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3.0 STATEMENT OF POLICY

This document is a comprehensive quality assurance plan (CQAP) defining sampling and analytical
protocols for the South Florida Water Management District (SFWMD or the District). These protocols
encompass activities performed for surface water, estuarine systemns, ground water, atmospheric
deposition, biclogical tissuc and sediment monitoring programs. The Water Quality Monitoring
Division (WQMD) Laboratory of the SFWMD iy certified by the Florida Department of Health (FDDOH)
as an cnvironmental laboratory capable of performing metals, nutrients, and general parameter catcgories
1&72.

This CQAP is intended to be used as a reference, training guide, and statcment of acceptable procedures
to be used by SFWMD personnel collecling and analyzing samples and evaluating the quality and
defensibility of the results obtuined. It documents the minimum standards to be complied with [or these
aclivities and provides a reference for evaluating the procedures used during the Llime this CQAP isin
effect.

The SEWMD is committed to the use of good quality assurance/quality control (QA/QC) management
practices o produce data of verifiable quality.
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4.0 Organization and Responsibility
4.1 Cupabilities

The South Florida Water Management District conducts field sampling for surface waler, ground
watcr, atmospheric deposition, sediments, soils and biota. The District’s laboratory 18 capable of
performing analyses for inorganic anions, metals, physical propertics, and other tests such as TOC and
BOD, chlorophyll, periphyton, and macrobenthic invertebrates. Other analyses, including organics,
pesticides, and ultra-trace mercury arc performed by contract laboratories.

4.2 Key Personnel

The following are key personnel associated with the collection and analysis of samples.

Water Resources Evaluation Department:
Department Director: Responsible for the allocation of resources throughout the department to meet

the needs of the SFWMD for sampling and analytical scrvices and championing the quality assurance
program.

Water Qualily Monitloring Division:

Division Director: Responsible for the allocation of resources, training of personnel, collection and
analysis of samples, oversees the QA program for the District and reporting of results 1o meet Lhe
needs of the SFWMD for monitoring water quality.

Field Operations Manager: Responsible for overseeing field units within the division, ensuning that
all mandate requitements are met and that monitoring programs are within compliance. Also serves
as a back-up to the division director.

Supervising Profcssional-QA Officer: Responsible for assuring that the laboratory and ficld
personnel adhere to the approved methods of sample collection, analysis, maintenance of the
CQAP and laboratory certification, method validation studies, issuance of new methods, the
administration of the internal and external laboratory audits, field audits and the review of
legislation pertaining to laboratory quality assurance.

Supervising Protcssional-Chemist: Responsible for the management of the laboratory unit, budget
preparalion and allocation of resources within the laboratory, review of quality control results,
review and approval of data, hinng and training of personnel and ensuring adherence to required
quality control procedurcs.

Senior Chemists: Responsible for the direct supervision of the assigned shift or group, tracking and
maintaining inventory, review of quality control results, review of dala, release of samples, hinng

and training of personnel and ensuring adherence Lo required guality control proccdures.

Senior Environmental Scienlist-Special Projects, WQM: Responsible for overseeing sample
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collection for: 1) ground water, ii) ambient program, iii) ultra-trace mercury and metals, and 1v)
organics and pesticides. This position is also responsible for special projects monitoring and for
maintaining analylical and sumpling contracts.

StaflT Environmental Scientists: Responsible for project management, report generation, data
revicw, and collecting samples.

Supervising Professional-Field Unils: Responsible (or management of field sample and data
collection unit, hiring and training of personnel in sampling and QA/QC procedures, budgeting and
resource allocation within the unit, design of sampling networks and research projects, review of
laboratory daa for specific projects.

Supervising Scientific Associates: Responsible for the allocation of personnel and equipment lor
surface water sampling, training of personnel in sarmphing and QA/QC procedures, review of
quality control data, review of analytical results for specified projects and sample collection.

LIMS3 Administrator: Responsible for oversceing the Laboratory Information Management System
(T.LIMS), regulating and training users and LIMS access, interacts with [ield, luboratory and project
personnel in resolving LIMS-related issues.

Staff Programmer Analyst, WOQM: Responsible for programming applications including LIMS,
testing and installing software packages, and maintenance of the LIMS.

Resource Assessmenl Division:

Division Director: Responsible for the allocation of resources, training of personnel, collection of
samples and supporting the quality assurance program within the division. Also responsible (or
overseeing reporting functions for various water quality monitoring programs.

Unit Supervisors and Scientists (Senior Supervising Environmental Scientists and Hydrogeologist,
Senior Supervising Engincer, Lead Engineer, Senior Environmental Scientists, Senior Supervising
Engineering Associate): Responsible for revicwing data and preparing reports for various
monitoring programs and permits.

Ecosystem Restoration and Reeulation Departments:

Department Director: Responsible for the allocation of resources throughout the department (o meel the
needs of the SFWMD for sampling and  supporting the quality assurance program within their
respective departments,

Okeechobee Syslems Research, Kissimmee River Restoralion, Everglades Systems Rescarch
Ecologically Engineered Svysiems Research, Fverglades Regulation, Okeechobee Service Center

and Ficld Enpineering:

Division Directors: Responsible for the allocation of resources, training of personmel, collection
of samples and supporting the quality assurance program within their respective division to
meel the needs of the SFWMD for sampling services.
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Division Representative QA Officer: Responsible for coordination of all project quality
assurance plans and QA reports for the Division, review of quality control results for the
projects, conducting field audits and training of division personnel in quality control
proccdures.

4.} Organization Charts

The following charts show the organization of the South Florida Water Management District.

Figure 4.1 - SFWMD organization showing the Governing Board, Execulive and Deputy Directors and
the major departments and offices.

Figure 4.2 - Water Resources Evaluation Department showing the reporting relationships Lo the
Department Director. ‘

Iipure 4.3 - Water Quality Monitoring Division through the supervisory levels.
Figure 4.4 - Resource Assessment Division through the supervisory levels.

Figure 4.5 - Ecosystem Restoration Department through the supervisory levels for divisions conducting
sample collection.

Figure 4.6 - Regulation Department through the supervisory levels for divisions conducting sample
collection.
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5.0 QA TARGETS FOR PRECISION, ACCURACY AND METHOD DETECTION
LIMITS

Tables 5.1 and 5.2 present the laboratory and field quality assurance objectives used by
SFWMD. All MDL values were historically derived using 40 CFR procedure. Accuracy and
precision limits were mostly generated from historical data collected in the laboratory and field.
Those accuracy and precision targets not derived from historical are specifically marked witha T
on Table 5.1. These targets were derived either from reference method, from performance
validation data, or are currently safe targets to bring up quality performance in areas where they
have been poorer in the past. In some cases, there are not enough points to generate limits based
on historical ddtd Limits are evaluated quarterly. :

Those derived from historical data are marked with a H.
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6.0 SAMPLING PROCEDURES
6.1 Sampling Capabilities

The sampling capabilities of SFWMD are shown in Table 6.1. The EPA Region IV Engineering
Support Branch Standard Operating Procedures and Quality Assurance Manual (1996) and the
FDEP SOP for Laboratory Operations and Sample Collection Activities (DEP-QA-001/92) are
the references used for the development of sarnpling procedures. This reference is available to
all lield personnel and is referred to in this document as EPA SOP & QAM.

Table 6.1 Sampling Capabilities by Major Category

Matrix =~ | Parameters Matrix Parameters

Surface . | Cations Soils and Cations

Water Inorganic anions sediments Ingrganic anions
Metals Metals
Physical Properties Physical Properties
Organics Organics
Extractable Organics Extractable Organics
Volatile Organics (VOCs) Volatile Organics

(VOCs)*

Microbiology Atmospheric Cations
Other (Benthic Deposition Inorganic anions
Macroinvertebrates, chlorophyll)

Ground Cations Metals

Water Inorganic anions Physical Properties
Metals Biological Tissues | Cations
Physical Properties Inorganic anions
Organics Meials
Extractable Organics Physical Properties
Volatile Organics (VOCs) Organics
Microbiology

*Includes low level VOC collection following EPA5035 and DEP QAS #98-03 guidelines.

Samples are collected from the least to the most contaminated areas whenever possible,
depending on time limitations and distance between sites. Fortunately, the majority of the
District sampling sites are ambient water sources with little variation in concentration levels
within a sampling trip. Wells are not sampled for organic contaminants if the presence of fuelor
free product is suspected. A new pair of powder-free disposable latex/PVC gloves is used at each
sampling point for all types of sampling. The preferred order of sample collection is: 1) VOC, 2)
POX, 3) TOX, 4) TOC, 5) extractable organics, 6) total metals, 7) dissolved metals, 8)
microbiological, 8) inorganics, 9) turbidity and 10) benthic macroinvertebrates.
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6.2 Field Equipment

The instrumentation, equipment, and supplies used in collection of surface water, groundwater,

soil/sediment, biological tissue, atmospheric deposition, trace and ultra-trace mercury, and

benthic macro-invertebrates are listed in Tables 6.2 to 6.8, respectively.

