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RockTenn Corporation — Seminole Mill, 9469 Eastport Road, Jacksonville, Duval County, Florida, 32218.
NPDES #FL0000400. Effluent grab and composite samples for biological and chemical analyses for this
facility were collected on June 13, 2011. Effluent composite samples for bioassay analyses were
collected on June 13, 15 and 17, 2011.

Introduction

The RockTenn Corporation — Seminole Mill is a paper mill which produces both bleached and unbleached
linerboard and paper products from recycled paper and purchased pulp. The facility operates a 20 MGD
permitted capacity wastewater treatment facility providing grit removal and primary clarification followed
by aeration in holding ponds and an aeration basin. The facility also includes an on-site landfill and sludge
drying beds. (See Appendix F for pages 1-8 of the facility’s NPDES permit.)

Methods

Samples were collected from the EFF-1 NPDES sampling point for Outfall D-001 by Eesa Ali, Sharon
Piltz and Joseph Emery (FDEP Northeast District) following DEP-SOP-001/01 FS 2400 Wastewater
Sampling. All DEP SOPs are available on the web at:
http://www.floridadep.org/labs/bars/sas/sop/index.htm.

See Appendix A for the completed chain of custody form. Email confirmation was received from the
District samplers that EFF-1 was sampled rather than EFF-3 as indicated on the initial submittal form.

The chronic toxicity tests and algal growth potential (AGP) test were performed following internal DEP
SOPs TAQ7_05, TAO7_09, and TA08 01 through TAO8 09. All internal DEP SOPs are available on the
web at: http://www.floridadep.org/labs/cgi-bin/sop/biosop.asp.

An aliquot of the AGP sample was salinity adjusted by the addition of artificial sea salts to meet the
salinity requirements of the marine test species.

Results and Discussion

e Toxicity Test Results
Tests performed June 14 - 21, 2011.

Ceriodaphnia dubia 7-day chronic definitive bioassay — reproduction 1C25 = > 100%
Pimephales promelas 7-day chronic screening bioassay — growth 1C25 = 87.8%

The bioassay samples were not toxic to the Ceriodaphnia dubia test organisms. The samples were
chronically toxic to the Pimephales promelas test species, producing an IC25 for growth of 87.8%
sample.

Due to a communication error, the bioassays did not include a 75% sample concentration per permit
requirements.

See Appendix B for bioassay bench sheets. See Appendix C for results of the last 20 standard
reference toxicant (SRT) tests and the bench sheets and statistical analyses of the SRT tests that
correspond to these facility tests. See Appendix D for test organism receipts.

e Algal Growth Potential
The effluent Algal Growth Potential (AGP) was 82.6 mg dry wt/L of the unicellular green alga,
Pseudokirchneriella subcapitata, formerly known as Selenastrum capricornutum. Raschke and Schultz
(1987) determined that AGP values above 5.0 mg dry weight/L represent a “problem” threshold for
fresh receiving waters, implying nutrient enrichment. The analytical chemistry suggests that the effluent
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is co-limited by both nitrogen and phosphorus. To determine actual nutrient limitation, a limiting-nutrient
algal growth potential test with associated nutrient chemistry should be performed (Miller et al. 1978).

The salinity adjusted effluent Algal Growth Potential (AGP) was 91.7 mg dry wt/L of the saltwater
species, Dunaliella tertiolecta. Raschke and Schultz determined that AGP values above 10.0 mg dry
weight/L represent a “problem” threshold for marine receiving waters, implying nutrient enrichment
(personal communication, Marshall Faircloth, et. al. FDEP, with Ron Raschke USEPA Region 4 1987).

See Tables 1a and 1b for AGP results and qualifiers.

e Chemistry Results
Total residual chlorine (TRC) was not detected in the three bioassay samples. Total ammonia was
detected in the bioassay samples (3.17 mg N/L sample # 1357034; 3.38 mg N/L sample # 1358313;
and 2.79 sample # 1358627) in the bioassay laboratory. The total ammonia concentration in the
composite sample collected and preserved for chemical analysis was 3.1 mg N/L. Based on the pH,
salinity, and temperature of the effluent grab sample as collected, the estimated unionized ammonia
concentration in the composited effluent was 0.15 mg/L.

Field measurements on June 13, 15 and 17, 2011, indicated possible interference in the effluent and
dissolved oxygen (DO) values were indeterminate. Subsequent in-situ field measurements taken on
June 27, 2011, indicated a (DO) concentration of 3.95 mg/L. Additionally, samples taken on June 27,
2011, which were read at the FDEP Northeast District lab using the Winkler methodology, indicated DO
concentrations of 2.95 mg/L and 3.10 mg/L. The facility is currently investigating the cause of the low
DO in the facility’s effluent. A minor Permit Modification is being issued along with an Administrative
Order to give the facility time to investigate and to present possible solutions to the Department.

Aluminum, iron, fluoride and nickel were detected in the effluent at levels that comply with Class 1l
marine quality criteria (62-302.530, F.A.C.). Arsenic, chromium, copper and lead were detected
between the laboratory method detection limits (MDL) and practical quantitation limits (PQL). Chloride,
chlorophyll, sulfate, total suspended solids (TSS), and carbonaceous biochemical oxygen demand
(CBOD) were also detected in the effluent. Effluent TSS, CBOD and total nitrogen concentrations were
in compliance with permitted limits.

See Table 2 for results of analytes detected in the effluent, corresponding limits, and qualifiers. See
Appendix E for a complete list of chemical analyses performed. See Appendix B for bioassay lab
equipment.

Conclusion

The effluent samples collected from the EFF-1 NPDES sampling point for Outfall D-001 for this facility on
June 13, 15 and 17, 2011, were not chronically toxic to the Ceriodaphnia dubia test organisms but were
toxic to the Pimephales promelas test organisms during the chronic bioassays. The effluent AGP results
were greater than the "problem” thresholds for both fresh and marine receiving waters suggesting that
nutrient enrichment may be an issue.

Effluent water quality samples collected on June 13, 2011, did not exceed any applicable water quality
standards or limits found in NPDES permit #FL0000400.

Literature Cited
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Table 1a. Measured and predicted algal growth potential (AGP; mg dry weight/L) for total soluble inorganic
nitrogen (TSIN), total nitrogen (TN) and total phosphorus (TP) limitation of the freshwater species

Pseudokirchneriella subcapitata f or samples collected from the RockTenn Seminole facility on June 13, 2011.

RockTenn Seminole NPDES #FL0000400

AGP Predicted AGP Predicted AGP Predicted AGP Total
Location (measured) (TSIN) £ 20% (TN) = 20% (TP) £ 20% N:P ratio
RockTenn Seminole EFF-1 82.6 1184 + 237 236.2 + 47.2 1978 + 39.6 13.5

Table 1b. Measured algal growth potential (AGP; mg dry
weight/L) of the saltwater species Dunaliella tertiolecta and

ratios of nitrogen to phosphorus for samples collected from the

RockTenn Seminole facility on June 13, 2011.

RockTenn Seminole NPDES #FL0000400

AGP Total
Location (measured) N:P ratio
RockTenn Seminole EFF-1* 91.7 13.5

- sample salinity adjusted to 7ppt




Table 2. Effluent limits, Class lll Criteria for predominantly marine waters and chemical data for
sampled collected from the RockTenn Corporation - Seminole Mill facility on June 13, 15 and 17,

2011.
Rock Tenn Rock_Tenn
. . . . Seminole
RockTenn Corporation - Seminole Mill Class llI Effluent Seminole EFE-1
NPDES# FL0000400 Criteria Limits EFF-1 composite
grab sample
sample
Organic Constituents (ug/L)
None Detected - None Detected
Metals (ug/L unless otherwise noted)
Aluminum < 1500 <1500 p - 333
Arsenic <50 - - 0.68 |
Cadmium <8.8 - - 0.05 U
Calcium (mg/L) - - - 92.7
Chromium-lI| - - - 1 1
Copper <37 <3.7p - 0.77 |
Iron < 300 - - 130
Lead <8.5 - - 0.27 |
Magnesium (mg/L) - - - 21.7
Nickel <8.3 - - 1.45
Selenium <71 - - 02 U
Silver <23 - - 0.025 U
Zinc < 86 <86p - 5 U
Nutrients (mg/L)
Ortho-phosphate - - 0.31 F -
Total Phosphorus - Report - 0.46
Total Ammonia - Report - 3.1
Un-ionized Ammonia - - - 015 J
Nitrate and Nitrite - - - 0.015
Total Kjeldahl Nitrogen - Report - 6.2
Organic Nitrogen - - 31 cC
Total Nitrogen (limit KG/YR) result mg/L - <74,305 a - 6.215 ¢

Value exceeds the Class Il Water Quality Criteria or permit limits

a - Annual average
¢ - Value is calculated
p - 24 hour time proportioned composite

F - Analyte was detected in both sample and field blank (0.008 | mg/L)
| - The reported value is between the laboratory method detection limit and the laboratory practical quantitation limit

J - Estimated value

U - Material analyzed for but not detected; value reported is the method detection limit




Table 2. Continued

RockTenn R(.)Ck Tenn Final EFF

RockTenn Corporation - Seminole Mill Class llI Effluent 1o hinole EEE- Seminole E_FF-l EFF-1 RockTenn

NPDES# FL0000400 Criteria Limits 1 grab sample composite 06/15/2011 06/17/2011

sample
General Physical and Chemical Parameters

Dissolved Oxygen (mg/L) 24.0 - - * * *
pH (SU) 6.5-85s | 65-85s 7.7 - 7.9 7.8
Conductivity (umhos/cm) - - 1313 - 1301 1289
Temperature (°C) - <37.7s 30.2 - 30.0 29.3
Sample Depth (m) - - 0.2 - 0.3 -
Total Residual Chlorine (mg/L) <0.01 - - 0.03 UQE - -
Chlorophyll a (ug/L) - Corrected - - 12 - - -
Phaeophytin (ug/L) - - 1.3 - - -
Total Suspended Solids (LBS/DAY) - <23,055p - 12 - -
CBOD, 5 day (LBS/DAY), N - inhibited - <14,284 p - 11 - -
Oils and Greases (mg/L) <5.0 <50p 0.7 U - - -
Chloride (mg/L) - - - 69 - -
Fluoride (mg/L) 5.0 - - 0.75 - -
Sulfate (mg/L) - - - 120 - -
Hardness (mg CaCO3) - - - 320.83 ¢ - -
Flow (MGD) - Report 6.48 m - - -

Value exceeds the Class Il Water Quality Criteria or permit limits

¢ - Value is calculated

m - monthly average

p - 24 hour time proportioned composite

s - Single sample

Q - Sample held beyond normal holding time

U - Material analyzed for but not detected; value reported is the method detection limit

* - Field measurement of DO was indeterminate.
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Appendix A. continued

NED FOOS11

=

Florida Department of Environmental Protection North East District Field sheet

@,' Project .ﬂott 78.4,. S&rv\«h-l/lb 1

201l —ol- 13- 274

- @
Collected By:__ =/ ’ ﬂ/’ Date Collected:__ & = { -
oK &JN’/IQ [ ‘)‘(‘(
LabiD # Storet# Site Name Matrix:Water Comments E - fg-
- ) Surface Fresh Alr Temp
4 ~ C/"— f"-l'ﬂ’} g*rw ~sle_ Surface Sait WindSp______ Wind oir T,
t'jF‘: - |-Effluent ~ " ".:‘uw]'_)'r;-n T S i
Tme Total Sample Temp | Conductivity | Salinity | pH D.O. D.O. Secchi | Velocity | Tide Turb.
depth{m) | depth(m) | {C) (umhes) (%) su. | mg/l | (%) meters | ft/sec. | tob/FloodfSher| NTU
~
e
P - 7 ii |1 W< 2,
(1575 3 e\ |G Ll |1 "‘*%,% -
:m“ Parameter/Method Horizontal Sampler(HS), Grab(G), Pole(P) | Preservation *_’0"’95".': Initials
G/C/MNa Nutrients: NHa, NO;+ NO,, TKN, TOC, TP OHS OG OP | Ice&H,50, lessthan 2 pH*
G/C/Ma Ortho Phosphorous OHS 0OG 0OP | Ice & .45um filtered
G/C/Na BOD/CBOD OHS 0OG _OP | Ice
G/C/Na Chlorophyil,Phaeophytin. % secchi % tot depth OHS OG OP | Ice
G/C/Na | physical Aggregate:TSS,TDS, Turb.,Color,Alk,CLF,S0,0HSOGOP | Ice
G/C/Na Metals: ICP,ICPMS OHS OG OP | lcel HND, less than 2 pH®
G/EYNa | Other: “To¥ OHS OG OP | lce/ A (e
G/C/Na Microbiology: Fecal Coliform OHs OG 0P | Ice
LibID # Storet# Site Name Matrix:Water Comments
Surface Fresh
Surface Salt
Effluent
Tme Total Sample Temp | Conductivity | Salinity | pH D.0. D.O. Secchi Velocity | Tide [Turb
depth(m) | depth(m) | (C) {umhos) (36) su. [ mgfl | (%) meters fifsec it i i
Gt ab/Campaane s I Borle/Sulte i
b daiions Parameter/Method  Horizontal Sampler(HS), Grab(G), Pole(P) Preservation _‘w:c‘m_ Initials
G/C/Na Nutrients: NH,, NO,+ NO,, TKN, TOC, TP OHS 0OG [OP | lce& HS04lessthan 2 pH*
G/C/Na | Ortho Phosphorous CHS OG OP | Ice & .45um filtered
G/C/Na BOD/CBOD OHS 0OG OP | Ice
G/C/Na Chlorophyll,Phacophytin % secchi % totdepth OHS OG OP | lce
G/C[Na Physical Aggrega te:TSS,TDS, Turb.,Color,Alk,CL,F,SO,CHSOGOP | Ice
G/C/Na Metals: ICP,ICPMS OHS OG OP | HNO; less than 2 pH*
G/C/Na Other: OHS OG OP | Ice/
G/C/Na | Microbiology: Fecal Coliform OHS DG OP ke
LibiD# Storet# Site Name Matrix:Water Comments
Surface Fresh
Surface Salt
Effluent
Trme Total Sample | Temp | Conductivity | Salinity | pH D.0. | D.O. | Secchi | Velocity | Tide Turb
depth(m) | depth(m) [ (C) | (umhos) | (%) |su. |me/l | (%) |[meters| ft/sec | Soremushapm
:n"“m“"""'m“" Parameter/Method  Horizontal Sampler(HS), Grab(G), Pole(P) | Preservation m“ Initials
G/C/Ma Nutrients: NHy, NOy+ NO,, TKN, TOC, TP OHS DG OP | icel HiSO,less than 2 pH*
G/C/Na Ortho Phosphorous OHS OG DOP | lce &.45um filtered
G/C/Na | BOD/CBOD OHS OG OP | lce
G/C/Na Chlorophyll,Phaeophytin % secchi % totdepth OHS OG OFP | lce
G/C/Ma__| Physical Agaregate:TSS,TDS,Turb.,Color,Alk,CLF,50,OHSOGOP | ice
G/C/MNa Metals: ICP,ICPMS OHS OG OP | HNO, lesss than 2 pH*
G/C/Na Other: OHs OG OP | lcef
G/C/Na | Microbiology: Fecal Coliform CHS OG OP |lce
Relinguished Date Time Shippin Received Date/Time
'—*—3'—/ § FEDEX —~ e.':h.-..\g__\\ J
¢ fin (5 143 S\
*All acid preserved samples are with 2ml of (1tolacid) H;504 Lot# HNOj, Lot # s

