °C, 5 °C/min to
D0 min hold
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SW846 3510C RV

Name RF %RSD
N-Nitrosodimethylamine 7.820749
2-Fluorophenol 5.749316
Phenol-d6 12.994588
Phenol 20.703211
Bis(2-chloroethyl)ether 7.807961
2-Chlorophenol 7.353414
N-Nitrosodi-n-propylamine8.478713
4-Nitrophenol 57.128463
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MDL Summary - Semivolatile Organics SW846

% Ave

Conc. PPB | "pec  |LOD ugiL|MDL ug/L

Compound Name

Phenol 0.1 86.7 0.5 0.0701
4-Chloro-3-methylphenol 0.1 60.0 0.5 0.0567
Hexachlorocyclopentadiene 0.1 98.6 0.5 0.0703
2,4,6-Trichlorophenol 0.1 61.8 0.5 0.0415
2,6-Dinitrotoluene 0.1 117.9 0.5 0.1530
Benzo[a]anthracene 0.1 102.0 0.5 0.0215
Chrysene 0.1 96.4 0.5 0.0267
Benzo(b)fluoranthene 0.1 87.9 0.5 0.0161
Benzo(k)fluoranthene 0.1 90.7 0.5 0.0114
Benzo(a)pyrene 0.1 79.2 0.5 0.1104
Indeno(1,2,3-cd)pyrene 0.1 104.9 0.5 0.0180
Dibenzo(a,h)anthracene 0.1 0.5 0.0223

Benzo(g,h,i)pyrelene

0.1

0.5

0.0204
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% Ave
Conc. PPB Rec |LOD ug/L|MDL ug/L

Compound Name

alpha-BHC 0.0100 89.6 0.025 0.0061
Gamma-BHC 0.0100 117.0 0.025 0.0202
beta-BHC 0.0100 88.0 0.025 0.0055
Delta-BHC 0.0100 94.9 0.025 0.0076
Heptachlor 0.0100 98.1 0.025 0.0065
Aldrin 0.0100 108.7 0.025 0.0140
Heptachlor-exo-epoxide 0.0100 111.4 0.025 0.0083
trans-Chlordane 0.0100 93.0 0.025 0.0066
alpha-Endosulfan 0.0100 114.9 0.025 0.0047
p,p'-DDE 0.0100 04 4 0.025 0.0052
cis-Chlordane 0.0100 79.4 0.025 0.0119
Dieldrin 0.0100 117.7 0.025 0.0076
Endrin 0.0100 115.0 0.025 0.0173
p,p'-DDD 0.0100 68.9 0.025 0.0165
beta-Endosulfan 0.0100 281.0 0.025 0.0651
Endrin aldehyde 0.0100 130.7 0.025 0.0309
p,p'-DDT 0.0100 133.1 0.025 0.0163
Endosulfan sulfate 0.0100 110.3 0.025 0.0053
Endrin ketone 0.0100 108.3 0.025 0.0062
Methoxychlor 0.0100 110.0 0.025 0.0047
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Target EPA Pesticides by GC

y: AVE % REC 4 Replicates
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Chlorinated Phenols by GCMSMS SWE

% REC 4 Replicates
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Precision and Accuracy Study S

racy: AVE % REC 4 Replicates
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Performance Measurements