Table 6.2 Surface Water Quality Sampling Equipment
Category Equipment Deseription Type of Material Use Notes
Grah Vertical sampling bottle, 2.2 L actylic collection i
sampling , - -
Horizontal sampling bottle, 2.2 L PVC collection ]
| Horizontal sampling bottle, 3.2 L PvC collection 1
-|- Plastic bucket Polyethylene collection 1
Sample bottles Polyethylene, glass, teflon collection 1
Filter holders Acrylic/polypropylene filtration 1
Filter units, high capacity, 0.45 pm Polypropylene housing, nylon filration |
mecmbrane membrane
Disposable filter unit assernbly with pre- | Polypropylene housing, filtration l
filter and 0.45 pm membrane polycarbonate or other suitable
polymer membrane
Pre-filter, 47 mm dia, 1-2 um pore size Glass fiber filtration l
Membrane filter, 0.45 um Polycarbonate or other suitable Filtration |
polymer
Syringe, 60/150 mL or ather suitable Plastic Filtration 1
51Zes
Peristaltic pump N/A Collection 1,4
Pump tubing C-flex Collecrion 1
Sampling boom PVC pipe with LDPE sample Collection 1,2
botile attached
Bailer Teflon Collection 3
Lanyard to support bailer Teflon-coated stainless steel Collection 4
Gloves, short Latex, powder frec Collection 4
Subsurface sampler Stainless steel Collection 3
851000 Traechel syringe Acrylic Collection l
31000 Traechel syrinpe Teflon Collection 1
Botile rack, support for VOC botiles Collection 4
NOTES:

1., Mot snitable for the collzction of organics, extractable organics and VOCs.
2. Used to hold mibing at desired depth while collecting sample with the pump.
3. Used o collect VOUs and extractable orpanics.

4, Does not contact sunple,
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Table 6.2 Surface Water Quality Sampling Equipment (Con’t)
Category | Equipment Description Type of Material Use Notes
Auto- American Sigma Model 700, 800, or Polyethylene Collection 1,4 T
samplers | 900 autosampler
American Sigma Model 6201 Polyethylene Collection 1,3
autosampler
Sample bottle, 2-5 oal, Polypropylene Collection 2
Sample bottles, 1 L Folypropylene Collection 2
Pump tubing/intake tubing Silicon/PVC collection 2
Notes:

1. Does not contact sample
For inorganic anions, cations, and physical properties with long holding times only

2.
3. Cooled by a refrigeration unit
4.

Autosampfer bottles are pre-preserved, unit not cooled; validation data for method applicability for nitrogen
parameters is cwrrently being evaluated; validation package and CQAP amendment will be submitted to FDEP.

Table 6.2 Surface Water Quality Sampling Equipment (Con’t)

Category

Manufactu
rer

Model

Category

Equipment

Multi-
parameter
unit

Hydrolab

Scout I

IV

Surveyor II

Surveyor I

Surveyor IV

YSI

Model 6000 UPG
Multiprobe

Model 6920 Multiprobe

Model 600XL.
Multiprobe

Model 600R Multiprobe

Solomat

WPS03

Other
Field
Measuring
Device

Turbidimeter

Secchi Depth Disc

Licor spherical equipment
$Ensors
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Table 6.3 Ground Water Sampling Equipment

Category Equipment Description Type of Material Use Applicability
Purging Centrifugal Pump Iron/Steel/Rubber Purge Only Inorganics/organics
Equipment -
Suction Hose Flex PVC
Drop Pipe Teflon/Stainless Steel
Check Valve Teflon
Submersible Pump Stainless Stecl/Teflon | Purge Only Inorganics/organics
Suetion Hoge Polypropylene
Dirop Pipe Teflon/Stainless Steel Organics only*
Geotech or Masterflex Peristaltic Aluminum Housing Purge Incrganicsiorganics
Pump with Stainless Steel
Rollers & Plastic Head
Suction Hose Teflon Organics
C-Flex Inorganics
2 or 3 Gallon Buckets Polyethylene Purge Only Inorganics/organics
Elecwonic Water Level Indicator Teflon/Stainless Steel | Prior to Purge | Inorganics/organics
Tape measure and chalk Prior to Purge | Inorganics/forganics
Sampling Bailer System w/top, bottom, filter Teflon Collection Inorganics/organics
Equipment adapter,
control-flow hattom
Lanyard Teflon-coated Collection Inorganics/organics
‘ Suinless Steel
Peristaltic Pump Aluminum Housing Collection Inorganicsforganics
with Stainless Steel
Rollers & Plastic Head
Suction Hose Teflon Collection Qrganics (except
vOCs)
Suction Hose C-Flex Collection Inorganics
Sample Botiles Glass Collection Organics
Bottle Tops with Inflow/Outflow Ports | Teflon Collection Organics
Gloves Latex, powder-free Collection Inorganics/Oreanics
Field Dispasable Filters (QED FF-3200, Acrylic Copolymer Filtration Inorpganics
Filtration | Meissner or similar) 0.45 micron (1.0 | with Polypropylene
Equipment | micron used for permit complianee Housing
metals anly)
Handheld Vacuum Pump PVC/Tygon Tubing Filtration Inorganics, except

metals

* When sampling for organic contaminants, ail parts of the apparatus contacting the sample during purge are either
eflon, teflon-coated, or stainless steel.
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Table 6.4 Soil/Sediment Sampling Equipment
Equipment Description Type of Material Use Applicability
Petite Ponar ™ Stainless Steel Collection All
Scoop/spoon Stainless Steel Collection All, except VOCs
Compositing
Bowl/Tray Stainless Steel Compositing All, except VOCs
Hornogenizing
Core Stainless Steel Collection All
Core Aluminum Collection All, except Al
Core PVC Collection All, except
Organics
40-mL clear vials, septum- (lass, rubber septa Collection Low level VOCs
gealed with silicone face -
Top-loading balance, to 0.01 g | N/A Weighing Low level VOCs
accuracy sample*
Magnetic Stirming Bar PTFE-coated Stirring during | Low level VOCs
purging
Disposable plastic syringe, 5 | Polypropylene, rubber | Collection Low level VOCs
mL, with barrel tip cut-off flange
EnCore'™ sampler Inert polymer Collection Low level VOCs
Core attachment PVC Collection All, except
organics
Core stoppers Rubber Collection All, except
Organics
Gloves (short & long) Latex, powder free Collection All

*If low level VOC analysis is done by FDEP laboratory, it will not be necessary to weigh samples in the field. Tared
vials are used and samples are weighed upon arrival in the laboratory. A complete soil sampling kit is provided by
FDEF laboratory (vials, stirming bar, syringe, EnCore™ sampler).

Table 6.5 Biological Tissues Sampling Equipment

Equipment Description Type of Material Use Applicability
Shears Stainless Steel Collection Above ground
biota
Knife Stainless Steel Collection Above ground
biota
Core PVC Collection Below ground
biota
Opaque Bags Plastic Sample Biota
slprage
Soil Sieve (5mm mesh size) Stainless Steel Sample
processing
Gloves (short) Latex, powder frec | Collection
Processing
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Table 6.6 Atmospheric Deposition Sampling and Processing Equipment

Equipment Description Type of Material Use Notes

Aerochem Metric Wet/Dry Aluminum Collection 2

Precipitation Collector

Aerochem wetfall bucket PVC Collection

Snap Lids High Density Cover Collection
Polyethylene Buckets

Bucket Polyethylene Sample processing 2

Rubber spatula/tweezers/scoop Plastic Sample processing 2

Gloves (short) Latex, powder free | Collection/processing- | 1

Portable Weighing Scale (Mettler Metal/Plastic Weigh Wet Samples | 1

SB12001)

Notes:

1. Equipment will not contact sample.

2. For inorganic ions, physical properties, aluminum and iron collection/processing only.

Table 6.7 Low Level Mercury Sampling Equipment

Equipment Description Type of Material Use Notes

Gloves (long & short) Plastic Collection

Gloves (short) Latex powder free | Collection 1

Zip-lock bags (small & large) Plastic Wrapping 1

bottles/equipment

Bottles Teflon Collection

Geopump peristaltic pump N/A Collection 1

Pump tubing Teflon Collection

Pump tubing C-FLEX Collection

Filter units, high capacity, 0.45 Acrylic copolymer | Filtration

micron Meissner (CSMFO 45-442) | with polypropylene

or similar housing

Screen (100 micron) Nitex Pre-screening

Filter holder Teflon hold screen

Sampling boom PVC pipe with Support tubing at l
LDPE sample desired depth and
bottle away from structure

Ring stand Clamps must be Support sampling 1

' non-metal train
Notes:

1. Equipment will nat contact sample




Section 6.0
10/27/99
Pape 7 of 32

Table 6.8 Benthic Macroinvertebrate Sampling Equipment
The actual equipment used will depend upon the habitats available in the area,

Equipment Description Type of Material | Use
Hester-Dendy artificial substrates Tempered Collection
hardboard

Dip nets Nylon Collection
Petite Ponar-type Sampler Steel Collection
Eluman type grab sampler Steel Collection
Sieve (U.S. Standard No. 30) Steel Processing

Jars | Glass Sample Storage
Sorting trays " Stainless Steel Processing

6.2.2 Other Equipment, Tools and Supplies

Sample containers
Polyethylene sample bottles for inorganics sampling only, variable sizes from 60-1000 mL
1000 ml amber polyethylene sample bottles - for chlorophyli only
125 and 500 mL teflon or amber glass sample bottles (mercury only)
60 and 250 mL polyethylene sample bottles (HNOj; cleaned, trace metals only)
125 pre-sterilized Whirl-paks - container for microbiological samples
Note: Sample containers for VOCs, organics, extractable organics, and ultra trace mercury are
provided by contract laboratories.