Patrick O'Connor (PWO) / Jeremy Parrish (JP) / Chuck Plank (CP} / Jann Gruentzel (JG) / Sitaron Piltz {g‘lﬁwjake Mast

(M) / Bipin Adhyaru (BA) / Stephany Birkholz (SB)

3 bty

2edd iaTex by ID 443 Gl



Appendix A. continued
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Appendix B. Bench Sheets

FDEP Biology Laboratory - Chronic Definitive Bench Sheet

R‘DLK TFG ﬂcjtlm i'‘/]Cfg!'r'%e‘.slp,‘:nia dubia

SOP#: TAO7_05 EPA821-R-02-013 Method 1002.0

10

Facilty: Frec i e U
Address; 1 U6 Ece pore R), Tecrwonilie, FlL 322! &
County: Dy el Organism: Ceriodaphnia g‘ubr‘a
NPDES Permit#: FL_0 COCHO( Organism Batch #: [¢ . I I
ContactDistrict Ecsa Adi | Nopdireast Organism age : <2 hours
! _ Feeding: Prior to Test and Daily
LIMS entry: J//1 mF-verified: 1| 12| KCA Food: YCT [=[P. subcapitats
) Food Batch: 5.5 -Ii 1&g 1
Diluent/ Batch: ~ 20% DMW /lr 10 Test Days Used: - v Chamber size : 30 ml
20%DMW /___ Test Days Used: Sample volume : 20 mi
Sample Received] LAB Sample # LIMS JOB # LIMS SAMPLE # | Collection Date/Time | Received Date/Time
Test Day 0 1 TLH-20/dr—1%-2 135703Y  |oefi3fu@ 1100 Job/it/i@eF 10
Tesl Day 2 2 TLH-Z0N-Db— - T0 1358213 |ob/is/n@i13%  foefie]i@0910
Test Day 4 3 TLHZ20[-0b-20-01 | 135802 ] L1 @0800 |&isjir e 0[5
LmF
| Batcna o, /0. ]) NA NA NA
Water Quality Parameters | 20% DMW | 20% DMW | Sample 1 Sample 2| Sample 3| - Other: Mef;."ed vegﬁed
Field Total Residual Cl; (mg/L): NA ot opd| ——1—1 n ] & ke
Lab Total Residual CI, (mg/L)[ <0. 02 0.0% <003 [£0.05 T kO
Alkalinity (mg/L as CaCOs):| K2 o g LH_( 7] Lf—’]/] Kis v
Hardness (mg/L as CaCOs):| 2. 207 314 |3 & ke (79
Total Ammonia (mg/L as N):{<0.01 ] %177 238 2385 BA AL
Conductivity fimhos mmhos:| | 1'F 1Zb § 11295 1295 KC [nFl e
Salinity (ppth):| — = — == — |njo [—k
; 7 g
Test Incubated in: Incubator #:  <— Loaded by: KC/
— Toaced fom | l
Temperature Shipped $ 6° C (all samples) no Tes! Replicates| - culture vial Results
Holding Time < 36 hours @? no 1 At Control % CV:| 22.7 %
Light Intensity : 50 - 100 fi. candles 2 Al Dunnetts PMSD:| 373 %
Photoperiod : 16 light 8 dark 3 AZ249 Reproduction NOEC:| 1<ce%
Temperature Range ‘C: 4 R25 Reproduction LOEC:|7 e=%
Incubalur#& mfn.@ max_ﬂA_q' mean__ 5 BZ‘F Survival NOEC:| 1ecs
Room B246 min@ max.Zﬁ.ZP mean__ — 6 B ﬁ Survival LOEC:| > 00 %
Test min_____ max. mean_____ T Cy ICP| >ice g
8 B [CPs | 71027,
Investigators' signatures 9 B24
Yearta oy w5
B(_x)_z/—ﬂéqézs—-
A el faecle?h Comments:
%/njg Ozl
Xy DOl
REVIEWER
Test Page 10of 6 PAGE nnn ] 1 Y revised 07/15/08 MF




Appendix B. continued
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Appendix B. continued
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Appendix B. continued

) FDEP Biology Laboratory - Chronic Definitive Bench Sheet
Rocke Tenn Jyemino [’ ™ ceriodaphnia dubla Parameters

Facili ; L.KC S0P TAOT_05
LIMS Sample #1799 107 fortab sample 1 ‘
Circle pmhos-cm or mmhos-cm
§ New Sample Old Sample
% Condunﬂylg ) Conductiyi
Test Day 8 Test pH | Temp Cgmhesiem) )
1 8 Replicate| (su) (°C) (mgiL) | ) ° ,@g
% sample | Control m K 7/ %.0|125 5 7%
Ol 1 | sas% M RL |lzad | 1.b
1| 12s% M 3.2 (246 | 7.0
1 25% M 2 24.2. 7.5
1 50% M g5 |2¥0 [ T4
1| 100% M 8.2 240 |75
Measured by: [ [ 493 KL
Recorded by: <9 KT ke
% sample:| Control M ] ﬁq i Gfrwr
o 6.25% M 7.9 [252] 7o
1| 125% M go [253] ¢4
1 25% M g a5y ] 7.1
1 50% m_ | [258 | 1)
1 | wow | m | £ 2|58 7]
Measured by: Ly BA B
Recorded by: 3A g}
2- sample: | Control T8 L5
O 2 | s25% .o [25¢

2 12.5%
2 25%
2 50%

o |252
| 450

&
2.1
g3 |2 |74 [Hae
%.5

| 72 4L by it 20 LlH 7™ 750

[y

[

L,q

&9 31|
25.2|7 |

T

S

T === =

N3
2 100% g1 |z24.56 YL
A

M

M

M

M

M

‘ M
Measured by: [6%) [ElL aA - BA R4 B& [SES
Recorded by: - 5 A LL] EY Ay LY e BA

M

M

M

M

M

M

7. 92467 11>
© |24b | 7| 21L55
I |2%e | 70 | 329
oy | 7H ] oy T

sample: | Control

Day 3

2 6.25%
2 12.5%

2 25%

2 50% o |28 | 7.2 73T

o2 P9

2 | 100% o [24efz,y ] 1275 v
Measured by: 2A =k [ ™A A AA A [ GA
| Recordedby: 3 B4 0 YN By RA 35 N

Comments:

Replicate M= "Metered" vial, a surrogate vial for parameters

Test Ly i
est Page 4 of 6 PAGE ﬂ n p q I: z revised 07/15/08 MF
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Appendix B. continued

Rock Tenn SePREEPEP

- | =
7 N T

Facilty:

LiMS Sample #: 12D 105 tortab sample 1

gy Laboratory - Chronic Definitive Bench Sheet
Ceriodaphnia dubia Parameters
LU . K SOPTA07_05

Circle pmhos-cm or mmhos-cm

.§ New Sample Old Sample
E Conductivity] Conductivity|
TestDay | & | Test | pH B @‘ Test | pH | Temp | DO
! 3] Replicate| (su) ? (mmhosicm) | Replicate| (su) °C) (mg/L) | (mmhosicm)
% sample: | Control M .Y |gy b 8.3 /3¢ M 3./ 7.6 | 7, 7 i
O] 3 | e2sn M 3.3 [24.9] 83 260 M 8.0 |29.3]7.9] 27¢
3 | 125% M 3L |25 1| 8.2 337 M 8. 29431749 354
3 25% M . |251 | 82| 4K M g3 |42 | 9.8 | 499
3 | s " EIREEEIRA 44 M g4 (94| 29| 73
3 100% M 80 [2%,5| 29 [ /ja95S M |27 &9 7257
Measured by: me | mEeEImEL ME MATm AILmAT DT A
Recarded by: mel Mal mel m e NEL el mAl aie
L‘% sample: | Control M g4 13265 | 2.9 132 M 8.2 244 2.5 KRo0
O] 3 | easu M gal |as M| 82 A5 | M 8.3 (244 [2.8 AL3
3 | 125% M g, |58 | g 225 M 2.3 (243 | 70| 345
3 25% M g1 [a5% | a g3 M g4 |Q4.2| 2.7 | d49Y
3 | so% M gl |As.0 ] 8\ 737 M €5 243 126 | 201
3 | 100% M g\ | 24] 8. | 2% M g |44 | 2.0 | 1284
Measured by: M|l me M= m~ mrF | g i~ m r~
Recorded by: ME 1 me ] nE ™ MmE| MEITME]T nE
g sample:| Control M M EA ?—t{ O 5 ?) f ;i {
Ol 3 | ea2s% M : m | L |2qo |61 Z Y
3 | 125% M o M g |24,0 ] 5.9 | 2HL
3 | 25% M | Qe m [F.L|[2Z49e® | H9T®
3 | so% M R { m_| &3]240 s | 757
3 | 100% M =) m | E [ 2405 [ 125D
Measured by: 3‘\ -P\A {3’:\ EA
Recorded by: A [ETS Qi An
E; sample: | Control M M
Bl 3 6.25% M M
3 12.5% M M
3 25% M M
3 50% M M
3 100% M M
e Recerded by:
Comments:
Replicate M= "Metered" vial, a surrogate vial for parameters|
Test Page 5 of 6 PAGE 53 revised 07/15/08 MF
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Appendix B. continued

he Y

Testin: ROCE Tepin Jemine €

Dates: le. It )I- .20 J'{

IMETER / DEVICE 1D SOP Parameter Method  used
51 Model 58 Dissolved /
Oxygen Meter 90H018262 TA06_04 | Dissolved Oxygen SM 45000 G -,
'YS| DO Probe 5905 TA0G_04 | Dissalved Oxygen SM 4500 0 G v
Accumet AR-10 pH Meter 93312105 TADB_23 pH SM 4500 H+ =
Mettler-Toledo SevenMulti SN 1225117049 ivity Salini SM 25108 /
| Conductivity Meter Probe H04257 | TA0G_25 Condocivay.Deliny SM 2520 B
Denver Model 225 ISE with V/
ammonia probe SN KD1377 TA06_17 A SM 4500 NH3 F
#1-SN101686412
#2-5N221295527 l//
#3-SN240116020 SM-25308 modified
mﬂss%weuss\@ DEP SOP-001/01 |5
Traceable Thermometer ¢ SN61990624 TADG_D5 Temperalure FT1400
Total Residual EPA 330.5 \//
Hach Pocket Colorimeter 11 050500026378 TADB_22 Chlorine SM4500CLG
Alkalinity (Hach Kit) o SN TAOG_08 Alkalinity SM 2320 B v
Hardness (Hach Kit) No SN TADB_09 Hardness SM 2340 C il
TAUG_21
OHAUS Balance 250D 1125481084 TADG_27 Weight = \//
5-Weights BIO-S-WEIGHTS-01]  NA Balance check -

SM-25308 modified to allow use of

v 1.1 8121/10 MFid

ic and nor

Insert other device informaticn in blank spaces(if used).

ety ak (f 1[0

ry filled

Test 1D = Facility or SRTs (acute SRT--Chronic SRT)

15




Appendix B. continued

T i B N @ O O TN "B Tl O TE =EE = O Em BEm =S IR

5 - FDEP Biology Laboratory - Chronic Bioassay Bench Sheet
RDL K fJ’? 1/1 {’fn tnole Pimphales promelas or Menidia beryllina

7 1

Facility: L‘ R ¢ kC/ Test Species (cicle one)
Address: ‘HLch_ Eastport rd. U&MWWVIII{ i “P. promelas BOP#: TAO7_09 EPA-821-R-02-013 Method 1000.0
County___Dvva] 32218 M. beryllina SOP#: TAQ7_14 EPA-821-R-02-014 Method 1006.0
NP Permi 000040
CurﬁfoD?str»Jl#_fLﬂ%?_Eiﬁu/_wlﬂdﬁ‘ Start Date: {.ﬁ H’ . ” Time: I%?—D
Ko EndDate:[p. 2] [l Time: DG 3D
Diluent/ Batch:
MHW /L2 1011 Test Days Used: 0 oll| Organism age ﬁ"dﬁaisui?_
MHW / Test Days Used: Feeding Prior to Test and Daily [AtemiaBatch#  [Day3 | 0 % |
ASW / Test Days Used: Atemia Lot #: Z 30 | payo [05—]| |pay4 | Dq/ﬂ
ASW / Test Days Used: Chamber size : 1000 ml pay1 [H ko —]| |pays [[ il
Test volume : 500 ml Day2 [0 7—i| |pays [{{—]
Sample Received Lab Sample # LIMS Job # LIMS Sample # | Collection Date/Time | Received Dale/Time
Test Day 0 1 2 001 06-1424] (25703 |lo/13/11@1100 |ef)Hn@ 0910
Test Day 2 2 2o -t b-l-To | 25831 5 L[5l @133 b [le/i@od)o
TestDay 4 3 200k 200l 13580 27] Ve fiT]ua@odon lie]i%n @15
Water Quality Field Chlorine Lab Chlorine Alkalinity Hardness
Parameters (mgiL) (malL) (mg/L as CaCO,, (mg/L as CaCO,,
Lab Sample #: 1 2 3 1 2 3 1 2 3 1 3
Sample:{155 720050.0% k0-05 |4b 8 [He8 [+77 |307 5W 2(&
DiluentControl; .03 |lwod 00578 178 |78 196 196 190
Method:| — — e Hach Hach Hach Hach Hach Hach Hach Hach Hach
Measuresbr|NJ U [nJoo | njod |70 ok v ke Jee [refidlkc (ke |kc/ip
Verified byr| K€~ ke | ko |oBp] ke | KC e ke e |pe ke TpC
Cm{dnﬂw’_\fﬁ(circle one) Ammonia Salinity
mhos-cm) mmhos-cm) (mg/L) (ppth) ” ;
Lab Sample#| 1 2 3 1 2 3 1 2 3 L! ﬂ",\g E N A
sample][29 8 [1270 [127% |32.17] |5.28 [2.75% il o
Diluent/Control:| % 2 4 32% 57 o <(.0)7 |<0-017 |<p-01] i ; ; ) 3
Method:| Mettler Mettler Mettler Denver | Denver | Denver | Metller | Mettler | Mettler V EB{ ﬂ me"\] ) H,,
Measured by:| D b P A e ’?/l %/“
Verified by:| ¢ KC. K& (2ol {% K Statistics
Growth NOEC:| 50 /%
Light Intensity : 50 - 100 & candles Growth LOEC:| 10¢7%
Photopariod : 16 ight 8 dark Growth IC,q!| 7274
Temperature Range *C: Growth ICos:| € 7.7 5
ln’uhm#i mﬂmﬂﬁm Ly crsov: 13.1%
Waterbath # ___ o mean____ Dunnetis PMSD:] - 5 176
Room B246 mlnzzgm ___‘tmean oy Survival NOEC:| G0 %
Survival LOEC:| < 10¢ %
llnvfsligalor ' signatures Comments:
"'Sf‘ =AAYS RIS
REVIEWER
PAGE 5& revisad 08/24/06 MF/SP
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Appendix B. continued

Chronic Bjoassay Survival Benchsheet

Facnigyrc‘}f‘v'rrz_ﬁﬁ—ﬁm%& . Reck. Tenn Seminele

LIMS Sample Number: i % 706“}-

(for Lab Sample # 1)

Department of Environmental Protection

Biology Laboratory Chronic Screening Bioassay

P. promelas SOP TA07_09 M. beryllina SOP TA07_14

Organism:(ﬁ. promelas> M.beryllina (circle one)