= Compound Results - 0701a_18

Comment 1 Tailing F. RT| Foun... Area Conc.| RF%eRS..|RFRSE..| DOTBkdow
Tmuuer:cm;E tab'/t.. ¥ hd hd hd Y hd hd hd
AB
el ottt Pk et e 10 B8 34 |24-Dinitrotoluene Tahle 4 1404 9708 9721 21883 854085 | 15.986549 | 12.162... 65219
‘;':!:uf'ﬁ;rl.i:ﬂl-&::E;J:::mncmm .- JE5] Diethyl Phthalate Tahle 4 1.005 | 10,020 10.037 63019 115.2635 | 9.266385 | 9.266385 65,2197
:g::;:: @8 36 |Fluorene Tahle 4 1.030 | 10747 | 10,167 37032 89.1105 | 7.960794 | 7.960794 65219
”'Wﬂf&iTliJiﬂgFamw%:‘l.i - JEX 4-Chlorophenyl-phenyl et... | Table 4 1012 10135 10175 89485 87.7381 | 11707055 | 11.707... 065,219
~ Compound Details - 0701a_18 - Benzidine @ s 4 &-Dinitro-2-methylphencl | Table 5 1451 10.207 | 10.229 9147 91,6907 | 79.285985 | 15.279.. 05219
@ 39 |Azobenzene Table 4 (M... 1121 10355 10.371 82626 87.4914 | 153996090 | 15.399... 065,219
Background LJ\_ Peak AN- Smoothing Level 1 - a2 4-Bromophenyl phenyl et... |Table 4 1.006 | 10,745 10,786 52147 87.9238 | 10.220070 | 10.220... 65.21%
0 184005 15610 B 44 Hexachlorobenzene Tahle 4 0992 | 10,828 | 10.855 44011 81.1369 | 22168450 | 21.056... 65,2197
.- = @ 47 |Pentachlorophenal Table 5 1467 11.076(11.104| 42165|  435.4691| 84358017 | 18.573... 65.2197
. B8 52 |Anthracene Tahle 4 1027 11.330] 11.368 569922 84,1490 | 16146331 | 16.146... 65,2197
T=13151 AT=13210 @ 53 |Phenanthrene Table 4 1.05% | 11398 11.432 351149 93,1815 9.353981 | 9.3539281 05219
0-':':J|||||||||||||||||||||||||||||||||;|||% . -
124 125 125 127 128 129 130 131 132 . 36 Dl'n'bu't!fl phthﬂlﬂtﬂ Table 4 0,999 12.073 | 12.095 141093 114.7331 | 10.458489 | 10.458... 63.2197
I @ 59 | Fluoranthene Table 4 1.084 | 12836 12.859 72122 89.3713 | 6.720572 | 6,726572 05219
- @ ol Pyrene Table 4 1028 13.005) 13142 68616 871880 | 9.101510| 9101510 63,219
¥ SRE - 108 lenzidine b . . . . 033, 2197
: h Benzidi 12991 13.036| 105692 1753658 | 77127596 | 19.033 65219
* - ] Butyl benzyl phthalate Tahle 4 0999 13969 13.991 58677 89.2642 | 8.696985 | 8.696985 65,2197
0-':':J|||||||||||||||||||||||||||||||||||||||||||||| 1 H e 5
. 1 . - o 0 o - 0 @ 79 |33-Dichlorobenzidine Tahle 4 1.203 | 14692 | 14746 180739 191.2803 | 141642496 | 14.164... 65219
@ 20 |Benzo[a]anthracene Table 4 0.000| 14.730( 14773 98539 844514 | 13.227433 | 13.227... 65,219
ISTD 18200516010
RT=11338 @ a Chrysene Table 4 0000 1483514828 10316 85.3006 | 14.739181 | 14.739... 05219
100.00 .
[ LS Bis(2-ethylhexyl) phthalate |Table 4 0992 | 14.842(14.858 76981 87.6710 | 93.532839 | 7.845166 65,219
® ’ @ & Di-n-octyl phthalate Table 4 1015 1594415995 131178 84,1470 | 13.3143380| 13.314... 05.21%
¥ ¥ ¥y
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Instrument Performance Measurements

ompound Details - 07013_02 - Endrin X

2-TMR... 18081

kground W\' Peak ‘JV_ Smoothing Level 1 v 1 g

19017300 — 1255 . Cﬂl’l’lpﬂl.l nd Hfﬂ.ll'ls-ﬂ?mil_m
| . B - RT|Foun..,  Area Conc.| RF %RS...| RFRSE ...| DDTBkdown |Endrin ...
|||\|||\,|,||||'|\|||\||||||||||\I||\||||||il||||||||||||||||l\|||\'||l|||||l|\|||\';| . T ID{FI T T T T T T T T Y
130 1325 1330 1335 1340 1345 1350 1355 1360 1365 \BW O EM 0 1uMA 1BE 1390 1;1-‘_3[5“"} - 43 alpha—BHC oCcp 10.762 | 10.553 3 136.7277 | 11.025821 | 11.025... 100.00000 | 4.55709
I o @ 46  beta-BHC ocPp 11.130 | 11.165 61| 2009647 10191828 | 10.191... 100.00000 | 4.55709
' B 48  Gamma-BHC oCP 11.016 | 11.062 42| 1560075 12515328 | 12.515... 100.00000 | 4.55709
b [X1 3457 000- 109 B 50 |Delta-BHC ocp 11.410 | 11.455 63 2406111 | 8.8303e4 | 8.830365 100.00000 | 4.55700
T T T T T T T T T T T T T T T T T @ 55 Heptachlor ocP 11.932 | 11.969 194|  328.3025 | 10.433915 | 10.433.. 100.00000 | 4.55709