Sample preservation supplies
50% H,S0Qy4 in plastic dropping bottle
50% HNOj5 in plastic dropping bottle
30% NaOH, and Zinc Acetate for Sulfide
pH strips, 0 - 3 range & 11 - 14 range
Safety goggles
Acid Smll Kit
Base Spill Kit
10% buffered formalin
70-80% ethyl alcohol
Note: Preservatives for VOCs, organics, extractable organics & ultra trace mercury are provided
by contract laboratories.
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Field calibration kit for multi-parameter units
Certified pH buffers - 4, 7, and 10
Certified conductivity standards - range appropriate for trip sampling sites
Ring stand
Screwdrnivers - straight edge and Phillips
Calibration cup with both hard and soft end caps
DO membranes and O-rings
DO and pH electrolyte solutions
Turbidity Standards
pH cell caps
Technical manual and tools

Coolers with wet ice (or blue ice for ultra-trace mercury) of sufficient size and quantlty to
contain all antlmpated samples

QA/QC supplies
Analyte free water - for figld blanks, equipment blank, and rinsing equipment
Trip Blanks (VOC and ultra-trace mercury collection)

Miscellaneous supplies
Polyethylene bucket - for inorganic sample processing
Disposable latex/PVC gloves, powder free (PVC not for organics or VOCs)
Polyethylene trays - for providing clean working areas (does not contact sample)
Self-adhesive sample labels
Waterproof pens
Clipboard
Field notebook (bound, waterproof)
Chemistry field data log sheets
Watch
Personal protective equipment
Field waste container (ex. For nitric acid waste)

Navigational Aids
USGS Quadrangle maps - for site location
Project location maps - for site location
WMD low band radio - for communication
Mark Hurd Aerial Photographs - for site location
Global Positioning Systems - for site location
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6.3 Decontamination Procedures

All sampling equipment is transported to the field pre-cleaned and ready to use. Cleaning
procedures are described in Section 6.3.1 through 6.3.10 and are as required by EPA SOP &
QAM, Appendix B. All sample collection equipment and unpreserved containers are rinsed
three times with sample water before the sample is collected with the following exceptions:
VOCs, bacteriological samples (Whirlpaksm), Total Recoverable Petroleun Hydrocarbons
{TRPHs), and Oil and Grease.

Analyte-free water is obtained from laboratory or field prep areas which have effective and
regularly tested water purification systems. Analyte-free water is generated to provide a source of
water in which all interferences and analytes are below detection limits. Field personnel use
analyte-free water to prepare field blanks and equipment blanks, and for the final
decontamination rinse of field equipment. The reliability and purity of the analyte free water is
monitored through the results obtained from the equipment and field blanks. Analyte-free water
should be obtained and used as fresh as possible and not stored for more than one week. The
District does not provide a decontamination service to its clients.

6.3.1 Laboratory Cleaning
In the laboratory, the sampling equipment is cleaned using the following procedure:

1. Wash all surfaces thoroughly with tap water and phosphate free laboratory detergent
(such as Liquinox). Use a brush to contact all surfaces and remove stubborn debris.
Heavily contaminated equipment is disposed of properly.

2. Rinse thoroughly with tap water.

3. Rinse with 10% hydrochloric acid (10% nitric acid if intended use of equipment is for
trace metal sample collection only).

4. Rinse thoroughly with analyte free water,

5. Rinse thoroughly with pesticide grade isopropyl alcohol (for equipment used for
organic sampling only).

6. Rinse thoroughly with analyte free water.

Allow to air dry completely.

B.  Cleaned bailers are wrapped in aluminum foil or untreated butcher paper for storage
and transportation.

~

Equipment is properly disposed of if decontarmination is not effective. The cleaning procedures
used for the field equipment are documented in the equipment logbook and include which
equipment was cleaned, the procedure used, and the date and initials of the person performing the
cleaning.

6.3.2 Field cleaning procedure for Inorganic Surface Water Sampling

Sampling equipment for nutrients, major ions and physical parameters that is reused from site to
site 15 nnsed twice with analyte free water and then three times with sample at each sample site
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before the sample is collected, Before the next sampling event, all equipment is cleaned as stated
in section 6.3.1. The District is currently in the process of validating this cleaning procedure for
trace metals. Data from this study is still being collected and analyzed. Evaluation of the data
from this study will be presented to FDEP via an amendment of this section of the plan.

6.3.3 Field Cleaning Procedure for Organic Surface Water Sampling

Pre-cleaned and pre-treated 1 L amber glass bottles are supplied by the contract laboratory and
are rinsed in the field before sample collection as in 6.3.2. The bottle racks used to support these
boitles during collection do not come in contact with the samples but are washed with Liquinox,
tap water and D.I. before each trip. A pre-cleaned teflon bailer may also be used in the absence of
strong currents or where a discrete sample at a specific depth is not required. The bailer is
cleaned according to section 6.3.1, and is used only once in the field, The bailer is rinsed three
times with sample water before collecting the sample.

0.3.4 Ground Water Equipment

All ground water sampling equipment is transported into the field pre-cleaned and ready to use.
Laboratory cleaning procedures for the field equipment are described in sections 6.3.1. The
sampling equipment is used only once in the field and transported back to the lab for cleaning.
The identification numbers of the sampling equipment used at each well are recorded in the field
notes. All ground water sample collection equipment and sample containers are rinsed three
times with sarnple water before the sample is collected, with the following exceptions: VOCs,
and any sample bottles containing pre-measured preservative. After use, the sampling equipment
is rinsed with analyte-free water and returned to the sample preparation area for thorough in-
housc cleaning.

6.3.4.1 Teflon Drop Pipe Decontamination
Teflon drop pipes are decontaminated in-house according to section 6.3.1.
6.3.4.2. PYC and Polypropylene Hose

When purging a well with a centrifugal pump, one end of a PVC hose is attached to the pump
while the other end is connected to a Teflon drop pipe with a teflon check valve on the bottom
end. Only the Teflon drop pipe touches the water in the well. The PVC hose is decontaminated
before use in each well by rinsing with dilute Liquinox. The hose is then rinsed with copious
amounts of DI water and wiped dry with clean lab-grade paper towels. The PVC hose is not
allowed to come into contact with the ground water.

After purging a well, the hose is slowly removed from the well casing while the pump is still
running to reduce the possibility of water draining back into the well from the inside of the hose.
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6.3.4.3 Filtration Units

Disposable filtration units (QED, Meissner or equivalent) are purchased pre-cleaned and comes
individually packed in plastic bags to prevent contamination prior to use.

0.3.4.4 Teflon Lanyards

Teflon coated, stainless steel lanyards are decontaminated in-house according to section 6.3.1.
Between wells, the lanyards are rinsed with dilute Liquinox, then rinsed with D.I. water before
collection. All sampling equipment is rinsed three times with sample water before sample
collection,

6.3.4.5 Submersible Pumps

Submersible pumps are used for purging only and are decontaminated in-house according to
section 6.3.1, with the exception of the acid rinse due to the stainless steel construction (the
solvent rinse is optional if organics are not sampled). The interior is cleaned between sites by
flushing thoroughly with DT water. The attached polypropylene hose is rinsed with dilute
Liquinox and D.I. water between wells.

6.3.5 Sediment/Soils Equipment

The field sampling equipment is cleaned prior to being taken to the field by the following
procedure: the dredge, scoop, bowl, and corer (stainless steel) are washed with Lab grade
detergent, rinsed three times with tap water, rinsed with analyte free water, rinsed twice with
pesticide grade isopropyl alcohol, and rinsed three times with analyte free water. The isopropyl
aleohol 1s containerized for proper disposal. PVC corers are washed with Lab grade detergent,
rinsed with tap water, dipped in 10% HCI, rinsed with tap water, then rinsed with DI water and
allowed to dry. The corers are bagged in polypropylene bags until taken into the field.