TEST DAY
Concentration Replicate 0 1 2 3 4 5 6 7
Contral A 10 L 1p o 12 lew /2 |0
B 10 /o (/7 /O /¢ | o /o /o
G 10 le | /¢ /0 1 /0 ) /o
D 10 o |mw ' o | e ‘o fe
Sample (7.75 % A 10 Jo | ]9 /O /2 ) /0 A
B 1w lje |l |2 | |w |l |3
Cc 10 |/ |2 /0 /@ o (o /o
D 10 e 1o /O o |/ 70 o
Sample 12.5 % A 10 %? J’%o /0 /0 /C /o |0
B 10 lo | fo Jo | fe |10 o |
c 10 e /e /9 /o | © /o /o
D 10 o (/0 fo | zo i, ) /o
Sample 79 %| A w [ [ 1 e [ [ /o | e
B 10 lo | o Jo | /o | Jo | 1°
c 10 le_| @ /o | re  |1® e | /0
D 10 je |0 /e | so |/ o |0
Sample S0 % A 10 e | /m jo < /o | /< | o
B 10 |/o [m 2 i | 9 i i
(e 10 |je [0 s = n 10 /0
D 10 o |/° [ /0 /0 /o /o
Sample | 0O % A 10 qm Al il 9 e 9 T
B 10 le (o /o /D /5 ’ /o
c 10 L q i) q 0| 3
D 10 | jo |/o /> e J/o /e /c
Sample % A 10
B 10
c 10
D 10
Loaded by: 0D |Checked Ei | ® > ob | P S ES
Verified by: k(-
Comments:

17




Appendix B. continued

l g k TCJ’U’\ j{n’)mﬁ’(@hronic Bioassay Parameters Benchsheet
Re 1P promelas and . berylina SOP TAO7_09 and TA-T_15 N—
Sample Source: ] Start Date:_{°- ) H End Date;_[p .2 | .
LIMS Sample #:_| 25 10 ﬁ ‘_-l (for Lab sample #1) Stant Time: [ 32 () End Time: 092
conc = concentration rep = replicate _circle umhos or mmhos
Before Renewal After Renewal
Test Day Test pH | Temp | DO nductivity | Salinity | Test pH | Temp DO C ctivity | Salinity

Conc. | Rep. | (su) | (*C) |{mg/L){Tmhos mhos| ppth Rep. | (su) | (°C) [ (mglL) kfimhos gimhos ppth

E‘ sample: | Control | A 7. ? 25 7!5 3 2 "!L

1 |6.25%) & |80 acs [7.4] 382

1 |25%| a |B] pse (73] 450

1 |79/ | a |8.2|25 [7.2| 577

1 57?"/ A 8.2 253 7-‘7L 80{6

1 [00%h| a |82259|7.1] 1298

1 A

T kc o5 ko] BS

Recorded by: KC D k- (2% > L

Rep pH | Temp | DO | Conductivity | Salinity | Rep pH | Temp DO Conductivity [ Salinity

éﬂﬂe: control| B8 |T1F [ M3 |13 ] 333 B 1281293 |24 | 327

1 @27 s |18 1957 |75 | 90 s |74 259 |75 | 389

v 115yl e |3itasia] 749 ] 4si 8 180125 |75 | Y45y

e AR 732527 S71% 8 |8 |laso |15 569

1+ |59%| & [85 58|l 8e3 e |82 P | 23] 83

1 ljoeko| o 18371254 [6H] 235 8 183159 |70 | 1304

1 B B

Measured by: T9 | 3y | Ty T N B JD 1))

Recorded by: S| w3 JD o9 (30 | 5D

Rep pH | Temp | DO | Conductivity | Salinity | Rep pH | Temp | DO Conductivity | Salinity

E‘sample: Control | C Z? }‘1‘? 54 3-27 c | A5 [2¢H 70 ST2
2 |62 ¢ |76 1244 6o | 38S c |62t 7.2] 284
2 |17 ¢ 771351 IS5 | 456 c | 2812+ [ 72 | 44q
2 |57 ] c [74]047 [54 [ 562 ¢ |79 p4-3|7a | 564
2 o | c |B2]34514 [ 797 c |Bo 3 6.9 | goe
2 fwie| e [641393]5.1 | 1258 ¢ (81 1284] 7.2 | ia70
2 C C
Measured by: I | |5 o) Jo | 3y T
Recorded by: 3> |5 |3 oy EETEES 25

Rep pH Temp | DO | Conductivity | Salinity | Rep pH Temp DO Conductivity | Salinity

l;.slmpule:lCc\mml D ‘7.‘;_ 2H.0 &{ 352 D 752513 | 7.2 337

°l 2 654 o [25 1 494 | b06 o |76 [P |20 | 393
2 257] o |76[9 |55 ] 4e.q o | 77395 &8 | 954
2 25%] o (274 |50 | 53] o |23 2768 | 57
2 |50Y] o |82 54| 328 o £ [X1 |68 | 800
2 _J100%] o |83]%e |5C] 25k o |8 Mo |k | 1260
2 D D
Measured by: I99 | 3% |3 ‘Jo B | |[H T
Recorded by: 2| T | Do JD J> | |2 D

For salinty <1 ppth insert <1. For salinty > 1 ppth, conductivily measursment is net required if sainity probe is functional

e 95
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Appendix B. continued

Chronic Bioassay Parameters Benchsheet

' T P. promelas and M. b@i"m SOP TA07_09 and TA-07_15 parametor pg. 2
Sample Source: Ock‘ ‘ hid D Start Date:_LJ - i _L'|_ End Date: [p . l

LIMS Sample #: # (for Lab sample #1) Stant Time: ] 220 End Time: 0
Before Renewal gone - coneanlialon rwﬂer Renawal

Test Day Test | pH | Temp | DO | Conductivity | Salinity | Test pH Temp DO | Conductivity | Salinity
! onc. | Rep. | (su) (*C) |(mgL) /__': ppth Rep. | (su) (°C) | (mg/ ’u/@nmhos ppth
E. sample: | Control| A 718 257 | i / -1) 42 A 7; ‘? 299 7 326
Sl s ash| a |78 350 |63] ol a |29 M5 |43 ] 35

s |lshloa 178 P53 |bd | §74 a e bro |73 953

s |ps% | a |80 |7 |60 587 a |8 |243 123 | S73

s |so% | a |80 (25 |59 839 a | [250 |23 | 828

3 |l | A [B3 M |53 ] 0297 a |80 1243 (62| 127y

3 A A

Measured by: » | T gD I Y Jn Ip

Recorded by: PEMIEE] a0 b Ty [T 0 79

Rep pH Temp DO | Conductivity | Salinity | Rep pH Temp DO Conductivity | Salinity

':‘;_ sample: | Control| B |77/9 [351€ 7 HAL B |42 [ 29 B3y
ol 3 kasZ| 8 |79 M4 |3 ] 903 g |81 psg |78 | 397

3 hase | s |82 M7 |64 | Geg 8 |fobre |29 | 16/

3 [25% | e |8 P17 |64 | 557 8 |80 bso |25 | 592

3 |59 | s [B8* 217 |50 | 852 8 |82 hey [Tq | 829

s |iee | s |83 MO [s) ] 1293 8 |81 |259 |74 | 1328

3 B B

Measured by: D> | o> |TD D D | Jp o9

Recorded by: EENIES F» | o EED > B7)

Rep pH Temp DO | Conductivity | Salinity | Rep pH Temp DO Conductivity | Salinity

E.samplo: control| ¢ |8 254 |68 37 c |Ao [29 .73”"7,3‘ 373 339
o 3 kasZ| ¢ 1352 |5:8] Yo7 c 18,0(21.3] 35| 47557
s 2s%] e 1191954 [Se| e ¢ |80 M 6] as| e
s |asf | ¢ |Bo |50 g6 | 575 c |8 [MG|ys | Sesvey
s lvo% | ¢ |[BX|ME |Se]| 837 ¢ |87 217 29 | 4oy
s eoga | e |83 154493 (309 ¢ |8/ |aud |6 | 1297
3 c Cc
Measured by: oo |J9 |on | Tb R IEPEED) 2
Recorded by: D 3 =3 JD o9 EHEIET) D
Rep pH Temp DO | Conductivity | Salinity | Rep pH Temp DO Conductivity | Salinity
é‘nm le: | Centrol | P 7:‘5 ;‘i'ﬁ 76 530 D
s leash|b |[T.U|ose [7.0 | 5%2 o
s |2sglb [T11]355 3] 455 o
s las#% b 800249 (b |582 0
s |se% | p |B4 2 .o 822 D
s et | b 185250 5.3]1270 N
3 D
Measured by: KL ’5‘7 KC/ K—(/
Recorded by: kC |3 | ke 1<c
[Comments:

For salinty <1 ppth insert <1_For salinfy > 1 ppth, conductiviy measurement i ol requred @ saingy probe s functioral
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Appendix B. continued

Chronic Bioassay Weighing Benchsheet
Facility: P‘O[’K- TC"U’W \jtf}q (Nop LE/

LIMS Sample Number:; ;‘7)55 {()ﬁ%

(for Lab Sample # 1)

SOP TA06_21

P. promelas and M. beryllina Bench Sheet

mean wt = fish wt divided by 10

convert g to mg: move decimal 3 places to right

Pan Pan Pan + Fish Qriginal Mean
Concentration Replicate # wh. g Fish g wt. g # Fish wt. mg
Control A | 0‘02135 ) 02657 0.0050 0 10 500
B Z [0 0H2010.0278 1 {00054 | 10 | 454
c E D.0212410.0208 [0.00514 | 10 | 514
D 4 10.02208(0-0297910.00677] | 10 | .,u7]
sample [r.75 A 5 0.02Z5110.02742 000492 10 92
B lo 0.02186|0.07972 0.00780 | 10 15
c 7 0-0227110.02852.1 D .00 |1 10 | .l
D 8 [D.0222000.02598[0.0057% | 10 | 51%
sample 125 o A A 10.0224200.03007[0.006k T 10 |, (b1
B 10 |0-023/7|0.02832]0.00515 | 10 | 5B
g I [0.0220510.02810 [0.0050 [| 10 | 507
D 12 [002265|0.025850 0.0057] | 10 | .54
sample 22 o, A 12 00229 |0.056710.00762] 10 | 762
B I [0-024¢5|0.02067 | 000604 [ 10 | .20¢
C 15 [0.02120[0.0284210.00722] 10 | . 722
D 1o {0.02298| 00280l [D. 0018 | 10 | ,CI¥
sample D0 % A J=1 0.022¥4 D-D‘Zgﬂ 000595 10 5%
B 18 (002243 0 0A4210.00699 | 10 | .v 99
c 19 _|002092|10.0273110.00e45 | 10 | .45
D 20 |D-02252{0.029010.-006:8% | 10 |. &%
sample | 00 % A Z | 0021'7)3 &02% 0-00202 10 ' 502.
B 22 |0-0212D[0.02617 1[0 0081 10 | .487
c 22 002088 0. 024491000381 | 10 | 3%
D 24 00227 002852 0.00556 | 10 | 550
sample Yo A 10
B 10
o] 10
D 10
Weighed by initials: B JD revised 7/16/08 mf
Comments:

Balance: Ohaus 250D Ser# 1125481084
S-Weights: BIO-S-Weights-01

Note: Pan number (#) refers to actual Pan number,

Fage Ll,o
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Appendix B. continued

Chronic Bioassay Weighing Benchsheet

Quality Control

Facility: ROCK Tﬁmn Scminel
LIMS Sample Number: igg [ 05 LT' P. promelas and M. beryllina Bench sheet

(for Lab Sample # 1) SOPs TA07_09, TA07_14 and TA06_21
Drying Oven ID: ERO;L}’OOO jTare weighed by: TD
Temperature °C: | - |() jFinaI weighed by: >
Hours: Z _I Measured S-weight
Tare Weighing Date: (. 0 . || lFinaI Weighing Date: [z, /4-. 1| Value (g) Value (g)
Tare Pan 1 afterPan5(g) [-0Z2137 @0.02135 |s-weights 1. D | @ D.0f

Tare Pan 1 afterPan 10(g) .02 ] 2 @0, 02175 |attare D.0300% @ [ 03
Tare Pan 1 afterPan 15 (9) .02 158 @0.021%5 |sweights D-00999 @ D.0]

Tare Pan 1 after Pan 20 () ().0Z.] 2] @ [).02]%5 |at final D.05 000 @ 0.0%

Tare Pan 1 after Pan25(9) . 0212 | @ 0.02]25

Tare Pan 1 after Pan 30 (g)
Tare Pan 1 after Pan 35 (g)
Tare Pan 1 after Pan 40 (g)
Tare Pan 1 after Pan 45 (g)
Tare Pan 1 after Pan 48 (g)
Final Pan 1 after Pan 5 (g) (). D {0 5(p @ (). 0205
Final Pan 1 after Pan 10 (g) [} .0 iz Dl 4@102&'&%
Final Pan 1 after Pan 15 (9) .0 2 {0 @0.02b25
Final Pan 1 after Pan 20(9) ) 0203 @ 0.02055
Final Pan 1 after Pan 25 (g) U y 02&’ 7)8’ @ ODZZO’JE

Balance: Ohaus 250D Ser# 1125481084
S-Weights: BIO-S-Weights-01

lelelelofe

Final Pan 1 after Pan 30 (g) @
Final Pan 1 after Pan 35 (g) @
Final Pan 1 after Pan 40 (g) @
Final Pan 1 after Pan 45 (g) @
Final Pan 1 after Pan 48 (g) @

Note: Pan numbers (5. 10, etc.) for Tare and Final refers to sequence of weighing as actual Pan #s may differ.