130 1325 1330 1335 1340 1345 1350 1355 1360 1365 WBW O M 1A 135 1380 1365 =

o) @ 57 | Aldrin ocP 12.324 | 12.252 227| 1490.5731| 8.187691 | 8.187691 100.00000 | 4.55709
b 5300 205 B 58 Heptachlor-exo-epoxide | OCP 12.703 | 12.738 77| 4746108 | 17.217511 | 17.217... 100.00000 | 4.55709
— @ 50 trans-Chlordane ocCP 12,967 | 13.119 76|  550.8641| 7.729069 | 7.729069 100.00000 | 4.55709
o : @ 63 alpha-Endosulfan ocCP BT - == | 12671025 | 12.671...
BOOB5 GD BE B0 B G0 B G0 B8 B0 A% GBS B0 6% 8 5 |p.p-DDE ocp 13.273 | 13.280 5954| 10523.1638 | 13108504 | 13.108... 100.00000 | 4.55709
RT rin) @ 68 | cis-Chlordane OCP 13.260 | 13.119 76|  561.3600 | 15643190 | 15.643... 100,00000 | 4.55709
i i e 8 70 | Dieldrin oCP 13.383 |  ---- ----| 17.850940 | 17.850...
v, N Rt RT:”M Tilendin = |ocp SERTC) 13.622| 158442 | 2796991.03...| 21.036029| 21.036..|  100.00000 | 4.55709
mmHHH.mmuH.‘.m.‘.‘..‘.‘.‘.‘......... @ 72 Endrin aldehyde ocCP 13.865 | 13.861 7465 | 164304,5980 | 5924313 | 5.924313 100,00000 | 4.55709
18 19 110 11 12 13 114 115 116 17 118 B8 73 pp-DDD ocp 13.660 | 13.621 2069 | 1825.0289 | 20.247834 | 20.247... 100.00000 | 4.55709
KT {rin) @ 74 beta-Endosulfan OCP 13.706 | 13.622 | 38294 | 342272.2707 | 19.434001 | 19.434... 100.00000 | 4.55709
@ 76 pp-DDT OCP 14,102 | 14.102 | 3795787 | 7224692.67...| B8.037743 | 8.037744 0.21093 | 4.55709
@ 77 Endosulfan sulfate ocPp 14,066 | 14,091 108  216.5503 | 19.577864 | 19.577.. 100,00000 | 4.55709
@ 78 Endrin ketone OCP 14,640 | 14,601 01| 11964148 | 19.607135 | 19.607... 100,00000 | 4.55709
B 82 |Methoxychlor OCP 14,654 | 14.692 09|  632.3251 | 11.416339 | 11.416.. 100.00000 | 4.55709




Instrument Performance Measurements

Compound Details - 0701a_18 - Benzo(b)flucranthene

Background Hﬂ_ Peak ‘,.w_ Smeething Level 1 o o

025010

100.00
RT=17305

182




Potential Laboratory Methylene Chloric

(Continued)

ds (EPA 3511)
| solvent
traction process

9%

ion from 7-8 hrs. total to 2.5 hrs.



Additional Study - Microextraction

thod 3511

36 Method 625.1

act phenolics at 10 ug/L

/ﬂemazyﬁcaf'



Additional Study - Calibration from 5 u/L to 100 ug/

. o Correlation

Concentration ug/L | Avg |%RSD Coefficient
Compound
Benz[a]lanthracene |Average RF 1.060/13.400
Nitrobenzene Average RF 1.790/16.800
2-Nitrophenol Average RF 0.064| 9.150
2,4-Di methylphenol |Average RF 0.280{10.300
2,4-Dichlorophenol |Average RF 0.240{15.500
Benzo[b]fluoranthene |Average RF 1.980| 4.990
Benzol[k]fluoranthene |[Average RF 1.920/15.000
Benzo[a]pyrene Average RF 0.960| 7.150
Pentachlorophenol Quadratic 0.075(29.700 0.9997
Naphthalene Average RF 0.740| 4.750
Hexachlorobutadiene |Average RF 0.380| 2.560
4-chloro-3- Average RF 0.220{11.900 ot®
Phenol linear 0.9991



Thank you
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