For ultra-trace mercury sample collection, sampling equipment is rinsed twice with D.L water
and finally with MilliQ water. For low level VOC collection, the pre-preserved vials are supplied
by the contract laboratory and are not rinsed in the field. The disposable syringes used for low
level VOC s0il collection are rinsed in the laboratory with isopropyl alcohol.

6.3.6 Sample Bottles and Filtering Equipment

In the laboratory, the reusable sample bottles (except for trace metals) and reusable filter holders
are washed with lab grade detergent, rinsed with tap water, 10% hydrochloric acid, tap water,
analyte free water, and finally air dried. Each batch of cleaned re-usable bottles are tested for
effective cleaning by performing conductivity analysis on D.1. water contained in at least 5% of
the bottles. No further checking is done for pre-cleaned bottles. For both lab-cleaned and
commercially pre-cleaned bottles, the equipment blank data is carefully tracked to determine
presence of any contamination.
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Dry bottles are stored with the caps on and filter holders are stored in a closed container.
Disposable bottles, certified pre-cleaned from the vendor, are also used.

Polyethylene trace metal bottles are washed with lab grade detergent, rinsed with hot tap water,
soaked in 20% nitric acid overnight, rinsed with analyte free water, and air dried. At the time of
sampling, the bottle is rinsed three times with sample water

The Teflon sampling bottles and glass volumetric flasks for total mercury are cleaned by rinsing
three times with DI water, filling the bottles with DI water, adding approximately 1ml of
digestion reagent (Bromine Monochloride), and allowing bottles to soak for a minimum of 18
hours. Before being used, containers are neutralized by rinsing with approximately 0.2 mL of
30% w/v hydroxylamine hydrochloride per 100 mls of DI water. Containers are then rinsed 5 - 7
times with I) I water. Teflon bottles are then shaken dry and capped until sampling. Volumet‘ric
flasks are partially filled with I [ water for solutions preparation.

Reusable filter holders are soaked in a weak lab grade detergent solution before washing to
soften any residues which may be in the filter holders from the previous sampling process
according to Scction 6.3.1. Reusable filter holders are then washed following the same procedure
as inorganic sample bottles, Once assembled, reusable filters maybe stored in a sealed plastic bag
in a cool, dark place for no longer than 30 days. Disposable filter holders are purchased pre-
cleaned and ready for field use. Filtering syringes are washed with lab grade detergent, then
rinsed with tap water followed by analyte free water and allowed to air dry.

Clean bottles/equipment are obtained from the lab by field personnel prior to each tip. Bottles
for the collection of samples sent to contract laboratories are provided by the laboratory
performing the analyses. These bottles have been cleaned by the contract laboratory according to
that laboratory's procedures prior to shipment to the District. The contract laboratories must have
approved cleaning procedures in their Comprehensive Quality Assurance Plans.

6.3.7 Autosamplers

All autosampler bottles are cleaned in the laboratory using the standard bottle cleaning procedure
described in Section 6.3.1 as per EPA SOP & QAM guidelines, Appendix B, Sections B.5 and
B.6. Tubing is not cleaned but replaced. The sampler and sampler tubing is dedicated to each
site. The sampler is programmed to rinse the tubing twice with sample before collection and
then purge the tubing after the sample is laken. The pump and intake tubing for autosamplers is
replaced at least quarterly or when first deployed. The entire sampler is ¢leaned when it is
removed from the site for repair or transferred to another site. Pump tubing may be re-used if
properly cleaned by soaking in hot water and Liquinox and scrubbing the outside and ends with a
small bottle brush. The tubing is then rinsed with tap water, followed by DI water.
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6.3.8 Atmospheric Deposition Equipment

Atmospheric deposition buckets are cleaned according to section 6.3.1. Once dry, the buckets
are capped and taken to the site. Tare weights of collection buckets are checked at least every
three months. Weights are written on the outside of the bucket, using a permanent water-proof
marker.

6.3.9 Ultra-Trace Mercury Equipment

Pre-cleaned sample collection equipment (including sample bottles) are supplied by the contract
laboratory for ultra-trace mercury collection. Filtration units are disposable and are purchased
pre-cleaned.- Sample bottles are rinsed three times in the field with sample before the sample is
collected. When using the peristaltic pump, a minimum of three sample hose volumes (200 ml)
of sample water are flushed through the tubing or filter before the sample is collected. The
contract laboratories ship sample bottles and sample trains for the peristaltic pump, clean and in
bags, and supply ultra-pure water for blanks, rinsing, and field use. All equipment and supplies
taken into the field are kept in sealed plastic bags. Details of decontamination procedure for
altra-trace mercury sample collection are included in SFWMI)'s current SOP and QAPP for this
project.

6.3.10 Analyte-Free Water Containers

The analyte-free water containers are cleaned in the laboratory, at least once a week or when
contarnination is suspected, using the standard bottle cleaning procedures described in Section
6.3.1 as per EPA SOP & QAM guidelines, Appendix B. Glass containers used for organics
sampling must include the isopropyl alcohol rinse of step #5.

6.4 Sampling Procedures

Water sampling locations in the SFWMD are frequently established at water control structures
where known flow rates can be combined with chemical concentrations to determine loadings.
However, in lakes, rivers, marshes, estuarine systems, storm water runoff, and agricultural point
sources, sampling sites and sample depths are chosen based on other criteria as described in the
appropriate QAPPs. In any case, the sample must be collected in such a manner as to ensure that
it is representative of the water body being studied. A new pair of disposable latex/PVC gloves
15 used at each sampling point for all types of sampling. In most cases, grab samples of surface
water are collected at a depth of 0.5 meters. Sampling depths may vary based on physical
condition of the site or project requirements, Except otherwise noted, all samples are preserved
according to table 6.9, 6.10, 6.11, 6.12, or 6.13.
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6.4.1 Sample Rejection Criteria During Field Sample Collection

The field sample collection personnel are responsible for visually inspecting the sample and
rejecting it as necessary. The laboratory personnel receiving the sample are then responsible for
inspecting the condition of the sample upon receipt and rejecting it as necessary. Established
criteria are detailed below and in Section 7.3.1.

As a general gnideline, no samples should be submitted to the lab for which circumstances of
collection will result in rejection of data due to factors that may have affected the condition of
the sample. In any case, proper and thorough documentation must be done, explaining the reason
for rejecting the sample. Upon return (o the office, the sampling personnel must notify of the
problem the field supervisor, QA officer and project manager, via email. )

6.4.1.1 Autosampler and Atmospheric Deposition Samples

Reject samples that meet any of the following or similar criteria:

Samples that are obviously contaminated by outside or foreign matter, e.g. dead frogs,
lizards, or other animals.

Samples where the pH is below 1.0, either from insufficient sample volume and/or
excessive acid addition,

Collection line contamination from excessive plant accurnulation around the intake, or
the intake being submerged in, or directly in contact with, bottom sediments (this may not
be readily observable in the field.)

Cracked or broken sample collection container (only the sample from the damaged bottle
should be discarded.)

Rain samples are a special category of autosampler samples that may be rejected because
of gross contamination of the sample, as specified in details in current Atmospheric
Deposition Project SOP.

Samples were obtained from an autosampler which failed during operation such as failure
of refrigeration unit, incomplete program, or overflowed containers.

6.4.1.2 Grab samples

In most cases, if initial grab samples are unacceptable due to any of the above mentioned
criteria, or due to lack of water or absence of flow, samples maybe obtained from an alternate
location. This must be documented in the hcader sheet and the field notebook.

6.4.2 Surface Water (excvept organics and autosamplers)

The surface water sampling procedures (except organics and autosamplers) are given in the flow
chart in Figure 6.1. The following special considerations are observed when applicable:

If a boat is used, the sample is taken from the bow, and/or upwind and upstream from the motor.
When wading, the sample is collected upstream from the collector.

Care is taken not to disturb the sediment in the immediate sampling area.

Pre-preserved conrainers are not used ay collection containers,

Intermediate containers are inveried, immersed to the appropriate depth, and turned upright
pointed in the direction of flow, if applicable.

6. Samples are preserved according to Tables 6.9 to 6.13.

O
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6.4.3 Surface Water - Organics

Surface water samples for organic analysis are collected directly into the sample bottles using a
subsurface grab sampler equipped with a pre-cleaned glass bottle provided by the contract
laboratory. All unpreserved containers (except VOCs) are rinsed three times with the sample
before final sample collection. The sample containers are immersed, inverted to 0.5 m below the
surface, and pointing in the direction of flow, turned upright until full.