Comments:

revised 7/16/08 MF

e, 1
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Appendix B. continued

Testio: Rck Tenn Seminele Dates: (. [ .= {e.2.1. ]|
METER / DEVICE 1D S0P P t Method v used
Y| Model 58 Dissolved \_/
Oxygen Meter 90HD18262 TA06_04 | Dissolved Oxygen 5M 4500 O G
YSI DO Probe 5905 TA0G_04 | Dissolved Oxygen SM 45000 G v
Accumet AR-10 pH Mater 93312105 TAOB_23 pH SM 4500 H+ -
[Mettler-Toledo SevenMulti SN 1225117049 Conductivity Salinity 5M 25108 v
(Conductivity Meter Probe HD4257 TADE_25 SM 2520 B
Denver Model 225 ISE with -
lammonia probe SN K01377 TAOB_17 4 i SM 4500 NH3 F
#1-SN101686412
#2-5N221205527 v’
#3-5N24011 SM-25308 modified | 4T,
#4-5) 5 (#5) DEP SOP-001/01
Traceable Thermomater <§:NB1 9905!23) TADG_05 Temperatura FT1400
Total Residual EPA 330.5 e
Hach Pocket Colorimeter 11 05050C026378 | TAUS_22 Chiorine SM 4500 CL G
Alkalinity (Hach Kit) No SN TA06_08 Alkalinity 5M 2320 B L
3 v
Hardness (Hach Kit) No SM TA0G_09 Hardness 5M 2340 C
TATG_21 =
OHAUS Balance 2500 1125481084 | TAOB_27 Weight .
S-Weights hslo-s-w EIGHTS-01] NA Balance check - L]
|
SM-25308 modified 1o allow use of ic and y filled
Insert other device information in blank spaces(if used). Test ID = Facility or SRTs {(acute SRT--Chronic SRT)
" A
entercd loj Kaag ﬁ@}é
o/
V 1.1 321710 MFfd &/3 f

Page 2.
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Appendix C. SRT Bench Sheets and Statistical Analysis

Florida Department of Environmental Protection
Bureau of Laboratories

Standard Reference Toxicant (SRT) Test Data - 7-Day Chronic Toxicity
Ceriodaphnia dubia (water flea) - Sodium Chloride (NaCl)

Date
10/21/08
1/27/09
2/24/09
3/10/09
6/16/09
7/14/09
8/11/09
9/22/09
10/06/09
11/18/09
2/23/10
3/2/10
6/8/10
9/21/10
11/2/10
2/15/11
3/15/11
4/12/11
5/10/11
6/14/11

1C25
1.138
1.110
0.565
1.090
1.030
0.812
1.146
0.911
0.406
0.903
1.260
0.902
0.917
1.002
0.590
1.100
1.297
1.310
0.744
0.765

Mean 1C25 Std Dev Lower Control Limit Upper Control Limit

1.16 0.06 1.05 1.27
1.15 0.05 1.04 1.26
1.05 0.24 0.57 1.54
1.06 0.22 0.61 1.50
1.05 0.21 0.64 1.47
1.03 0.21 0.61 1.45
1.04 0.20 0.64 1.44
1.03 0.19 0.64 1.42
0.98 0.26 0.46 1.49
0.97 0.25 0.47 1.47
0.99 0.25 0.49 1.49
0.98 0.24 0.50 1.47
0.98 0.23 0.51 1.45
0.98 0.23 0.53 1.44
0.96 0.24 0.48 1.44
0.97 0.23 0.50 1.44
0.98 0.24 0.50 1.46
0.99 0.24 0.50 1.48
0.97 0.25 0.47 1.47
0.96 0.25 0.46 1.46

Means are of the last 20 SRT tests.
Lower Confidence Limit = mean - 2 * Std Dev EPA 75th Percentile %CV for Reproduction 45%
Upper Confidence Limit = mean + 2 * Std Dev Lab %CV Reproduction 24 25.90%

IC,5 (g/L NaCl)

Standard Reference Toxicant Data
Ceriodaphnia dubia ICys

[e] [o2] [o2] [o2] (o] [o2] [o)] [o2] [o)] [o2] o o o o o — — — — —
©O © O © © © © © © © d d d d d d d d d d
e e L Lo o 9 9 d4 4444444 d d4d
— N~ < o [{e] < — N [{e} [ee] ™ N (e8] — N n n N o <
N N N = = = — N o (= N B S N = — - - - -
9 8 & 4 d ddd 9 d A 5 6 @@ addd o d
o - N ™ [{e} M~ [o0] [} o i N [} i N o™ < o (]
— — —

—4—IC25 —HB—Meanl|IC25 — -A— Lower Control Limit — X — Upper Control Limit
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Appendix C. (continued)
Florida Department of Environmental Protection
Bureau of Laboratories
Standard Reference Toxicant (SRT) Test Data - 7-Day Chronic Toxicity
Pimephales promelas (fathead minnow) - Potassium Chloride (KCI)

Date
03/10/09
03/25/09
06/16/09
07/14/09
08/11/09
09/22/09
10/06/09
11/17/09
02/23/10
03/02/10
03/23/10
06/08/10
10/05/10
11/02/10
01/11/11
02/15/11
03/15/11
04/05/11
05/10/11
06/14/11

IC25
0.287
0.551
0.397
0.241
0.243
0.543
0.468
0.115
0.217
0.393
0.429
0.628
0.539
0.476
0.592
0.620
0.532
0.470
0.585
0.601

Mean IC25 Std Dev

0.388
0.411
0.410
0.391
0.376
0.391
0.398
0.376
0.365
0.366
0.370
0.385
0.394
0.398
0.408
0.422
0.436
0.433
0.433
0.446

Means are from the last 20 SRTs.
Lower Confidence Limit = mean - 2 * Std Dev
Upper Confidence Limit = mean + 2 * Std Dev

0.14
0.14
0.13
0.13
0.14
0.14
0.13
0.15
0.15
0.14
0.14
0.15
0.15
0.15
0.15
0.16
0.15
0.15
0.15
0.15

Lower Control Limit Upper Control Limit

0.109
0.129
0.148
0.121
0.105
0.115
0.131
0.076
0.064
0.077
0.089
0.086
0.094
0.105
0.109
0.111
0.133
0.133
0.133
0.141

0.667
0.694
0.671
0.660
0.647
0.667
0.664
0.676
0.665
0.656
0.652
0.685
0.694
0.692
0.707
0.733
0.740
0.733
0.733
0.751

Standard Reference Toxicant Data
Pimephales promelas I1C,g

2O O O 9O O O O ® O O O O 0 O dHA «HA oA dA «d «
©S © © 09 © ©9 © 9 d d d d d d d d d d o d
~ ~ ~ ~ ~ =~ ~ ~ ~ =~ ~ ~ ~ =~ ~ ~ ~ ~ e ~
S N © § 90 6 K 0 4 M & U & 49 W1 B v S I
= N - = - N o - N o N o S = - — = o = =
- SN SN N S SN =S NS S S o L
M M 6@ KN ® & 6 9 d 0 O & d d 9 d & I 1B O
© © © o © & 4 4 o © o o O O © © © O
—|C25 B— Mean IC25 — -A — Lower Control Limit — € — Upper Control Limit
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Appendix C. (continued)
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Appendix C. (continued)

Ceriodaphnia dubia Survival and Reproduction

StartDate: & 'T 1| Time: 1019 Loaded by: _ I\ &
End Date: .20l Time: _zi 0@ Verified by: KO
Replicate Number Total Live adults Neonates
Concentratio| Day | 1 | 2 | 3| 4| 5| 6| 7| 8 | 9 | 10 |neonates per agull
0 , ; /O
: i i [0
: [0 [ol0|o|lclo|le|Clolo]l O |ie | &
s (4205 lolz]olellolzz Tio |22
cotal Lt 1O 1O 13 [OlO[o[S|O|O[S i3 [0 [1.3
s g 505 |ol6e|l514 1518151 |10 5.4
s 1ol 78 |lox PO S 6| €li=]és [ 9 L5
i
8 129/
el |22 s |l ]io] o z2fis (M JH= |25 ] isi | 9 | sy
0 [0
1 A _ | 1O
: oo OO |o|lololO|lo|lo|l O |0 [O
s {21415 14101014 1510129 [10 |24
059 s [OlOO|C|OlolOlO[ol72 14 1o Jo+
s |71 71 el7lolc|lH 318 7]55 ] 1055
s 2l pylz(glfols ¢ 1§ 12T l2s | s |7. ¢
7
8 % 1z | A 181
o |ZL| 220l |20l o [\T 1o |lb | 28]20] 1623] | 1=
0 : i e e JO
1 Wt 0
2 oleclolololo|lo|o|Oo|o] O 8, O
s g ] 1Blo|lo|l2|0|lolf|leli3 1o |3
0.%9 « JolO|olo|lo|olololol2]l 2z Ti1D [0z
s |51 S|e|o|Ol510BDY (736 [10 [3.6
s |SO]9 [Nz [3 X[ 7 [&]r7 [ 10 |2
7
8 | A el
Total |4 (0 10| o o | IO 2 o) l(—, q 7% B | =
Comments: D’?,E,iLﬁ & O.Fpsth = & ME G6-19-11 @ V\;}ﬁ% ?::: L;T}ﬂfll VO f1as]
Mz Melc
TestPage 2of 6 PAGE 3\ 07/15/08 MF
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Appendix C. (continued)

FDEP Biology Laboratory - Chronic SRT Bench Sheet

Ceriodaphnia dubia Survival and Reproduction

Replicate Number Total Live adults Neonates
Concentration] Day 1 2 3 4 5 6 7 8 9 10 neonates per adult
0 = : { gain N /O
: |OlOfo|olo|ololoc|ololo 1o ]| O
» IS 13|24 lololo|lolo]lt |1 |1y
.2 [ _[olololololzloli (ol 4 o [o+
s 101815919 (gl/[olol€l3C /o 7.4
. @ IR ES IR ERE eui< rem o | 2z
3 = ou [ 9 g
Total Sl lwlg lg his | I B H | o | +H
0 ‘ [O
1 s 1O
: QOO0 lo|o|lclolololo oo
s JOLOI IOIOIOIO[O[OCIO] T 110 10
_ « 10|00 |Oo|O|ololClolOl O /0 O
2.0 s O[3 114919 ]olololeoll]l g9 i 1p.9
s o [GloloClelo]a[e]lo]l 2 [ eles
7
Tolal o 3| 2| ol o|le | R (o | 1% el w3
0 F L S e : [ e | | O
: |X| O [ e R R x| O / O
' I .S ' O 1O O
3.0 |
5 l
7
8
Total I J
Comments: (_N sec NO- ,af\‘je_ & -
Test Page 3 of 6 PAGE ?) 07/15/08 MF
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Appendix C. (continued)

FDEP Biology Laboratory - Chronic SRT Bench Sheet
Ceriodaphnia dubia Parameters

New Sample Conductivity Old Sample Conductivity
Test Day Replicate| pH Temp Do @' Replicate| pH Temp DO pmhos/cm
1 Conc. (su) (°C) (mg/L) | (mmhosicm) (su) (°C) (ma/Ll) | (mmhos/cm)
% Control M 7.9 ,J’)ﬁ'lm 58 /3 b . | ; A
el 059 m |79 295 | 7 1345 | R [ :
0. 39 M _[79]as5 |90 150 I8 ; : >
1. % M |29 asy 2.5 650
2: 0 m |24 | ass | 7.6 3180 ksl DB N
2.0 m |s0]asd |95 S5¢47° i S R B s
by, INE mE | m£E U o= G T A AT
Recorded by:] O M - m~ ME [ e 7 i \ }
>l cowor | wm |79 b2l 79 | 177 A [7.8[2t5 [15 [ 7203
©l 951 m [$0)25.% |77 129 | A [7Z9]2%0 |75 | ids2
081 1 w [0 [25. L |7.8 [1822 | A [g0|2+3 |15 |z030
e w (2124 F17.8 [zvoo| A [8olar1 (7.5 276l
Z.0 m [0 (2% ) (7.7 [37¢+0 | A %0 lz2+.0]7.4 (2970
3.0 m (8.0 |24.0]17.6 |54%0 | A [3.0 [2+.% |73 [S6k0
Measured by: | KC KC K ke Ko ke kc K
Recorded by: 49 O [ K¢ ke KC, k(. kel
::;s Control M 5f .259’ ?)I I“ILT Pr 7"] 25.2 7:% 1‘75
2lp.59 Mo (S 248 T [[2%% | A 1925 2] 75 |[1A0
0.3 v (801221 1749 [Tt | A (79251 [ 7.8 1949 |
[.% Mo |%0 [Z4.e |77 |20 | A (7912497 8 |290TR)
2.0 m [3.0(2%2 | 7.8 (3030 | A |79 (251 | 7.7 |%000
3.0 m (8240 |78 [5290 | & |78 |50 |77 [53D
Measured by: |72 e | &5 jcC i ke | ¥o ko |25
— Recorded by: |, e k—ﬁ- Y'C/ FC &C Fé/ k—L/ |48 14:/
% Control M 0152 Vize 1]
91p.59 m (%:0]25.) | 25112+ ESee [compent Uelow)
0.39 | wm [8.0 [2+.8 |2 780
1.3 M |30 |124.5 |25l 2570
2.0 m [0 240 | 240[|3750
2.0 M (8.0 [24.0 | 2405260
Measured by: Ko kC K |24
Recorded by: e KC. gL K
Commants: (B2 200 K- Bbay 3 New Sample. DOF L;‘gj:';:%
08=7%
__1.3=7.%
EAccident dumped ot old Sample vials beffes Zg%"f]g
He" weee prrumeteedd. — ke — (070 T k-
M= "Metered" vial, a surrogate vial for parameters
TestPage 4 of 6 PAGE L\ 07/15/08 MF
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Appendix C. (continued)

FDEP Biology Laboratory - Chronic SRT Bench Sheet
Ceriodaphnia dubia Paramelers

Test Page 5 of 6

PAGE 5

29

New Sample Conductivity Old Sample Conductivity
Test Day Replicate| pH Temp Do @ Replicate| pH Temp Do @
| Conc. {su) {"C) (mg/L) | (mmhos/cm) (su) (°C) (mg/L) [ {mmhosicm)
2. Control M 8-] ZE’?(’ ‘i"i’ )‘7.,7) A 78 L“*D 7-_1 ’83
olos7] w [81[245[%.2[J278 [ a [7.8 [24.0[7.9 [1307
0o.87) w |%.1[29.%] 8.1 [/809 [a [1.8[2%0[g.0 [j892
3 | 0w |81]245| 8. [2t60|n [79]2%0]80 [2300
20 | 0w |81 1243 %1 |90 | A [T9]2}018¢ [39/0
M
Measured by} K KL L K- [ ke ke L
Recorded by} | ke [73) ke K Ko KC C #
g Control M 8:} .;J.S,L{ 5.0 ]30 A g2 02‘(2 7 qu
Slest | m [82]253] 80 | 1253 | 4 e\ |29l [&e | 1370
p.39 m | &2] A5 | 8.l (830 | A 82244 |79 | 1902
[.3 m_ |82 5L | B0 |pyge | A g2 240 |79 | 2600
20 | w |82 25580 | 3920 A |81 24329 |29
M
Measured by: ImFl ma ME Mme AME | mA ITmmA T A
Recorded by:| MA] s M~ P TE ] ZhE i Wars
; Control M N 7.4 Z2Hv 7."4 g >
o] o &9 M A 79 [24© | 1.3 {41
.29 | w A 14 |zun | 73 | 2cee
w3 | w A |79]2ue | 7.4 | 2939
2o M A 180 ]| yn|Ts [ 4I0d
Measured by: ’M i J}é‘;— [T ™A
Recorded by |- 7 =P 2 58 =7y
% Control M
e M
M
M
M
_ M
Measured by: = 5
Recorded by:| 1
E- Control M
- M K
M i
M {
M
M
Measured by}
Recorded by:| !