When collecting for VOC, the water is poured from appropriate grab sampler, slowly down the
edge of the 40 mL Teflon-lined septum glass vial from the pre-cleaned glass bottle to minimize
aeration. The vial 1s filled to the point of creating a convex meniscus. The cap and septum is
placed, teflon side down, on the meniscus and sealed. The vial is inverted and lightly tapped on
the lid to dislodge any entrapped air bubbles. The absence of air bubbles indicates a proper _
sample collection. If air bubbles are present, the bottle is opened, additional sample is added and
the vial is resealed. Additional sample is added a maximum of three times. If a seal cannot be
obtained, the vial, sample, and septum are discarded, a new vial is used and the sampling
procedure is repeated. A teflon bailer may also be used in the absence of strong currents or
where a discrete sample at a specific depth is not required. Each sample is identified by the
project code and sequential sample number. During sarnple collection, the date, time, location,
water movement, weather and site conditions are recorded. The preservation technique and
holding times are shown in Table 6.10. Following collection of the sample, the bottles are
sealed, tagged or labeled, and placed in wet ice.

The samples, with appropriate sample identification and chain of custody form, are sent to the
contract laboratory. The samples are packed in coolers with bubble-wrap or other appropriate
packing material to avoid breakage. Samples are kept at 4°C with wet ice, Sample containers for
VOC analysis are placed into separate bubble-pack bags for each station. At least one trip blank
must be included in each separate cooler containing VOC samples. Coolers are taped shut with
shipping tape, labeled appropriately and shipped to the laboratory using common carrier
overnight delivery.

6.4.4 Surface Water - Autosamplers

Water quality autosamplers are used for the collection of daily composite or discrete samples.
The choice of whether to use a discrete or composite autosampler depends on the requirements of
the project, the facilities available at the sampling site, and the parameters for which samples are
to be collected. Data from a validation study, conducted to determine the suitability of current
autosampler collection method for nitrogen parameters, is currently being evaluated. Preliminary
data has been gathered and the study is expected to continue until Fall 1999. Validation results
and appropriate amendment to this CQAP will be sent to FDEP upon completion of the study.

Autosamplers are dedicated to a specific location as long as they are working properly. Volume
checks and recalibrations are conducted weekly or at time of sample pick-up to insure accuracy
and consistency of samples. If an autosampler fails to perform, the sampler head including the
pump hose, electronics, and flow sensor are replaced as required. Sampler intake tubing is
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dedicated to a collection site and is replaced at a minimum of every quarter or when the
autosampler is first deployed. The tubing may be replaced sooner if algal growth is observed in
and around the inflow tubing.

6.4.4.1 Discrete Autosamplers

The discrete automatic sampler is programmed 1o rinse the sample collection tubing twice prior
to sample collection and to purge the tubing following collection. The samplers are programmed
depending on the project requirements. For example, the programming may include collection of
daily composites at a rate of 80 ml of sample at 144 minute intervals and addition of the sample
to the correct individual sample bottle for a total of 10 samples per 1 liter discrete sample bottle.
When collecting for total Kjeldahl nitrogen, total phosphorus, ammonia and nitrate plus nitrite
only, 1 mL of 50% sulfuric acid is added to the discrete autosampler bottles before sample
collection. The amount of acid is selected to maintain pH between 1.5 to 2 after sample
collection, Routinely, samples are poured into sample bottles at the collection site, preservation is
checked and samples are immediately placed on wet ice for transport to the analytical laboratory.
Additional drops of acid are added at time of pick-up, if necessary to bring the pH to this range.
For projects that require manual compositing from discrete bottles, measured aliquot of samples
are transferred to properly cleaned plastic bucket, mixed thoroughly, and a composite sample
taken and preserved in the field.

Sampler intakes at water ¢control structures are usually located 0.5 m below the historic low mean
water level and off the wing wall. Placement of the sample intake depends of the goals and
specifications of the project, or may be determined by the type of structure.

6.4.4.2 Refrigerated Composite Autosamplers

Muost of the composite autosamplers used by the District are installed at pump stations where
electrical power is readily available. Autosamplers located at pump stations generally work m
synchrony with each of the pumps in the pumping battery. The autosampler is activated once any
of the pumps becomes operational, and is usually programmed to collect an aliquot at pre-
determined intervals for each operating pump. The aliquot is dispensed into a refrigerated 5 gal
polyethylene jug. Generally, the refrigerated autosamplers are deployed for up to one week and
samnples are collected at the end of a weekly period. Deployment times may vary depending on
project requirements as specified in the QAPP. The refrigerated composite sample is
homogenized by capping and shaking the bottle. An aliquot is transferred unfiltered to a 125 mL
sample bottle for TKN and TPO4 and another aliquot is filtered into a 60 mL sample bottle, for
NO, and NH, testing. Both aliquots are preserved upon collection in the field as indicated in
Table 6.9. As mentioned carlicr on this Plan, data to validate the use of autosampler for the
collection of nitrogen parameters is curtently being evaluated.
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Figure 6.1 Inorganic Surface Water Sampling Procedure
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6.4.5 Sediment/Soil
6.4.5.1 General Considerations: Duplicate Analyses

The District collects both grab and core samples for sediment analysis of inorganic and organic
analytes. The type of sampling employed depends on the requirements of the project for which
the samples are being collected. Field equipment is cleaned prior to the field trip and after each
sample according to the procedures described in Section 6.3.5. Whenever possible, sufficient
equipment should be pre-cleaned in the laboratory for each trip so that field cleaning will be
unnecessary,

Duplicates are collected to measure the variability inherent in the sampling process. Duplicates
for sediments are collected from the same sample. Since a true split sediment sample is almost
impossible under field conditions, split soil samples are considered duplicates. If analyses for
pesticides, extractable organic compounds, or VOCs are to be performed, the sample containers
must be glass with teflon lined lids. VOC bottles must have a teflon-lined septum. For other
classes of analytes, glass or plastic jars, or other approved containers supplied by sub-contracting
laboratories, may be used as sample containers. The containers are completely filled with sample
by gently packing the sample into the container with a spoon or scoop to minimize air bubbles
trapped in the container in order to minimize sample oxidation that could influence certain test
results.

6.4.5.2 Grab Samples

Sediment samples for organics are collected by hand grab using a stainless steel scoop/spoon,
stainlcss steel petite Ponar™ dredge, or stainless steel core. The stainless steel scoop/spoon is
utilized only in quiescent shallow waters. The petite Ponar™ dredge is effective over the wide
range of circumstances encountered during the collection of sediment samples. The petite
Ponar ™ dredge can be used on soft or hard bottoms under a varicty of flow and depth conditions.
Sediment samples from canals are collected mid-stream using a small boat. The dredge is
lowered by rope until contact with the bottom is established, then the dredge is slowly retrieved
and emptied into a stainless steel bowlftray. The stainless steel corer is used when collecting
shallow sediment samples, Samples for VOCs (high level collection) are taken prior Lo
compositing and placed in appropriate vials and sealed using caps with rubber septa. Each
sample (except samples for VOC analysis) is thoroughly mixed in the stainless stee] bowl with a
pre-cleaned stainless steel spoon. The sediment in the bowl should be scraped from the walls
and bottom, rolled to the middle and initially mixed. The mass is quartered, moved to the
opposite sides of the bowl, and each quarter individually mixed. Each quarter is then rolled to
the center of the bowl and the entire mass is mixed again. This process is continued until the
mass is as homogeneous as possible. A pre-cleaned stainless steel spoon or small scoop is used
to transfer the required amount of final homogenized material from near the center of the mass
into the appropriate sample bottle. This is done quickly to prevent oxidation of metal ions or
volatilization of organic compounds. The bottle is filled to its rim.

Low level VOC samples are collected either using an EnCore™ sampler with a T-handle or
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using a 5 cc syringe with pre-cut barrel tip and transferring up to 4 cc soil into pre-tared vial
containing a small amount of D.L water and a stir bar. The vials are kept sealed, kept on dry ice,
and shipped to the contract laboratory.

6.4.5.1 Core Sampling

Sediment cores are ¢ollected using PVC corers if the sample will not be analyzed for organics.
Intact sediment cores are obtained by driving a PVC coring tube to a depth of approximately 50
cm into the soil. Under shallow conditions (water depth < 30 ¢m) this is achieved using a block
of wood to protect the neck of the core tube and then striking the block several times with a
hammer such that the core penetrates the soil with minimal compaction. If the water 15 greater
than 30 ¢cm, a PVC coupling should be attached to the coring device. This attachment is
comprised of a ball valve and a length of PVC pipe. This is fitted to the neck of the PVC coring
tube and a closed ended piece of metal pipe with a diameter larger than the upright PVC pipe is
used to pound the core into the sediment. During the insertion, the ball valve should be open.
Prior to pulling the core out of the sediment, the ball valve should be closed. The sediment core,
with the overlying water, is then labeled, capped at both ends using rubber stoppers, stored out of
direct sunlight, and transported to the laboratory. If the sediment surface within the core is at a
significantly different depth than the adjacent soil, compaction has occurred, and the core should
be discarded.

For ultra-trace mercury collection, buterite tubes are used. If coring is to be done at depths>30
cm, stainless steel corer 18 used, with a buterite tube inserted into the corer.

6.4.6 Ground Water

Ground water wells are purged from shallowest to deepest well, if more than one well is located
at a site, and then samples are collected from the least to most contaminated wells whenever
possible. The order of collection is: 1) VOCs, 2) Extractable Organics, 3) Total Metals, 4)
Dissolved Metals, 5) Inorganics and 6) Radionucleides. The SFWMD does not use temporary
well points or dedicated equipment for ground water monitoring. Samples are not collected from
wells which contain free product.

A protective covering of visqueen plastic maybe placed on the ground around the well at the
sampling site to reduce the potential for contamination. A fresh pair of disposable non-powdered
latex gloves are worn at each sample site while purging and another fresh pair worn for collecting
samples. All samples are collected using a Teflon bailer which is suspended by a Teflon coated
stainless steel lanyard and carefully lowered into the well. Prior to the collection of the sample,
the bailer is rinsed three times with sample. The lanyard and bailer are not allowed to touch the
ground during sampling or purging.

The bailer, filled with sample, is retrieved from the well and placed on a bailer stand. vOC
samples are collected first via a controlled-flow bailer bottom and are poured slowly down the
side of the sample vial to minimize sample aeration. The vial is filled to the point of creating a
convex meniscus. The cap is secured with the Teflon side of the septum contacting the sample
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and no headspace in the sample container. The vial is inverted and gently tapped to locate
bubbles. If bubbles are present, the sample in the vial is discarded and sample is recollected and
checked for bubbles. Additional sample is added a maximum of three times. If an acceptable
sample cannot be collected, the sample, vial and septum are discarded, a new vial and septum are
used, and the collection procedure beging again.

To filter a sample, a one piece, molded, in-line disposable filter is attached to the bottom of the
bailer with a Teflon adapter. The top of the bailer is attached to a vacuum pump by a Teflon
attachment so the bailer can be pressurized to force water through the filter. The filters are 0.45
micron unless a dissolved metals sample is collected for permit compliance, in which case the
filter pore size is required to be 1.0 um. The first 100 mL of sample to pass through the filter is
discarded as rinse water, and the last 100 mL of sample water in the bailer is not used since it has
been in contact with the air at the top of the bailer. Duplicate samples are collected by samplm g
from consecutive bailers.

If the analyses are to be performed by a contract laboratory, the bottles are cleaned by the
contract lab according to that laboratory's procedures prior to shipment to SFWMD. The contract
laboratory must have approved cleaning procedures in their Comprehensive Quality Assurance
Plan. VOC vials are supplied by the contract laboratory.

Splits are not routinely collected in the groundwater program. When splits are required to
measure the performance between two or more taboratories, splits are collected from the same
bailer. For large volume samples that may require more than one bailer load, the first half
volume of the first bailer load is poured into the [irst set of containers and the second half in the
second set of containers. Then the first half-volume of the second bailer load is poured into the
second set of containers and the second half in the first set of containers, etc., until both sets are
full.

The sample bottles are labeled with the date, sample number, and project name before sampling
at a site begins; sample time is added to the labels as samples are collected. After collection, the
samples are preserved according to Tables 6.9 to 6,13, and immediately placed on ice in a closed
container. Exposure of organic samples to sunlight is kept to a minimum. When VOCs are
collected, trip blanks are transported with the sample bottles to make certain that the samples
have not become contaminated. These trip blanks accompany the samples from the time the
empty sample bottles are shipped from the contract laboratory until the samples are analyzed.
Trip blanks account for at least 5% of the samples that are analyzed. At least one trip blank must
be included in each separate cooler.

6.4.6.1 Wells with In Place Plumbing

These wells are purged for a minimum of 15 minutes, until three bore volumes have been
removed, or until the well has chemically stabilized, whichever is greater. The sample is taken
from the faucet closest to the source and before any screens, aerators, or filters. The flow rate is
reduced as necessary to avoid any undue disturbance. Unliltered samples are collected directly
into the sample containers from the spigot. Filtered samples are collected by filling a bailer from
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the spigot. The bailer is rinsed three times with sample, then filled and pumped through a filter
attached to the bottom of the bailer with a Teflon adapter. Sample bottles are rinsed once with
sample (unless sample bottles are pre-preserved, or collection is for VOCs).

6.4.6.2 Flowing Artesian Wells

These wells are purged until three bore volumes have been evacuated, or until the well has
chemically stabilized, whichever i3 greater. The flow of water from the well is adjusted to
minimize the aeration and disturbance of samples. Unfiltered and fltered samples are collected
directly from the discharging water into a bailer.

6.4.6.3. Monitoring Wells

The depth to water in each well relative to a measuring point is measured twice using an
electronic water level indicator. Both values, which must be accurate to within 1/10" of a foot,
are recorded on the field log sheet. More stringent measurements may be required for specific
project programs. These values will later be used to calculate water elevation relative to mean
sea level. The same measuring point is used every time the well is sampled. When the wells are
surveyed, the survey point is used for the measuring point. Water level measuring devices are
rinsed with dilute lab grade detergent and DI water, and wiped dry with a clean lab-grade paper
towe! before measuring each well.

Prior to collection of samples, a centrifugal pump, a submersible pump or a peristaltic pump is
used to purge each well, The choice of an appropriate purge pump is determined by a
combination of factors including the total volume of water necessary to be purged, the diameter
of the casing of the well, and the depth-to-water. Centrifugal and submersible pumps (or the
associated generator) are gas powered. Extreme care must be used when handling and placing
these units to minimize on-site contamination. Place them downwind, away from any sampling
activities.

The centrifugal pump is connected to a flexible PVC suction hose, which is ¢leaned prior to use
by the method documented in Section 6.3.4.2. Neither the pump, nor the PVC hose comes in
contact with the water in the well, The other end of the hose is connected to a rigid three-foot
length of Teflon drop pipe, which is equipped with a Teflon check valve at its bottom end to
prevent the back flow of purged water into the well. The drop pipe and check valve are cleaned

prior to use by the decontamination procedures outlined for other sampling equipment in Section
6.3.1.

The submersible pump is decontaminated as specified in Section 6.3.4.5. It is connected either
directly to a polypropylene hose (inorganics), or to a three-foot Teflon drop pipe (organics)
before being connected to the polypropylene hose. The hose is cleaned by the method detailed in
section 6.3.4.5; the drop pipe is cleaned by the decontamination procedures outlined in section
6.3. The submersible pump is equipped with an internal check valve to prevent the back flow of
purged water into the well. The submersible pump with the 150’ electrical lead is capable of
purging water from as far down as 133 feet (if 2 well were to be drawn down that far).
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When purging a well, the drop pipe or the head of the submersible is lowered to the top of the
water column 30 that the purging process removes all of the standing water. If the water level is
drawn down during the purging process and air begins to enter the drop pipe or the head of the
submersible, it is lowered to the new water level. If the water level is drawn down oo severely,
the purge rate is decreased.

The battery powered peristaltic pump is used occasionally 1o purge low volume wells. If the well
will be sumpled afterward for inorganic constituents, C-flex tubing is lowered into the water
column as well as placed through the pump head. The C-flex is either disposed of or cleaned by
rinsing with copious amount of D).1. water between wells. The Teflon tubing is cleaned per the
decontamination procedures outlined in section 6.3.1. If the well will be sampled after purging
for organic compounds, Teflon tubing is lowered into the water column and connected to the
glass bottle with Teflon lid. The lid has two Teflon ports; the Teflon tubing is connected on ¢ne
port, and the C-flex runs from the other port through the pump head. Sample water never
touches the C-flex tubing.

Three standing water volumes, minimum, are removed from the well. The volume of water to be
purged is calculated using the following formula:

Minimum Purge Volume in Gallons = (D) * DW-DTW) * 0.1224

D = Casing Diameter in Inches
DW = Depth of Well in Feet
DTW = Depth 1o Water in Feet

The constant 0.1224 i35 a units conversion factor.

The volume of water to be removed from the well must be calculated to provide sufficient
purging. The flow rate is estimated by measuring the amount of time required filling a bucket of
known volume. The required purge volume is then divided by the estimated flow rate to find the
estimated time necessary o purge the well. Flow is measured several times during purging to be
certain that it does not change.

Although a minimum of three water column volumes must be purged, the well is not considered
to be ready for sampling until the well has chemically stabilized. Temperature, pH and specific
conductivity are monitored and readings are recorded on the field log sheet at time intervals
£qual to one-half of a bore hole volume. A minimum of seven readings are normally recorded —
an initial reading, and six more readings recorded at each onc-half bore hole volume - until the
well has stabilized. Chemical stability readings are made in a flow through chamber to minimize
atmospheric contact with the sample. The well is considered to be chemically stable when the
last three consecutive readings of ternperature, pH, and specific conductivity are within 5% or 0.1
unit for pH readings. The purge volume is also noted on the tield log sheet. Only the final
readings taken after the well has stabilized are input into the sample results database. The drop
pipe is slowly raised out of the well while the purge pump is still running to make cettain that all
of the water above the drop pipe inlet is purged. This procedure also minimizes the possibility of
the back flow of water from the drop pipe or suction hose.
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Wells with low hydraulic conductivity sediments that can be purged dry at one liter per minute
are not sampled because the water quality is not deemed to be representative of the aquifer water
quality. The SFWMD does not sample wells for which recovery cannot be accomplished in four
hours or less.