L} L5
Replicate M= "Melered" vial, a surrogate vial for parameters
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Appendix C. (continued)

g rigl
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Appendix C. (continued)

FDEP Biology Laboratory - Chronic SRT Benchsheet

Pimephales promelas or Menidia beryllina

Test Species (circle ong)

P promelas> SOP# TA07_09 EPA-821-R-02-013 Method 1000.0
M. beryllina SOP#: TAO7_14 EPA-821-R-02-014 Method 1006.0
Diluent/ Batch: M}M Test Days Used: ['— | Start Date: (r 1% . /] Time: 1500
Diluent/ Batch: Test Days Used: End Date: {». 7). 1| Time: P30
Toxicant/ Bateh # :_le | [ LebE=t Ip.12 || Organism Batch # Age: [z i .11 [< ZH1p <.
Artemia Lot #: 231 | %
Artemia Batch # Day2 /0 1—i| Days J/f -1 Chamber size : 1000 ml
Day0 |05 - 1I Day3 /0 §—/| Day6 [/ /] Test volume : 500 ml
Dayl [0( — ([  [paya [09— | 5 '

Feeding: P. promelas 0.15 g wel wt. 2X day 6 hour interval
M. beryllina 0.10 g wet wi days 0-2 0.15g wet wt. days 3-7

Water Quality Parameters Diluent kbl Method Msasured Verified by
{or other) by
Total Residual Cl, (mg/L):|< (). ) 7 HACH D kC-
Alkalinity (mg/L as CaCO,): ‘] g HACH ¥ |2
Hardness (mg/L as CaCO;): Zm HACH 7. ke
Total Ammonia (mg/L as N):| <0 (] ] DENVER | fop kc-
Conductivity imhos-gm mmhos-cm:| 2, 7= METTLER | TD |48
Statistics ‘il 20 (Fp i)
Growth NOEC:| ©.% 5/ Test incubated in : E{lncubalor #E;
Growth LOEC:| 457 1851 B [ Waterbath #
Growth IC;0:| . 65156 ©.573 Light Intensity : 50 - 100 fi. candles
Growth ICs:| 0.60IZ | 0.5777  Photoperiod : 16 light 8 dark
Ctrl % CV:| 3% Temperature Range °C:
Dunnetts PMSD: 20.8% | e % Incuhator#é min 2t & max 2.3 mean__—
Survival NOEC:| Q, 5410 Water bath # ____ min, max. mean
Survival LOEC:] | 0 /L Room B246  min.2Z 2 maxZ2. mean_ —

P. promelas PMSD Bounds for Growth: Lower 12 Upper 30
M. beryllina PMSD Bounds for Growth: Lower 11 Upper 28

Investigators® signatures Comments:
Yaa (17
TRAYY, WS s

Beee Nt —

gﬂgz D trnegsh

S AT
REVIEWER

Y
PAGE 2‘ 1 revised 7/16/08 MF
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Appendix C. (continued)

FDEP Biology Laboratory - Chronic SRT Benchsheet
Pimephales promelas or Menidia beryllina Survival

Organlsm:@ M.beryliina (circle one)

D = dead M = missing

Concentration: pg/L/GQ/L) (circle one)
TEST DAY
Concentration| Replicate | Chamber 0 1 2 ] 4 5 6 7
A | Al w0 | (e |/ e (92 | 9 |«
Control 8 Az 10 o |~ /L ‘9 g2e| g g
(o A% 10 jo | /e /2 | re Jo | Jo /o
D At 10 e |/ Jo | ro y2z /e | so
A | AS 10 [ /e e [972 ]9 9 |9 |25
= B Aly 10 /e /o /o /O /o /o Jo
22 c | AT 10 Jo | O P2 |so Jo | e /o
D A2 10 /0 /o /Cc | o {0 /c (0
A Ad 10 © jo | /o /€ w | so jo
25 B Al 10 /e O 19 /e /e | re | 97°
(¢ Al 10 e | o] /0 /o | o /0
D | AIZ 10 [ fo |[? [, e )0 /0 | /0
A _|AIZ 10 | /° D1 9 q q q &
5 B A+ [ w0 [40]9 [ 7 [7 [ [ 5 |3
c A5 10 o | g5 f 7 9 g 7
D Alle 10 [0 | lo /o | /0 o |)o /o
A AT 0 o5k 3 i | ] ] | [
, B_|AIS | 10 leap2 [ 2 [} oo | — | =
c | AN 10 |lip2 [=2 |2 2 |os [~
D _|AZ0 | 10 Le*ghq |9 9 [#82200 o |40
A WL 10 |[e®
7 . B AZ7 10 |9'%
c | AZD 10 [0
D A2y 10 |0
A 10
B 10
c 10
D 10
Loaded by (0 hr): T Checked by:| 3 I | o> Ty D | B oy
Verified by (0 hr): k(-
Concentrations prepared by:[ =3 Ty 55 SE) 0 ST 5

Comments:

PAGEB)O
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Appendix C. (continued)

' Chronic SRT Parameters Benchsheet
P. promelas and M. beryllina SOP TAQ7_08 and TA-07_15 paramotes pg
Start Date-{f»‘."f'-” End Date[p -2t Al
I s Time_| 500 Enatime D 830
cang = i rep = replicate  circle umhos or mmhos
Before Renewal After Renewal
H | T DO | Conductivi Salinit T H | T Do Conductivif Salini
Tl Rep. | ) | (-G |imot)frpapmmhos | poin | Rep. | () | ('C) | (mgh) kmpos omos| _pth
2- Cantrol A 80 5;’{ 7% 516 ‘
Tuzs | a [8.0153]7.4] 537
7% | a |80 [76] 739
5 a 181|207 (218
] A 1% (e 272150
- a 18113541720
A
Measured by lc | T» EL- <.
Recorded by, ke | o» Kc Ko
Rep | pH | Temp | DO | Conductivity | Salinity | Rep pH | Temp | DO | Conductivity | Salinity
% Control B w7 ﬂf“‘f 7'} 35.’ B 743 A50 7.'"5 528
ol
225 | 8 |23 ML (73] 53 B |79 e | o | S8
25 | 8 [ 231240249 M3 B |29 |723]| 713
S | e | 29(34) (7] 123y B |0q |9 |79 | 1264
I B |29 (@8 72| 2130 s | fo|™e | 7k | 250
2 g | 293 | 23| 3830 B
B B
Measured by T3 | =y |9 In D DY [Ty Y]
Recorded by D | Jo |0 TD oo [Ty [Ty | D
Rep pH | Temp | DO | Conductivity | Salinity | Rep pH | Temp DO Conductivity | Salinity
3 control .0 (257 330 £1 [246]24 [ 32)

2129 25 256 |63] 54 Bolptle |74 | syy

il 2914 [77] 180 3o M5 (79 | 284

7.4 |as2 | 79| 2e70 §.o 72 | 1y | Rlec

[ &
{of C
c [} *
o5 | ¢ |791% gl 135 c |80 05| 3o
| c c
C [+
C C

Measured by 3> 5D |5 3 ) P 75

D)
by D[ > [ 3 Jb KL (T Ib

Rep | pH | Temp | DO | Conductivity | Salinity | Rep pH | Temp | DO | Conductivity | Salinity

13 255 |58 | A Te 2503 | Al | 30

A contret | D D
Sy | o [T8 52 54| 773 o |77 |24-0]7e | 5947
225 | o [18las5 52| 835 o |77 |24.0(7¢ | 70
.5 o | 8|25 |53 1R30 p |77 240 70 | 1224
] o |31 [65] 210 o [3310t0] 7 | Mo
D D
D D N
Measured by T 55 |y 0 ElIZAES EN
Recorded by >[5 |Id | 9D TD|ked=y [T b
[Comments: I

For ealirity <1 ppth insard <1 For ssiindly > 4 ppth, cenduchivily measuremant is not roauited if safinty probe (s functianal

3|

- E-—— - - S N S S R ) S S P T e o
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Appendix C. (continued)

| Chronic SRT Parameters Benchsheet
'I"'u ) P. promelas and M. beryllina SOP TA07_09 and TA:07_15 PO
b o Syt Date M !l;, End D.ue_w
sint Time, | B0 U ena Tme: 0 830
conc = concentration rep = replicats
Before Renewal A___M Renewal
Test Day Test pH Temp [:]+] Conductivity | Salinity | Test pH Temp DO Cenﬂ_unlivity Salinity
| one. Rep. | (sv) | () |(ma/L)|@mAcpmmhos | poth Rep. | (su) (C) | (mgiL) KumhoSmnihos ot
3| _conwol | A |27 [254 [Gde | 339 A |27 |35y 25| 333
Sl as | A |28 P57 (64 ] 5¢4 A |27 |55 22| 522
[t e a |28 |34 | &3] 81/ a |78 |25.72| 80 | Feo
P A |78 5 |6l | 1227 A |28 |22 o | 2275
1 A (29 1957 7] ] ai8e A |25 [as+5 | B 3| 2250
A A
A A
Measured by Jo |[J»p Jo Jp 2 D =] 7D
Recorded by Jo |[Jv  |9D JD BN E] E7) 7)
Rep | pH | Temp | DO | C ity | Salinity | Rep | pH Temp Do Conductivity Salinity
; Control 13 58 ol 3’14 B |80 [29 5D 37c
ol L35 s |18 |59 || 51 g |8 |377 |28 574
05 s |18 [osx |Gl | 326 s |80 |255 |Bo | a7
vl s |13 |50 58] 1296 s |8.0 [2%8 |27 | Jags
\ s |13 |25 |3 ] 2250 pe |80 1254 [Fo0 | Rae
;] B
B B
Measured by ¥ j’) jT) ) Vi) b ‘j.:’) D
Recarded by T a0 by 30 EO 30 7]
Rep | pH | Temp | DO | Conductivity | Salinity | Rep pH Temp DO Conduclivity | Salinity
Z| Comrol | ¢ |77 [25¢ |G | 539 c LAY TS| 273
ol s | ¢ (77225763 | 573 ¢ |18 |25 7| 27| 7t
Twas| ¢ |33 298 7] 815 c |19 |25 5] 2.7 | et
25 | e || 357 |6k ]| 249 ¢ |13 259 27| 1aye
[ c |28 | 254] G| 2230 D 7925 [ 78] 2190
c c
c C
Monsured by I |TH T8 | FP T (5> [Jn |w2
rl;:corﬂed by 2= [T BT Ty | T oD B
Rep BH Temp Do Com{luclivl_y_. S:llnl!_-t Rep pH Tﬂ Do C y Salinity
g Control b 7:L9 A4 76 j::’? [+) .
o35 b |ntklass 74570 o
25 | D |7k|254 [T 80 b
S |p |Tle|zsa |b.%]1 271 0
l b |[71]354|75|219¢ o
D
D
Measured by kL. | 32 [ 42 3
Rocorded by ’:C/ 3D K{/ KC
Fiot walraty <1 poth lnsert <t. For aninky 2 1 9pin, conductly measammert @ rof reguesd £ sainty prese & fustonal
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Appendix C. (continued)

I
!
!
I
I
I
I
I
[
I
|
I
I
I
|

Organism E promelas’ M.beryllina (circle one)
Concentration: pg/L (@/L) (circle ane)

mean wt = fish wt divided by 10

FDEP Biology Laboratory - Chronic SRT Benchsheet
Pimephales promelas or Menidia beryllina Weights
SOP TA06_21

canvert g lo mg: move decimal 3 places lo right

Pan # Panwt. | Pan+Fish| Fishwt. [ Original| Mean wt.
Concenlration Replicate (a) (9) .- (g) # of fish (mg)
A 2% (002126 [p 0268 . c0540] 10 | 540
Garared B 206 0.0224810.0277] |p.00%2%] 10 | .522
c 277 10-0270(D.02862|p.bokT2 ] 10 | .92
D Z 5 [0.0232700.029¢ | -0060% 10 . L0
A 249 [p0Z22Bho2B20.00417 | 10 | .477
15 B 20 [0.02240]0.02520|D.0(537 | 10 | .587
@ = c 21 |0-02565(0.07988 |0.0062% | 4o | L2
D 22 |D.0226010.0282 000555 | 10 | 555
A 2% 002519 0.029e 000597 | 10 | 597
15 B 3% 10.02200|p.0258 | [p.0B30 | 10 | .580
c 29 |0.02204]0.026Bp .00 | 10 | . F9%
D 26 10.0213¢|0.02146p.00508 [ 10 | 508
A 37 1002240 002711 [0-0062] | 10 | .55
5 B 58 |0.02208|p.07796|0.00538 | 10 | 588
i c 2 0.02181 [p.02790{0-00l10 | 10 | .10
D 4o 0.0224N0.02857]p.00588 | 10 | .5%%
A 41 10.02507]0.02%5] (.00D3% | 10 | 0.03H
| 8 = . - = 10 —
c — - ad = 10
) 42 [0.022600.022990.00039 ] 10 | 039
A 10
Z B 10
c 10
D 10
A 10
B 10
3 10
D 10
Weighed by:] O 0
Comments:
Note: Pan number (#) refers to actual Pan number.
PAGE g 5 revised 8/24/06 ME/SP

35



Appendix C. (continued)

FDEP Biology Laboratory - Chronic SRT Benchshest
Pimephales promelas or Menidia beryllina QC

SOPs TA07_09, TA07_14 and TA06_21

N 2 all weights in grams
@)P'Emﬁ(:?n Weights  Date: [/ 2| Weighed by: O
Pan 1wt |Pan 1 initial wt. Measured | S-weight
after Pan 5 00 Z.l;-[f;c[df@ 0. 2kl le Value Value
after Pan 10 DDZ'_O[Q] @0 .2blo S-weigits p.0] @D Dl
after Pan 15 0.02661 @ 0. 26kl L.0300%@ p.05
after Pan 20 .02/ @ 0.2l
after Pan 25 @
after Pan 30 @ Balance: Ohaus 250D Ser# 1125481084
|after Pan 35 @ S-Weights: BIO-S-Weights-01
after Pan 40 @
after Pan 45 @
. -afler Pan 48 Q
@/ I:Fismpen-wm eights Date: (p-20.] [ Weighed by: b
Pan 1 wt. lPan 1 initial wt. Measured | S-weight

after Pan 5 0.02] 2‘1‘ @p.02) 2l Value Value
after Pan 10 0021271 @ 0.VZ12l Soweighs. 12: 999@ 0. 01
after Pan 15 0.0212% @0.02i20 D.0D00@ p. 05
after Pan 20 D022 @l - 02 2l
after Pan 25 @ Drying Oven ID: _ £ Re 34Ceo©
after Pan 30 @ Temperature °C: [0
after Pan 35 @ Drying Hours: 3
after Pan 40 @
after Pan 45 @
after Pan 48 @
Note: Pan number (5, 10, elc.) refers to sequence of weighing as actual Pan #s may differ.
Comments:

@TRA.nécjrdiph o EERORS. —KC- i

LoTablo at -Hhe top 1S the " Ash+ pan" weightsy
e betfornn Ha bl & | (sts the E;-‘.\p-rj Paq 'L'\.(,'-jl e

PAGE%%"
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Appendix C. (continued)
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Appendix C. (continued)

CETIS Ana|ytica| Repoﬂ Report Date: 27 Oct-11 08:12 (p 1 of 4)
Test Code: 16-4029-5966/61CAEE1E

Ceriodaphnia 7-d Survival and Reproduction Test DEP-Bureau of Labs

Analysis ID:  17-4280-9502 Endpoint: Reproduction CETIS Version: CETISv1.7.0

Analyzed: 05 Jul-1112:25 Analysis:  Linear Interpolation (ICPIN) Official Results: Yes

Batch 1D: 18-3027-1946 Test Type: Survival-Reproduction Analyst:

Start Date: 14 Jun-11 10:15 Protocol: EPA/821/R-02-013 (2002) Diluent: 20% DMW

Ending Date: 20 Jun-11271:00 Species: Ceriodaphnia dubia Brine: Not Applicable

Duration: 6d 11h Source:  In-House Culture Age: <24

Sample 1D: 16-6983-2845 Code: 6387A08D Client: Internal Lab

Sample Date: 14 Jun-11 Material:  Sodium chloride Project: WET Monthly Compliance Test (JUN)

Receive Date: 14 Jun-11 Source: Reference Toxicant

Sample Age: 10h Station:

Linear Interpolation Options
X Transform Y Tr f Seed Resamples Exp 95% CL  Maethod

Log(X+1) Linear 57951 200 Yes Two-Point Interpolation

Residual Analysis
Attribute Method Test Stat Critical  P-Value Decision(5%)

Extreme Value Grubbs Extreme Value 3.112 3173 0.0643 Na Qutliers Delected

Point Estimates
Level gmiL 95% LCL 95% UCL

ICS 0.6236 0.1694 0.7022
IC10 0.658 0.3675 0.8223
IC15 0.8931 0.5922 0.9157
1C20 0.7289 0.6329 0.9999
1C25 0.7654 06717 1.069
1C40 0.8799 0.7659 1.378
1C50 1.276 0.8193 1.496

Reproduction Summary Calculated Variate

Conc-gm/L. Contral Type Count Mean Min Max Std Err Std Dev  CV% Diff%

0 Dilution Water 10 151 a 25 1.304 7.141 47.20% 0.0%
0.59 a 18.11 10 25 0.9285 5.085 28.08%  -19.94%
0.89 8 .75 0 20 1.23 6.735 69.07%  3543%
13 a 8,222 1 17 1.088 6.016 73.17% 45.55%
2 10 1.3 a 4 0.2861 1.567 120.5% 91.39%
3 10 0 a 0 1] 0 100.0%

Reproduction Detail
Conc-gm/L Control Type Rep 1 Rep 2 Rep 3 Rep 4 Rep 5 Rep 6 Rep 7 Rep 8 Rep 9 Rep 10

0 Dilution Water 22 15 16 10 0 22 15 14 12 25
0.59 22 22 1 20 17 10 16 25 20

0.89 14 [ 20 10 3 0 16 ]

13 3 17 14 8 8 15 1 1 7

2 0 3 2 4 0 0 0 3 0 1
3 0 0 0 0 4] 4] o 0 ] 0
000-349-170-1 CETIS™ v1,7 OrevQ Analyst: QA:
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Appendix C. (continued)

CETIS Analytical Report Raport Date: 27 00t-11 6B17 (p 3ol 8)
Test Code: 00-2350-5366/166A806

Larval Fish 7-d Survival and Growth Test DEP-Bureau of Labs
Analysis ID:  11-1466-3045 Endpoint:  Mean Dry Weight-mg CETIS Version: CETISV1.7.0
Analyzed: 06 Jul-118:25 Analysis:  Linear Interpalation (ICPIN) Official Results:  Yes

Batch ID: 14-0012-0848 Test Type: Growh-Strvival (7d) Analyst:

Starl Date: 14 Jun-11 13:00 Protocol:  EPAB21/R-D2-013 (2002) Diluent:  Med-Hard Synthetic Water
Ending Date: 21 Jun-11 08:30 Species:  Pimaphales promelas Brine: ot Appliczble

Duration: Bd 20N Source:  Marinco Age: <24

Sample ID:  20.3933-0155 Code: 7HBDBSER Client: Internal Lab

Sample Date; 13 Jun-11 Material:  Potassium chloride Project:  Concurrent SRT

Receive Date: 18 Jun-11 Source:  Relerence Toxican!