All ground water samples are collected using a Teflon bailer system or a peristaltic pump. When
handling bailers or other sampling equipment, clean powder-free Latex gloves are wom. The
Teflon bailer is connected to a lanyard with Teflon coated stainless steel line and carefully
lowered into the column of well water. The bailer is filled with well water, removed from the
well and discarded three times before beginning sample collection.

A minimum of 500 mL of purged well water should be flushed through the lines of the peristaltic
pump before inorganic sampling actually begins. Organic sampling with the peristaltic pump
would require that the glass sampling bottle, which is connected in-line between the Teflon
tubing and the C-flex/pump head, be rinsed three times and the rinse water discarded before
filling any sample bottles. This procedure is done as a final nnse of the pre-cleaned sampling
equipment or tubing. The lanyard, bailer and tubing are not allowed to touch the ground. After
sampling, the equipment is rinsed with DI water and returned to the lab for cleaning.

6.4.6.4 Porewater Wells and Peepers

Porewater is collected using porewater wells and peepers (Appendix G) for certain mandated
projects and other research projects. Once collected, samples are processed and handled
according to the QAPP or research SOP for each project.

6.4.7 Biological Tissue

6.4.7.1 Above Ground Macrophyte Biomass

Above ground vegetation is clipped at the sediment-water interface with a pair of sheers or knife,
and separated into subsamples by speciecs. Each biomass subsample is placed into an individual
large opaque plastic bag, labeled, and transported to the laboratory for processing.

6.4.7.2 Below Ground Macrophyte Biomass

After the above ground vegetation has been removed from the sampling quadrant, a soil core is
collected from the quadrant using a soil corer. Each soil core is placed into an individual large
opaque plastic bag, labeled, and transported to the laboratory for processing.

6.4.8 Hazardous Wastes/Drums

The SFWMD does not sample hazardous waste or drums.

6.4.9 Waste Water

The SFWMD does not sample waste water.
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6.4.10 Microbiological

Microbiological samples are collected and preserved on ice, with extra care in order to prevent
sample contamination, The samples are not composited. The personnel collecting the samples
do not touch the rims or top of the Whirlpak™ sample containers. It may become necessary to
affix the container to a sampling boom in order to effectively grab a representative sample. A
Whirlpak™ must be discarded if it is suspected that the top portion has been touched.
Microbiological sampling is closely coordinated with the laboratory performing the analyses to
ensure that samples are analyzed within holding times.

6.4.11 Oil and Grease

Oil and Grease samples are collected directly into the sample container without ﬁn‘sing with -
sample. Sample containers are not pre-acidified. Sample botiles for Oil and Grease are provided
by the contract laboratory.

6.4.12 Trace Metals and Ultra-Trace Mercury Collection using CH/DH

The SFWMD follow a modified version of the ¢clean hands (CH), dirty hands (DH) technique as
specified in EPA Method 1669: Sampling Ambient Water for Trace Metals at EPA Water
Qualiry Criteria Levels, when collecling low level total and methyl mercury samples in surface
water. For surface water collection CH person, using non-powdered latex gloves, touches only
clean surfaces (such as new gloves, new plastic bags, or surfaces that have been cleaned in an
ultra-clean facility. DH person, using wrist length latex gloves, touches the cooler and the
sample bottle covered with two plastic bags. DH opens the outer plastic bag, CH reaches in,
pulls up bottle covered with inner plastic bag, and removes the bottle from the inner bag.

CH reaches into the water and collects 100 mL of surface water by immersing the sample bottle
about 10 ¢ru under the surface. The bottle is rinsed by shaking the contents (cap on) and
dumping the contents away and downstream from the sampling area. This rinse is repeated two
more times. The bottle is filled a final time with more than 100 m! and the cap secured tightly by
hand. CH then puts the bottle in the inside bag, seals it, and places the inside bag into the outside
bag. DH seals the outside bag and places it back inside the container. DH records the sample
bottle number, time, site and other information on the field data log sheets, and later transfers the
information to the field notebook. Relevant site conditions are recorded into the field notebook.
Samples are not acidified in the field, but are kept cool using blue ice. Preservation s done in
the laboratory by the laboratory statf receiving the samples.

Samples may also be collected using a peristaltic pump with properly decontaminated sample
train. The CH/DH procedure is used. DH removes the sampling train (filter holder with nitex
screen, Teflon tubing and C-FLEX tubing-all connected) from the cooler and opens the outside
bag. While CH holds the tubing, DH secures it to the sampling boom with tie wraps. DH opens
the pump head, CH places the pump tubing inside, and closes the pump head. IDXH opens the ring
stand clamp, CH places the pump tubing inside and DH closes the plastic clamp. CH then
changes gloves prior to the sampling event.
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To begin sample collection, DH positions the end of the sampling train about 10 cm below the
water surface and about one meter from shore. DH starts the pump and begins flushing. DH
removes a sample bottle from the cooler and opens the outside bag. CH opens the inside bag and
removes the sample bottle. CH opens the sample bottle, empties the contents away from the
sampling area and fills the bottle with approximately 50 ml of sample water. The bottle is rinsed
by shaking the contents (¢cap on) and dumping the contents away from the sampling area. This
rinse is repeated two more times. The bottle is filled a final time with more than 100 ml and the
cap secured tightly by hand. CH then puts the bottle in the inside bag, seals it, and puts the inside
bag down inside the outside bag. DH seals the outside bag and places it back inside the cooler.

To prepare a filtered surface water sample, DH stops the pump, removes a filter cariridge froma
cooler, opens the bag, CH removes the filter and connects it to the end of the sampling train. DH
starts the pump and the filtered sample is collected as above. All equipment is rinsed with ~
sample water at the next site before collecting a sample. To control mercury contamination, CH
secures a clean plastic bag to each end of the sampling train for transport between sites. The
equipment and supplies are stored inside coolers and bags in a place relatively free of mercury
contamination. Dust and human breath (from dental amalgams) contain large amounts of
mercury and should be avoided during sample collection. Samples should not be collected in the
rain.

6.4.13 Benthic Macroinvertebrates

The SFWMD follows macroinvertebrate sampling methods as detailed in the Florida Department
of Environmental Protection (FDEP) Biology Section Standard Operating Procedures (Appendix
E ) and in EPA/600/0-90/000, Macroinvertebrate Field and Laboratory Methods for Evaluating
the Biological Integrity of Surface Waters. The field methods used to study benthic
macroinvertebrate communities relate to qualitative, semi-quantitative and quantitative sampling,
and are dependent on the data quality objectives of the study. Generally, there are four
calegories of benthic macroinvertebrate samples collected: cores, grabs, artificial substrates, and
miscellancous. Field equipment is cleaned prior to the field trip and after each sample according
to the procedures described in Section 6.3.5.

6.4.13.1 Corers
Coring devices may be used at various depths in any substrate that 18 sufficiently compacted so
that an undisturbed sample is retained; however they are best suited for sampling homogeneous
soft sediments, such as silt, clay or sand. Macrofauna are sampled using single and multiple-
head corers, tubular inverting samplers, open-ended stovepipe devices, hand corers and/or box
corers. Devices are lowered slowly into the substrate to ensure good penetration and 1o prevent
organisms from escaping. Visual inspection of cach sample is necessary to ensure an adequate
amount of sample is obtained.

6.4.13.2 Grab samplers
Grab samplers are designed to penetrate the substrate by gravity and have spring or gravity
activated closing mechanisms. They are used to sample a unit area of the habitat. The habitat
and substrate type sampled, depth of penetration, angle and completeness of jaw closure, loss of
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sample during retrieval, disturbance at the water-sediment interface, and effect of high flow
velocities all affect the quantity and species of macroinvertebrates collected by a particular grab.
Petite Ponar ™ or Ekman grab samplers are typically used; however the type and size of the
selected device depends on the substrate composition, water depth, and hoisting gear available.
The sampler is lowered slowly to avoid a disturbance of the surface sediment and to ensure the
device bites vertically. Upon tripping of the closing mechanism, the sediment is contained and
the device is retrieved. The sample is then placed into a suitable container for transporting to the
laboratory or is placed directly inio a sieving device and processed.