Sample Age: 37h Station; In House

Linaar Interpolation Options

X Transform Y Transform Soeed R pl Exp 85% CL  Method

Log(X+1) Linear 57951 200 Yes Twa-Palnt Interpolation

Residual Analysis

Attribute Method Test Stat  Crilical  P-Value  Decision(5%)

Exirame Value Grubbs Exireme Value 2,094 2652 04695 No Qulliers Detected

Point Estimates

Loevel  amil 95% LCL.  95% UCL

IC5 0.501 NiA 0.5367

IcC10 0,5255 NIA 0.5598

IC15 05503 NA 0.5833

1£20 0.5756 0.4851 0.6072

IC25  0.6012 0.5152 0.6315

1C40 0.6808 6091 0.7064

1C50 0.736 0.6746 0.7582

Maan Dry Weight-mg Summary Calculated Varlate

Conc-gm/L.Conltrol Type Count Mean Min Max SWErr  Std Day  CV% Diff%

o Dilution Water 4 5,887 523 6.92 0.1398 0.7657 12,98%  0.0%

0.126 4 5.605 AT7 623 0.1136 0.6221 11:1% 4.96%

025 4 5447 4.94 597 0.09368 0.5131 9.42% 7.83%

0.5 4 5.793 L] 61 0.0817 0.338 5.B4% 1.78%

1 2 0.385 (.34 039 0.006455 003535 9.69% B3.81%

Mean Dry Weight-mg Datall

Conc-gm(L. Conlrol Type Rap 1 Rep 2 Rap 3 Rep 4

0 Dilution Waler 54 523 6.92 6.04

0.125 a7 5.87 6.23 5.55

0.25 5.97 58 4.04 5.08

(] 53 588 6.1 5.08

i 0.34 0.39
000-349-470-1 CETIS™ v T.0tevO Analyst: QA
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Appendix D. Test Organism Receipt(s)

A MARINCO
BIOASSAY
LABORATORY

The Aqualic Toxicology Specialists

NELAP Certification # EB4191

Shipment Record
State of Florida Aquaculture Certificate Number AQ0668007
Shipping Date: é/‘ 3}/ )!
Ship to: F DEP

P.O. No:

Species Quantity Age Brood/Lot Temp. pH Salinity
Number o | su) (o)

Mysidopsis

bahia

Menidia

beryllina

Hardness

_mg/L

Cyprinella  |200 ac | B0 DA¥ ) 2L | 75 7. F

leedsi
Pimephales 600 {20 ues [7ACiieeid 7S | 0 7. T (14

promelas

Ceriodaphnia

dubia

Daphnia

magna

YCT

P. subcapitata

Packed by: DM

Shipped Vi __Ed Tk

Notes:

Thank you for your order.

4569 Samuel Street - Sarasota, FL 34233 - Tel: 941.925-3594 - Fax: 941-922-3874 - Web: www.biologylab.com
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Appendix E. Chemical Analyses performed on the effluent collected from the RockTenn Seminole facility’s- EFF-1
NPDES sampling point for Outfall D-001, sampled June 13, 2011.

Date Field ID Analysis Component Results Qualifier Units MDL PQL
6/13/201111:30 EFF-1 AGP/LN Algal Growth Potential-Salinity Adjusted 91.7 mg DryWt/L 3 3
6/13/201111:30 EFF-1 AGP/LN Algal Growth Potential 82.6 mg DryWt/L 0.3 0.9
6/13/201111:30 EFF-1 Chlorophyll/Grain Size/BOD Chlorophyll-a, Corrected 12 ug/L 055 1.7
6/13/2011 11:30 EFF-1 Chlorophyll/Grain Size/BOD Phaeophytin-a 13 ug/L 0.4 12
6/13/2011 11:30 EFF-1 Nutrients O-Phosphate-P 0.31 mg P/L 0.04 01
6/13/201111:30 EFF-1 Overflow Oil and Grease 0.7 U mg/L 0.7 25
6/13/2011 11:30 EFF-1 Pesticides Alachlor 0.58 uJ ug/L 058 23
6/13/201111:30 EFF-1 Pesticides Chlorpyrifos Ethyl 0048 U ug/L 0.048 0.19
6/13/2011 11:30 EFF-1 Pesticides Ethion 0048 U ugiL 0.048 0.19
6/13/2011 11:30 EFF-1 Pesticides Ethoprop 0.096 U ug/L 0.096 0.38
6/13/2011 11:30 EFF-1 Pesticides Naled 0.77 U ug/L 077 31
6/13/2011 11:30 EFF-1 Pesticides Parathion Methy! 0.09% U ug/L 0.096 0.38
6/13/201111:30 EFF-1 Pesticides Parathion Ethyl 0.14 U ugiL 014 058
6/13/2011 11:30 EFF-1 Pesticides Atrazine 0.066 U ugiL 0.066 0.26
6/13/201111:30 EFF-1 Pesticides Butylate 0.19 uJ ugiL 019 0.77
6/13/2011 11:30 EFF-1 Pesticides Diazinon 0.048 U ug/L 0.048 0.19
6/13/2011 11:30 EFF-1 Pesticides Malathion 0.14 U ug/L 0.14 058
6/13/201111:30 EFF-1 Pesticides Mevinphos 0.19 U ug/L 019 0.77
6/13/201111:30 EFF-1 Pesticides Phorate 0.048 U ug/L 0.048 0.19
6/13/2011 11:30 EFF-1 Pesticides Metolachlor 0.48 uJ ug/L 048 19
6/13/2011 11:30 EFF-1 Pesticides Metribuzin 0.096 U ug/L 0.096 0.38
6/13/201111:30 EFF-1 Pesticides Simazine 0048 U ugiL 0.048 0.19
6/13/2011 11:30 EFF-1 Pesticides Fonofos 0.096 U ug/L 0.096 0.38
6/13/201111:30 EFF-1 Pesticides Hexazinone 00% U ug/L 0.096 0.38
6/13/201111:30 EFF-1 Pesticides Azinphos Methyl 0.19 U ugiL 019 0.77
6/13/2011 11:30 EFF-1 Pesticides Chlorpyrifos Methyl 0.096 U ug/L 0.096 0.38
6/13/2011 11:30 EFF-1 Pesticides Bromacil 0.19 uJ ug/L 019 0.77
6/13/201111:30 EFF-1 Pesticides Ametryn 0048 U ugiL 0.048 0.19
6/13/201111:30 EFF-1 Pesticides Norflurazon 0.14 U ug/L 0.14 058
6/13/201111:30 EFF-1 Pesticides Metalaxyl 0.24 U ugiL 024 0.6
6/13/2011 11:30 EFF-1 Pesticides Fenamiphos 0.19 U ug/L 019 0.77
6/13/2011 11:30 EFF-1 Pesticides Prometryn 0.14 U ug/L 014 0.58
6/13/2011 11:30 EFF-1 Priority Organic Pollutants  1,2,4-Trichlorobenzene 1 U ug/L 1 4.1
6/13/201111:30 EFF-1 Priority Organic Pollutants  2,4-Dichlorophenol 1 U ug/L 1 4.1
6/13/201111:30 EFF-1 Priority Organic Pollutants  4-Chloro-3-methylphenol 1 U ug/L 1 4.1
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Benzo(a)anthracene 0.21 U ug/L 021 082
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Appendix E. continued

Date Field ID Analysis Component Results Qualifier Units MDL  PQL
6/13/2011 11:30 EFF-1 Priority Organic Pollutants  Di-n-butyl phthalate 5.2 U ug/L 5.2 21
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Dimethyl phthalate 10 U ug/L 10 41
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ N-Nitrosodiphenylamine/ Diphenylamine 31 U ug/L 3.1 12
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ 2,6-Dinitrotoluene 1 U ug/L 1 41
6/13/201111:30 EFF-1 Priority Organic Pollutants  Di-n-octyl phthalate 1 U ug/L 1 4.1
6/13/2011 11:30 EFF-1 Priority Organic Pollutants  Diethyl phthalate 1 U ug/L 1 4.1
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Hexachlorocyclopentadiene 31 U ug/L 31 12
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Naphthalene 0.21 U ug/L 021 082
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Phenanthrene 0.21 U ug/L 021 0.82
6/13/201111:30 EFF-1 Priority Organic Pollutants ~ 4-Nitrophenol 15 U ug/L 15 62
6/13/201111:30 EFF-1 Priority Organic Pollutants  4-Chlorophenyl phenyl ether 2.1 U ug/L 2.1 8.2
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Acenaphthene 0.21 U ug/L 021 082
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Benzo(k)fluoranthene 0.21 U ug/L 021 082
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Butyl benzyl phthalate 5.2 U ug/L 5.2 21
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Chrysene 0.21 U ug/L 021 0.82
6/13/201111:30 EFF-1 Priority Organic Pollutants ~ Pyrene 0.21 U ug/L 021 082
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ 2,4-Dinitrophenol 15 U ug/L 15 62
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ 2-Chloronaphthalene 1 U ug/L 1 4.1
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ 2-Nitrophenol 1 U ug/L 1 4.1
6/13/2011 11:30 EFF-1 Priority Organic Pollutants  3,3'-Dichlorobenzidine 41 uJ ug/L 41 160
6/13/201111:30 EFF-1 Priority Organic Pollutants ~ Anthracene 0.21 U ug/L 021 082
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Dibenzo(a,h)anthracene 0.21 U ug/L 021 082
6/13/201111:30 EFF-1 Priority Organic Pollutants ~ N-Nitrosodimethylamine 2.1 U ug/L 2.1 8.2
6/13/2011 11:30 EFF-1 Priority Organic Pollutants  Indeno(1,2,3-cd)pyrene 0.21 U ug/L 021 082
6/13/201111:30 EFF-1 Priority Organic Pollutants  Nitrobenzene 2.1 u ug/L 2.1 8.2
6/13/201111:30 EFF-1 Priority Organic Pollutants  2,4-Dimethylphenol 10 U ug/L 10 41
6/13/201111:30 EFF-1 Priority Organic Pollutants  2-Methyl-4,6-dinitrophenol 31 U ug/L 31 12
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Benzo(a)pyrene 0.21 U ug/L 021 082
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Benzo(b)fluoranthene 0.21 U ug/L 021 082
6/13/201111:30 EFF-1 Priority Organic Pollutants ~ Benzo(g,h,i)perylene 0.21 U ugiL 021 082
6/13/201111:30 EFF-1 Priority Organic Pollutants ~ Hexachlorobenzene 1 u ug/L 1 4.1
6/13/2011 11:30 EFF-1 Priority Organic Pollutants  4-Bromophenyl phenyl ether 1 U ug/L 1 4.1
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Fluoranthene 0.21 U ug/L 021 0.82
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Pentachlorophenol 3.1 U ug/L 3.1 12
6/13/201111:30 EFF-1 Priority Organic Pollutants  2-Chlorophenol 1 u ug/L 1 41
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Acenaphthylene 0.21 U ug/L 021 0.82
6/13/201111:30 EFF-1 Priority Organic Pollutants  Bis(2-chloroethoxy)methane 1 U ug/L 1 4.1
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Appendix E. continued

Date Field ID Analysis Component Results Qualifier Units MDL  PQL
6/13/2011 11:30 EFF-1 Priority Organic Pollutants  Bis(2-chloroethyl)ether 1 U ug/L 1 4.1
6/13/2011 11:30 EFF-1 Priority Organic Pollutants  Bis(2-ethylhexyl)phthalate 15 U ug/L 15 62
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Hexachloroethane 3.1 U ug/L 3.1 12
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Phenol 1 U ug/L 1 4.1
6/13/201111:30 EFF-1 Priority Organic Pollutants  2,4,6-Trichlorophenol 1 U ug/L 1 4.1
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ 2,4-Dinitrotoluene 1 U ug/L 1 4.1
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Benzidine 100 U ug/L 100 410
6/13/2011 11:30 EFF-1 Priority Organic Pollutants  Bis(2-chloroisopropyl)ether 3.1 U ug/L 3.1 12
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ Fluorene 0.21 U ug/L 021 0.82
6/13/201111:30 EFF-1 Priority Organic Pollutants ~ Hexachlorobutadiene 31 U ug/L 31 12
6/13/201111:30 EFF-1 Priority Organic Pollutants  Isophorone 1 U ug/L 1 4.1
6/13/2011 11:30 EFF-1 Priority Organic Pollutants ~ N-Nitrosodi-n-propylamine 2.1 U ug/L 2.1 8.2
6/13/2011 11:30 EFF-1 Field Parameter Temperature 30.24 C

6/13/2011 11:30 EFF-1 Field Parameter Specific Conductance 1313 umhos/cm
6/13/201111:30 EFF-1 Field Parameter pH 7.73

6/13/201111:30 EFF-1 Field Parameter Sample Depth 0.2 m

6/13/2011 11:00 COMP 1 Chlorophyll/Grain Size/BOD Biochemical Oxygen Demand-5 Day,N-Inhib 11 mg/L 0.2 2
6/13/2011 11:.00 COMP 1 Toxicology Bioassay-Chron-Def-FW-Fish, NOEC 50 NOEC

6/13/2011 11:.00 COMP 1 Toxicology Bioassay-Chron-Def-FW-Fish, 1C25 87.8 IC25

6/13/2011 11:00 COMP 1 Toxicology Bioassay-Chron-Def-FW-C.dubia, NOEC 100 NOEC

6/13/2011 11:00 COMP 1 Toxicology Bioassay-Chron-Def-FW-C.dubia, IC25 100 L IC25

6/13/2011 11:00 COMP 1 Metals Selenium 0.2 U ugiL 0.2 0.8
6/13/2011 11:00 COMP 1 Metals Arsenic 0.68 I ugiL 025 1
6/13/2011 11:.00 COMP 1 Metals Aluminum 333 ug/L 5 20
6/13/2011 11:00 COMP 1 Metals Magnesium 21.7 mg/L 0.04 0.6
6/13/2011 11:00 COMP 1 Metals Cadmium 0.05 U ug/L 005 0.2
6/13/2011 11:00 COMP 1 Metals Nickel 1.45 ugiL 025 1
6/13/2011 11:00 COMP 1 Metals Chromium 1 I ugiL 0.3 12
6/13/2011 11:.00 COMP 1 Metals Zinc 5 U ug/L 5 20
6/13/2011 11:00 COMP 1 Metals Copper 0.77 I ug/L 05 1
6/13/2011 11:.00 COMP 1 Metals Sodium 178 mgiL 0.5 2
6/13/2011 11:00 COMP 1 Metals Silver 0025 U ug/L 0025 01
6/13/2011 11:00 COMP 1 Metals Lead 0.27 | ugiL 0.2 0.8
6/13/2011 11:00 COMP 1 Metals Iron 130 ug/L 30 120
6/13/2011 11:.00 COMP 1 Metals Calcium 92.7 mg/L 0.075 0.3
6/13/2011 11:00 COMP 1 Nutrients Fluoride 0.75 mg F/L 0.035 0.1
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Appendix E. continued

Date Field ID Analysis Component Results Qualifier Units MDL  PQL
6/13/2011 11:00 COMP 1 Nutrients Total-P 0.46 mg P/L 0.005 0.05
6/13/2011 11:.00 COMP 1 Nutrients Sulfate 120 mg SO4/L 4 10
6/13/2011 11:.00 COMP 1 Nutrients Organic Carbon 33 A mg C/L 1 5
6/13/2011 11:00 COMP 1 Nutrients Ammonia-N 31 mg N/L 005 0.1
6/13/2011 11:00 COMP 1 Nutrients Kjeldahl Nitrogen 6.2 mg N/L 04 1
6/13/2011 11:00 COMP 1 Nutrients NO2NO3-N 0.015 mg N/L 0.004 0.01
6/13/2011 11:00 COMP 1 Nutrients TSS 12 mg/L 2 10
6/13/2011 11:.00 COMP 1 Nutrients Chloride 69 mg CI/L 4 10
6/13/2011 11:.00 COMP 1 Nutrients Alkalinity 459 mg CaCO3/L 0.65 25
6/13/2011 11:15 FIELD BLANK Metals Iron 30 U ug/L 30 120
6/13/2011 11:15 FIELD BLANK Metals Sodium 05 U mg/L 05 2
6/13/2011 11:15 FIELD BLANK Metals Silver 0025 U ugiL 0025 0.1
6/13/2011 11:15 FIELD BLANK Metals Nickel 0.25 U ugiL 025 1
6/13/2011 11:15 FIELD BLANK Metals Copper 0.5 U ug/L 0.5 1
6/13/2011 11:15 FIELD BLANK Metals Aluminum 5 U ug/L 5 20
6/13/2011 11:15 FIELD BLANK Metals Selenium 0.2 U ug/L 0.2 0.8
6/13/2011 11:15 FIELD BLANK Metals Calcium 0075 U mg/L 0.075 0.3
6/13/2011 11:15 FIELD BLANK Metals Cadmium 0.05 U ug/L 0.05 0.2
6/13/2011 11:15 FIELD BLANK Metals Chromium 0.3 U ug/L 0.3 12
6/13/2011 11:15 FIELD BLANK Metals Arsenic 0.25 U ug/L 025 1
6/13/2011 11:15 FIELD BLANK Metals Magnesium 0.04 U mg/L 004 016
6/13/2011 11:15 FIELD BLANK Metals Lead 0.2 U ugiL 0.2 0.8
6/13/2011 11:15 FIELD BLANK Metals Zinc 5 U ugiL 5 20
6/13/2011 11:15 FIELD BLANK Nutrients O-Phosphate-P 0.008 | mg P/L 0.004 0.01
6/13/2011 11:15 FIELD BLANK Nutrients Kjeldahl Nitrogen 0.08 U mg N/L 0.08 0.2
6/13/2011 11:15 FIELD BLANK Nutrients Total-P 0.004 U mg P/L 0.004 0.01
6/13/2011 11:15 FIELD BLANK Nutrients Organic Carbon 1 U mg CIL 1 5
6/13/2011 11:15 FIELD BLANK Nutrients Fluoride 003 U mg FIL 0035 0.1
6/13/2011 11:15 FIELD BLANK Nutrients Ammonia-N 0.01 U mg N/L 0.01 0.02
6/13/2011 11:15 FIELD BLANK Nutrients Chloride 0.2 U mg CI/L 0.2 0.5
6/13/2011 11:15 FIELD BLANK Nutrients Sulfate 0.2 U mg SO4/L 0.2 0.5
6/13/2011 11:15 FIELD BLANK Nutrients NO2NO3-N 0.004 U mg N/L 0.004 0.01
6/13/2011 11:15 FIELD BLANK Nutrients Alkalinity 0.65 U mg CaCO3/L 0.65 25
6/13/2011 11:15 FIELD BLANK Overflow Qil and Grease 0.7 U mg/L 0.7 2.5
6/13/2011 11:15 FIELD BLANK Pesticides Simazine 0.047 U ug/L 0.047 0.19
6/13/2011 11:15 FIELD BLANK Pesticides Butylate 0.19 U ug/L 019 076
6/13/2011 11:15 FIELD BLANK Pesticides Metalaxy! 0.24 U ugiL 024 0.9

44



Appendix E. continued

Date Field ID Analysis Component Results Qualifier Units MDL  PQL
6/13/2011 11:15 FIELD BLANK Pesticides Parathion Ethyl 0.14 U ugiL 014 057
6/13/2011 11:15 FIELD BLANK Pesticides Chlorpyrifos Ethyl 0.047 U ug/L 0.047 0.19
6/13/2011 11:15 FIELD BLANK Pesticides Malathion 0.14 U ug/L 014 057
6/13/2011 11:15 FIELD BLANK Pesticides Phorate 0.047 U ug/L 0.047 0.19
6/13/2011 11:15 FIELD BLANK Pesticides Ametryn 0047 U ug/L 0.047 0.19
6/13/2011 11:15 FIELD BLANK Pesticides Bromacil 0.19 uJ ug/L 019 0.76
6/13/2011 11:15 FIELD BLANK Pesticides Norflurazon 0.14 U ugiL 014 057
6/13/2011 11:15 FIELD BLANK Pesticides Metribuzin 0.09%5 U ug/L 0.095 0.38
6/13/2011 11:15 FIELD BLANK Pesticides Ethion 0047 U ug/L 0.047 0.19
6/13/2011 11:15 FIELD BLANK Pesticides Azinphos Methyl 0.19 U ug/L 019 076
6/13/2011 11:15 FIELD BLANK Pesticides Diazinon 0047 U ug/L 0.047 0.19
6/13/2011 11:15 FIELD BLANK Pesticides Ethoprop 009 U ugiL 0.095 0.38
6/13/2011 11:15 FIELD BLANK Pesticides Metolachlor 0.47 uJ ug/L 047 19
6/13/2011 11:15 FIELD BLANK Pesticides Naled 0.76 U ugiL 076 3
6/13/2011 11:15 FIELD BLANK Pesticides Mevinphos 0.19 U ugiL 019 0.76
6/13/2011 11:15 FIELD BLANK Pesticides Parathion Methyl 0095 U ug/L 0.095 0.38
6/13/2011 11:15 FIELD BLANK Pesticides Hexazinone 009% U ugiL 0.095 0.38
6/13/2011 11:15 FIELD BLANK Pesticides Alachlor 0.57 uJ ug/L 057 23
6/13/2011 11:15 FIELD BLANK Pesticides Chlorpyrifos Methyl 0.09% U ug/L 0.095 0.38
6/13/2011 11:15 FIELD BLANK Pesticides Fenamiphos 0.19 U ugiL 019 0.76
6/13/2011 11:15 FIELD BLANK Pesticides Fonofos 0095 U ugiL 0.095 0.38
6/13/2011 11:15 FIELD BLANK Pesticides Prometryn 0.14 U ugiL 014 057
6/13/2011 11:15 FIELD BLANK Pesticides Atrazine 0047 U ugiL 0.047 0.19
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  2,4-Dimethylphenol 10 U ug/L 10 41
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants ~ Anthracene 0.2 U ugiL 0.2 0.82
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants ~ Benzo(a)anthracene 0.2 U ug/L 0.2 0.82
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants ~ Benzo(a)pyrene 0.2 U ug/L 0.2 0.82
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Butyl benzyl phthalate 5.1 U ug/L 5.1 20
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants ~ Fluorene 0.2 U ug/L 0.2 0.82
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Hexachlorocyclopentadiene 31 U ugiL 31 12
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  2-Nitrophenol 1 U ugiL 1 4.1
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Acenaphthylene 0.2 U ug/L 0.2 0.82
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Benzo(g,h,i)perylene 0.2 U ug/L 0.2 0.82
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Indeno(1,2,3-cd)pyrene 0.2 U ug/L 0.2 0.82
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  2,4-Dinitrophenol 15 U ugiL 15 61
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  4-Bromophenyl phenyl ether 1 U ugiL 1 41
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Fluoranthene 0.2 U ug/L 0.2 0.82
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Date Field ID Analysis Component Results Qualifier Units MDL  PQL
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Hexachlorobutadiene 31 U ug/L 3.1 12
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  N-Nitrosodi-n-propylamine 2 U ug/L 2 8.2
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants ~ Phenol 1 U ug/L 1 4.1
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants ~ Pyrene 0.2 U ugiL 0.2 0.82
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  1,2,4-Trichlorobenzene 1 U ug/L 1 4.1
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  2,4-Dinitrotoluene 1 U ug/L 1 4.1
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  2-Chloronaphthalene 1 U ug/L 1 4.1
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants ~ 4-Chlorophenyl phenyl ether 2 U ug/L 2 8.2
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants ~ Benzidine 100 U ugiL 100 410
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Di-n-butyl phthalate 51 U ug/L 51 20
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Isophorone 1 U ug/L 1 4.1
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants ~ Naphthalene 0.2 U ug/L 0.2 0.82
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  2,6-Dinitrotoluene 1 U ug/L 1 4.1
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  2-Chlorophenol 1 U ugiL 1 4.1
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  4-Chloro-3-methylphenol 1 U ugiL 1 4.1
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants ~ Benzo(b)fluoranthene 0.2 U ug/L 0.2 0.82
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Di-n-octyl phthalate 1 U ug/L 1 4.1
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Dibenzo(a,h)anthracene 0.2 U ug/L 0.2 0.82
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Hexachlorobenzene 1 U ug/L 1 4.1
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  N-Nitrosodimethylamine 2 U ugiL 2 8.2
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants ~ 4-Nitrophenol 15 U ug/L 15 61
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants ~ Acenaphthene 0.2 U ug/L 0.2 0.82
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Bis(2-chloroethyl)ether 1 U ug/L 1 4.1
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants ~ Chrysene 0.2 U ug/L 0.2 0.82
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Dimethyl phthalate 10 U ugiL 10 41
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants ~ Pentachlorophenol 31 U ug/L 31 12
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  2,4-Dichlorophenol 1 U ug/L 1 4.1
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  3,3-Dichlorobenzidine 41 uJ ug/L 41 160
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Bis(2-chloroisopropyl)ether 3.1 U ug/L 3.1 12
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Bis(2-ethylhexyl)phthalate 15 U ugiL 15 61
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Hexachloroethane 31 u ug/L 31 12
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Nitrobenzene 2 U ug/L 2 8.2
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  2,4,6-Trichlorophenol 1 U ug/L 1 4.1
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  2-Methyl-4,6-dinitrophenol 3.1 U ug/L 3.1 12
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants ~ Benzo(k)fluoranthene 0.2 U ugiL 0.2 0.82
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Bis(2-chloroethoxy)methane 1 U ugiL 1 4.1
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants  Diethyl phthalate 1 U ug/L 1 4.1
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Date Field ID Analysis Component Results Qualifier Units MDL  PQL
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants ~ N-Nitrosodiphenylamine/ Diphenylamine 31 U ug/L 3.1 12
6/13/2011 11:15 FIELD BLANK Priority Organic Pollutants ~ Phenanthrene 0.2 U ug/L 0.2 0.82
6/15/2011 11:33 EFF-1 Field Parameter Temperature 30 C

6/15/2011 11:33 EFF-1 Field Parameter Specific Conductance 1301 umhos/cm

6/15/2011 11:33 EFF-1 Field Parameter pH 7.85

6/15/2011 11:33 EFF-1 Field Parameter Sample Depth 0.3 m

6/17/20118:00 FINALEFF  Field Parameter Temperature 29.34 C

6/17/20118:00 FINALEFF  Field Parameter Specific Conductance 1289 umhos/cm

6/17/20118:00 FINAL EFF  Field Parameter pH 7.79
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Appendix F. Pages 1-8 NPDES Permit # FLO000400

. Charlie Crist
Florida Department of
Environmental Protection ey
JOVCITH)

Northeast Districl
7825 Baymeadows Way, Suite B200 Michae] W. Sole
Jacksonville, Florida 32256-7590 Secrelary

Phone: 904/807-3300 ¢ Fax: 904/448-4366

STATE OF FLORIDA
INDUSTRIAL WASTEWATER FACILITY PERMIT

PERMITTEE: PERMIT NUMBER: FL0000400 (Major)
PA FILE NUMBER: FLO000400-002-1W1S

Smurfit-Stone Container Corporation. ISSUANCE DATE: May 22, 2009

Seminole Mill EXPIRATION DATE: May 21,2014

Post Office Box 26998
Jacksonville, Florida 32226

RESPONSIBLE AUTHORITY:

Mr. James E. Smith
General Manager

FACILITY:

Smurfit-Stone Container Corporation
Seminole Mill

9469 Eastport Road

Jacksonville, Florida 32218

Duval County

Latitude: 30° 25" 26.25" N Longitude: 8§17 36" 9.78" W

This permit is issued under the provisions of Chapter 403, Florida Statutes (F.S.) and applicable rules of
the Florida Administrative Code (F.A.C.). and constitutes authorization to discharge to waters of the state
under the National Pollutant Discharge Elimination System (NPDES). The above named permittee is
hereby authorized to operate the facilities in accordance with the documents attached hereto and
specifically described as follows:

Description of System

Manufacture of bleached and unbleached linerboard and paper from recycled paper and purchased pulp. Pulp
may consist of either old corrugated container (OCC) recycle fiber or purchased bleached kraft pulp. The
primary SIC is 2631, under PAPERBOARD MILLS.

More Protection. Less Process™
winvdep.state s
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Appendix F. continued

PERMITTEE: PERMIT NUMBER: FLO000400 — 002

Smurfit-Stone Container Corporation,

Seminole Mill

Post Office Box 26998 Expiration date: May 21,2014
Jacksonville, FL 32226

WASTEWATER TREATMENT:

An existing 20.0 MGD. design flow discharge of process wastewater from pulp and paper operations,
domestic wastewater and stormwater 1o surface water. Pulp is generated with an on-site OCC recycling
pulp operation or the purchase of bleached pulp. Treatment consists of grit removal, primary
clarification, and aeration in two 3.5 acre unlined holding ponds and a 60 acre unlined aeration
stabilization basin with discharge to outfall D-001. It also includes an on-site 69-acre landfill and two
sludge drying beds. Non-hazardous solid waste material generated by on-site operation and activities are
deposited in the designated on-site landfill.

EFFLUENT DISPOSAL:
Surface Water Discharge:

An existing 20 MGD average daily flow (ADF) discharge to St. John's River (Class 11l Marine waters —
WBID 2213C North Main Stem Unit), D-001. The final effluent outfall line is a 72-inch diameter,
reinforced concrete pipe branching to four 36-inch diffusers and the point of discharge is located
approximately at latitude 30° 25' 10" N, longitude 81° 35' 56" W.

IN ACCORDANCE WITH: The limitations. monitoring requirements and other conditions as set forth
in Part | through Part VIII on pages 2 through 25 of this perniit.

2
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Appendix F. continued

PERMITTEE: PERMIT NUMBER:

Smurfit-Stone Container Corporation.

Seminole Mill

Post Office Box 26998 Expiration date:
Jacksonville, FL 32226

I Effluent Limitations and Monitoring Requirements

A. Surface Water Discharges

FL0O000400 - 002

May 21,2014

1. During the period beginning on the issuance date and lasting through the expiration date of this
permit, the permittee is authorized to discharge process waslewater and sanitary wastewater from
Outfall D-001. Such discharge shall be limited and monitored by the permittee as specified below

and reported in accordance with condition LE.3.:

Discharge Limitations

Monitoring Requirements

Parameters Monthly Daily Other Monitoring Sample Sample
(units) Average Maximum Frequency Type Paoint
Flow (MGD) Report Report -- Continuous Recorder EFF-1
pH (SU) - 8.5 6.5 Continuous Recorder EFF-1
Daily
Minimum
Temperature, 35 37.7 - Continuous Recorder EFF-1
Water (DEG.C)
Biochemical 7.016 14.284 - 1 day/week 24-hour EFF-1
Oxygen Demand- time
5 (LBS/DAY)* proportion
ed
composite
Solids, Total 11.527 23.055 - 1 day/week 24-hour EFF-1
Suspended time
(LBS/DAY)* proportion
ed
composite
Nitrogen, Report - - Monthly 24-hour EFF-1
Ammonia, Total time
(as N) (MG/L) proportion
ed
composite
Nitrogen, Total Report -- -- Monthly 24-hour EFF-1
(MG/L) time (see LA.T)
proportion
ed
composite
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Appendix F. continued

PERMITTEE: PERMIT NUMBER: FL0000400 - 002

Smurfit-Stone Container Corperation,
Seminole Mill

Post Office Box 26998 Expiration date: May 21,2014

Jacksonville, FL 32226

Discharge Limitations Monitoring Requirements
Parameters Monthly Daily Other Monitoring Sample Sample
(units) Average | Maximum Frequency Type Point
Nitrogen, Total Report -- 74,305 Monthly 24-hour EFF-1
(KG/YR) (Monthly (Total time (see LA.7)
Mass Load) Annual proportion
Mass ed
Load) composite
Nitrogen, - Report - Monthly 24-hour EFF-1
Kjeldahl, Total time
(as N) (MG/L) proportion
ed
composite
Phosphorus, -- Report - Quarterly 24-hour EFF-1
Total time
(as P) (MG/L) proportion
ed
composile
Oil and Grease - 3.0 = Quarterly Grab EFF-1
(MG/L)
Aluminum, Total = 1.5 - Quarterly 24-hour EFF-1
Recoverable time
(MG/L) proportion
ed
composile
Copper, Total = 3.7 = Quarterly 24-hour EFF-1
Recoverable time
- (UG/L) proportion
ed
composite
Zinc, Total - 86 - Quarterly 24-hour EFF-1
Recoverable time
(UG/L) proportion
ed
composite
Chronic Whole -- 100 Annual 24-hour EFF-1
Effluent Toxieity, Minimum See Permit time
7-Day 1C25 Condition proportion
(Ceriodaphnia 1L.A3 ed
dubia) composite
4
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Appendix F. continued

PERMITTEE: PERMIT NUMBER: FLO000400 — 002

Smurfit-Stone Container Corporation,

Seminole Mill

Post Office Box 26998 Expiration date: May 21, 2014
Jacksonville. FL 32226

Discharge Limitations Monitoring Requirements
Parameters Monthly Daily Other Monitoring Sample Sample
(units) Average Maximum Frequency Type Point
Chronic Whole o 100 Annual 24-hour EFF-1
Effluent Toxicity, Minimum See Permit time
7-Day IC25 Condition proportion
(Pimephales LA3 ed
promelas) composite

* If the BOD or TSS for any single sample is within 10% of the monthly average limit, the frequency of
sampling shall return to 3 days per week starting the week following the laboratory analysis report
is made available to the mill and lasting until the single sample BOD or TSS for 3 consecutive
samples is below 50% of the monthly average limit.

2. Effluent samples shall be taken at the monitoring site locations listed in permit condition LA.T and as
described below:

Sample Point Description of Monitoring Location

EFF-1 At the Parshall Flume

3. The permittee shall comply with the following requirements to evaluate chronic whole effluent
Loxicity of the discharge from outfall D-001.

a.  Effluent Limitation
(1) Whole effluent chronic toxicity shall not result in a 25 percent inhibition concentration (1C;s)
less than 100% effluent in any test, [Rules 62-302.530(61) and 62-4.241(1)b), F.AC]
(2) Whole effluent acute toxicity shall not result in a 96-hour LCs, of less than 100% effluent in
any test, [Rule 62-302.500(1 Y(a)4. and 62-4.241(1)(a), F.A.C]

b. Monitoring Frequency
(1) Routine toxicity tests shall be conducted once each year. the first starting within 60 days of
permil issuance or one year from previous chronic testing in accordance with Permit
Condition 1.A.3. whichever is later. and lasting for the duration of this permit.

¢. Sampling Requirements
(1) For each routine test or additional follow-up test conducted. a total of three 24-hour
composite samples of final effluent shall be collected and used in accordance with the
sampling protocol discussed in EPA-821-R-02-013, Section 8.
(2) The first sample shall be used to initiate the fest. The remaining two samples shall be
collected according to the protocol and used as renewal solutions on Day 3 (48 hours) and
Day 5 (96 hours) of the test.

d. Test Requirements
(1) Routine Tests: All routine tests shall be conducted using a control (0% effluent) and a
minimum of five test dilutions: 100%, 75%, 50%. 25%, and 12.5% final effluent.
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Appendix F. continued

PERMITTEE: PERMIT NUMBER: FLOD0D0400 - 002

Smurfit-Stone Container Corporation,

Seminole Mill

Post Office Box 26998 Expiration date: May 21,2014
Jacksonville, FL. 32220

(2) The permittee shall conduct a daphnid, Ceriodaphnia dubia, Survival and Reproduction Test
and a fathead minnow. Pimephales promelas. Larval Survival and Growth Test.
concurrently.

(3) All test species, procedures and quality assurance criteria used shall be in accordance with
Short-term Methads for Estimating the Chronic Toxicity of Effluents and Receiving
Waters to Freshwater Organisms, 4th ed., EPA-821-R-02-013. Any deviation of the
bioassay procedures outlined herein shall be submitted in writing to the Department for
review and approval prior to use. In the event the above method is revised, the permittee
shall conduct chronic toxicity testing in accordance with the revised method.

(4) The control water and dilution water shall be moderately hard water as described in EPA-
821-R-02-013, Section 7.

Quality Assurance Requirements

(1) A standard reference toxicam (SRT) quality assurance (QA) chronic toxicity test shall be
conduicted with each species used in the required toxicity tests either concurrently or initiated
no more than 30 days before the date of each routine or additional follow-up test conducted.
The SRT-QA data shall be included in the reports for each companion routine or additional
follow-up test required.

(2) If the mortality in the contrel (0% effluent) exceeds 20% for either species in any test or does
not meet “test acceptability criteria”, the test for that species (including the control) shall be
invalidated and the test repeated. Test acceptability criteria for each species are defined in
EPA-821-R-02-013, Section 13.12 (Ceriodaphnia dubia) and Section 11.11 (Pimephales
promelas). The repeat test shall begin within 21 days after the last day of the invalid test.

(3) If 100% mortality occurs in all effluent concentrations prior to the end of any test and the
control mortality is less than 20% at that time, the test (including the control) shall be
terminated with the conclusion that the test fails and constitutes non-compliance.

(4) Additional follow-up tests shall be evaluated for acceptability based on the observed dose-
response relationship as required by EPA-821-R-02-013. Section 10.2.6., and the evaluation
shall be included with the bioassay laboratory reports.

Reporting Requirements

(1) Results from all routine and additional follow-up tests shall be entered on the Discharge
Monitoring Report (DMR) as the calculated 1Css for each test species.

(2) A bioassay laboratory report for each routine test shall be prepared according to EPA-821-R-
02-013, Section 10, Report Preparation and Test Review. and e-mailed or mailed to the
Department at the address below within 30 days afier the last day of the test.

(3) For additional follow-up tests, a single bioassay laboratory report shall be prepared according
1o EPA-821-R-02-013, Section 10. and mailed or e-mailed within 30 days after the last day of
the second valid additional follow-up test.

(4) Data for invalid tests shall be included in the bioassay laboratory report for the repeat test.

(3) The same bioassay data shall not be reported as the results of more than one test.

(6) All bioassay laboratory reports shall be mailed or e-mailed to Jacksonville:

Florida Department of Environmental Protection
Northeast District — Wastewater Section

7825 Baymeadows Way. Suite B-200
Jacksonville, Florida 32256
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Appendix F. continued

PERMITTEE: PERMIT NUMBER:
Smurfil-Stone Container Corporation.

Seminole Mill

Post Office Box 26998 Expiration date:

Jacksonville, FL 32226

g Test Failures

FLO0O0400 — 002

May 21,2014

(1) A test fails when the test results do not meet the limits in 3.a.(1) above.

(2) Additional Follow-up Tests:

(a) If a routine test does not meel the chronic toxicity limitation in 3.a.(1) above, the
permittee shall notify the Department at the address above within 21 days after the last
day of the failed routine test and conduct two additional follow-up tests, in accordance

with 3.d. above. on each species that failed the test.
The first test shall be initiated within 28 days after the last day of the failed routine test.

(b

=

The remaining additional follow-up tests shall be conducted weekly thereafier until a
total of two valid additional follow-up tests are completed.

(c

—

The first additional follow-up test shall be conducted using a control (0% effluent) and a

minimum of five dilutions: 100%, 75%. 50%. 259%, and 12.5% effluent. The permittee
may modify the dilution series in the second additional follow-up test o more accurately

bracket the toxicity such that at least two dilutions

above and two dilutions below the

target concentration and a control (0% effluent) are run. All test results shall be
statistically analyzed according to the Appendices in EPA-821-R-02-013.
(3) In the event of three valid test failures (whether routine or additional follow-up tests) within a
12-month period, the permittee shall notify the Department within 21 days after the last day of

the third test failure.

() The permittee shall submit a plan for correction of the effluent toxicity within 60 days

after the last day of the third test failure.
(b

-

The Department shall review and approve the plan before initiation.

{¢) The plan shall be initiated within 30 days following the Department’s written approval of

the plan.
d
(e

—

Progress reports shall be submitted quarterly to the Department at the address above.
During the implementation of the plan. the permittee shall conduct quarterly routine

whole effluent toxicity tests in accordance with 3.d. Additional follow-up tests are not
required while the plan is in progress. Following completion or termination of the plan.
the frequency of monitoring for routine and additional follow-up tests shall return to the
schedule established in 3.b.(1) above. If a routine test is invalid according to the
acceplance criteria in EPA-821-R-02-013, a repeat test shall be initiated within 21 days

after the last day of the invalid routine test.

(f) Upon completion of four consecutive, valid routine tests that demonstrate compliance
with the effluent limitation in 3.a.(1) above, the permittee may submit a written request to
the Department to terminate the plan. The plan shall be terminated upon written
verification by the Department that the facility has passed at least four consecutive valid

routine whole effluent toxicity tests.

() If a test within the sequence of the four is deemed invalid. but is replaced by a repeat
valid test initiated within 21 days after the last day of the invalid test, the invalid test will
not be counted against the requirement for four consecutive valid tests for the purpose of

terminating the plan.
4

The Department shall require acute definitive whole effluent toxicity testing if mortality

exceeds 50% in the 100% effluent sample before or at 96 hours
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Appendix F. continued

PERMITTEE: PERMIT NUMBER: FLO000400 —002

Smurfit-Stone Container Corparation,

Seminole Mill

Past Office Box 26998 Expiration date: May 21,2014
Jacksonville, FL 32226

(5) The additional follow-up testing and the plan’ do not preclude the Department taking
enforcement action for acute or chrenic whole effluent toxicity test failures. [62-4.241. 62-

620.620(3)]
4. There shall be no discharge of floating solids or visible foam in other than trace amounts,
5. The discharge shall not cause a visible sheen onthe receiving water.

6. In order to determine compliance with the discharge limitations specified in Section [.A of this permit

sampling results shall be caleulated and reported as follows:

o Daily Average Value - the average of all sampling results or measurements taken over a single
day.

o Monthly Average Value - the average of all daily average values during a single month,

o Daily Maximum - the maximum of all of the daily average values calculated during a single
month.

¢ Daily Minimum - the minimum of all of the daily average values calculated during a single
month.

e When only one sample is required to be taken per day tlen the value of that sampling result shall
be the daily average value.

7. smurfit Stone (permittee) is subject to the effluent limitation for annual mass load of the total
nitrogen (i.e., the sum of monthly mass loading of total nitrogen for each month starting from the first
day of the second month following permit issuance through the last day of the 12" month period
(rolling 12 month period)) discharged from the Seminole Mill to the Lower St. Johns River basin
through the Outfall D-001. The annual mass-based effluent limitation for total nitrogen (as N)
discharged from Outfalls D-001 shall not exceed 74.305 ka/vear. Year-to-date annually mass loads
(AL) of total nitrogen shall be caleulated as follows:

AL (ke/yr) = Z (ML)

Where:
AL = Year-to-date annual mass load (Ibs/yr)
ML = Monthly mass load of total nitrogen (Ibs/mo)
i = Second month started from the issuance month.
i = the current monitoring month ( Note: 1 £ j<12)
Y = Sum of mass load of TN starting from the first day of the second

month following permil issuance to the current month.
8, Flow measurement calibration shall accur not less than annually.

B._Underground Injection Control Systems

1. Thissection is not applicable to this facility.
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Appendix G. EPA End Sheet

The Bioassay of the Rock Tenn Seminole Corporation effluent
sampled on June 13, 15 and 17, 2011. NPDES #FL0000400.

Fill Out This Section For All Surface Water Discharger Inspections(CEI, CSI, CBI, PAI, XSI-RI Optional)

Transaction Code NPDES NUMBER YR/MO/DA Insp Type Inspector Fac Type

n] 2| 5] 3|F || of of of of 4] o]o]11 12| 1] 1] o] 6] 1] 3| 18| 19s| 20| 2]

Remarks

66

The Priority Pollutants Analysis of the Rock Tenn Seminole
Corporation effluent sampled on June 13, 2011. NPDES

#FL0O000400.

Fill Out This Section For All Surface Water Discharger Inspections(CEl, CSI, CBI, PAI, XSI-RI Optional)

Transaction Code NPDES NUMBER YR/MO/DA Insp Type Inspector Fac Type

N] 2| 5] 3|F || of of of of 4] ofo]11 12| 1] 1] of 6] 1] 3| 18lx| 19[s| 20| 2]

Remarks

66

Biological Analyses of the Rock Tenn Seminole Corporation
effluent sampled on June 13, 2011. NPDES #FL0000400.

Fill Out This Section For All Surface Water Discharger Inspections(CEl, CSI, CBI, PAI, XSI-RI Optional)

Transaction Code NPDES NUMBER YR/MO/DA Insp Type Inspector Fac Type

N] 2 5] 3lF || of of of of 4] o]o]11 12| 1] 1] o| 6] 1] 3| 18ls| 19[s| 20| 2]

Remarks

66
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