6.4.13.3 Artificial substrate samplers
Artificial substrate samplers, such as the multiplate (modified Hester-Dendy) sampler, consist of
natural or artificial materials of various composition and configuration. They are placed in the
water body for a predetermined period of exposure and depth for the colonization of indigencus
macroinvertebrates. This type of sampling is used to augment bottom substrate sampling
because many of the physical variables encountered in bottom sampling are minimized, e.g. light
attenuation, temperature changes, and substrate variation. The samplers are deployed in the
euphotic zone of the water column to promote maximum colonization. They are exposed for a
preset period of time and retrieved vertically from the water. The samplers are placed in a
preservative container and transported to the laboratory for processing.

6.4.13.4 Miscellaneous qualitative devices
Many devices such as dip nets, bare hands, tongs, and forceps may be used to collect benthic
macroinvertebrates. Dip nets are used by sweeping the net through the water or by holding the
net stationary against the bottom and disturbing the substrate, causing the benthos to be swept
into the net.

Samples collected by any of the aforementioned devices contain varying amounts of fine
materials which can be removed by sieving immediately in the tield, or in the laboratory. If
laboratory sorting can be performed within 24 hours, place samples immediately on ice. If
sorting will be delayed, preserve with 10% formalin. After organisms have been removed from
detritus, they should be placed into 70% ethanol (Table 6.13).

6.4.14 Atmospheric Deposition

Atmospheric deposition samples arc collected according to the National Atmospheric Deposition
Program (NADP/MDN) site operation manual. Individuals performing this type of collection
should also be familiar with the program’s QAPP and current SOP. Samples are preserved
according to Table 6.9,

The District uses Aerochem Metrics Wet/Dry Precipitation collectors. These automated
collectors are aluminum structures with two 3.5 gallon PVC buckets which serve as receptacles
for wet and dry deposition, although dry deposition samples are no longer collected and
processed by the District. An aluminum lid covers the wet side bucket under dry conditions.
When the humnidity sensor detects rain, the lid rotates over the dry side bucket, uncovering the
wet side bucket. The wet buckets are collecled weekly. The buckets are capped (while using
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PVC/Latex gloves) and taken to the laboratory for processing within 24 hours. Clean buckets
are placed into the Aerochem collectors. Before clean buckets are placed into the collectors, one
bucket from each decontamination lot is checked by pouring one liter of DI water into the
bucket, allowing the water to sit overnight (capped) in the laboratory, and processing the water as
an equiprent blank.

All wet side buckets are weighed using a top loading balance and subtracting the clean bucket
tare weight (determined before deployment in the field). Any sample contaminated by non-
representative foreign matier such as guano, frogs, insects, lizards, or vegetative matenial are not
processed. The QA SOP for processing armospheric deposition samples should be followed.
Quality control samples (equipment blanks, splits and field blanks} are submitted according to
routine QA procedures. )

Dry side buckets are inspected for contamination as above, and notes on the presence and nature
of any contamination are recorded into a field notebook.

6.4.15 Marsh Sampling by Helicopter

This section is specific to sample collection when transport by helicopter is necessary due to
inacessibility by other means.

Samples for inorganic analyses are collected in 2 L polyethylene sample bottles for each site and
each QC sample. Samples can also be collected directly into an intermediate container or using a
peristaltic pump.

6.4.15.1 Surface Water Collection Using Grab Sampler

1. After helicopter lands, wade out away from helicopter disturbance area, preferably

upstream if flow is visible and/or downwind.

Be careful to avoid weeds and the creation of turbidity.

Measure and record the total depth of the water using a long, rigid, graduated pole.

Don clean pair of PVC sampling gloves.

If water depth > 20 cm, immerse intermediate sample container(s) in an undisturbed

area at middle depth, upstream from the sampling personnel, rinse three times, and fill

to the brim.

Cap and label the container(s) and place on wet ice.

7. Measure and record Depth, Temperature, pH, Conductivity and DO at middle depth
in sampling area using a multi-parameter tield instrument.

8. Gather equipment, walk back to helicopter, and place samples in a cooler.

Ll o

o

6.4.15.2 Surface Water Collection Using Peristaltic Pump

Platform sampling:

1. After the helicopter lands at the South end of the platform, walk to the North end of
the platform, which is the usual upstream side.

2. Set up peristaltic pump and place a screen on the intake end of the tubing (to block

large chunks of algae and plant material from flowing into the sample). Flace the end
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of the tube into the water column at middle depth being sure not to disturb sediments.
Tum the purnp on and let the water run for about 10-15 seconds to rinse the tube,

3. Put on plastic gloves and begin to fill unfiltered sample bottles, being sure 1o rinse the
bottle 3 times before collecting sample. Also, make sure to look in the bottle to see if
the sample is clean and particulate-free. For filtered samples, place in-line filter on
the outflow end of tube and let the water flow through filter for a few seconds. Rinse
bottles 3 times and fill.

4. After all the bottles are full, acidify appropriate samples and place in bag.

5. Record water depth measurement and Hydrolab readings (once again being sure not
to disturb sediments with probe).

6. Gather equipment, walk back to helicopter, and place samples in a cooler.

Pontoon Sampling: ‘
1. The pilot lands the helicopter partially on the vegetation so that it will stay in one’

place to minimize disturbance 1o the water column.

2. Omne person steps out onto the pontoon and attaches the end of the pump tube (which
has a screen) to a long pole that extends about 10 to 15 feet from the helicopter. The
pole is extended out into the open water and finds a spot that appears undisturbed.
The end of the tube is submerged n the water column at middle depth.

3. When an appropriate sampling spot has been found the person in the helicopter turns
on the peristaltic pump and begins to sample, making sure the sample is clean and
particulate-free. If the sample is not clean, the pole is moved to another spot until a
clean sample can be obtained

4. The procedure for filling sample bottles is the same as above.

5. When bottles are filled, the person on the pontoon records a water depth measurement
and Hydrolab readings from the pontoon.

6. Stow equipment properly and place samples in cooler.

6.4.15.3 Sediment Sampling
Should the trip require sediment collection, samples are processed on site into appropriate
containers as per techniques referenced in Section 6.4.4.

6.4.15.4 Sample Processing and Preservation
Within four hours of sample collection, aliquots are processed from the large intermediate
containers into more appropriate containers for lab analyses. Samples are processed and placed
into appropriate sarnple containers and preserved according to the procedure stated in Figure 6.1.

6.5 Documentation

The following is a list of the field records that are maintained.
1. Chemistry Field Data Log
2. Bound field notebook (project specific)
3. Documentation of any significant problem encountered in the field

Established criteria for completion of the field notebook are detailed in Section 7.1 and Appendix
H.



Section 6.0

10727799

Page 29 of 32
6.6 Preservation

Holding times and preservation techniques for each parameter are given in Tables 6.9 to 6.12.
With the exception of trace metals ultra-trace mercury, atmospheric deposition, and marsh
sampling as described in Sections 6.4.12, 6.4.14 and 6.4.15, respectively, samples are preserved
in the field at the time of sample collection either by using preservatives provided by the
SEFWMD laboratory or the contract laboratory, If sample containers are received with
preservative from the contract laboratory (VOCs), additional preservative is requested so it is
available if needed. ACS reagent grade or better preservatives are used.

For unfiltered samples, the appropriate preservative is added to the sample bottle after the bottle
i5 filled. The bottle is capped and shaken after which a small amount of the sample is poured
onto a narrow range pH (0 - 3 pH units) test strip to ensure pH<2. If pH is not <2, additional acid
is added drop-wise, the bottle is capped and shaken, and the pH is tested again, This procedure is
followed until pH<2. The pH is checked on all samples requiring preservative and this amount
of acid is added to the equipment blank and field blank. The amount of acid added is recorded in
the ficld notebook. For filtered samples, the acid is added after filtration following the procedure
outlined for unfiltered samples. Fresh preservatives are obtained from stocks biweekly or as
needed for all sampling trips. Preservatives are taken into the field in polyethylene dropper
bottles that are in good physical condition.

6.7 Sample Dispatch

Samples to be analyzed by the SFWMD laboratory are submitted to the laboratory by field
personnel. The majority of samples are submitted the same day they are collected but all samples
are submitted as soon as possible after collection in order to meet recommended holding times.

Samples to be analyzed by contract laboratories are shipped to the laboratory by common carrier
overnight delivery the same or next day they are collecied. All samples are carefully packed with
appropriate material to prevent breakage, and sample chain of custody sheets are included with
the samples. Insulated coolers are used for sample shipment and are sealed with shipping tape
and tamper proof seal to avoid tampering. If samples must be kept at 4°C, wet ice is used during
shipping. For ultra-trace mercury sampling, blue ice is used instead of wet ice,

6.8 Field Waste Disposal

All field generated wastes and purge waters are disposed of properly in a manner that will not
contaminate the sampling site. The SFWMD does not sample hazardous waste sites so the only
field generated wastes are acids and isopropyl alcohol. The isopropyl alcohol is containerized for
proper disposal. Acids are diluted and disposed of on site in a location that will not contaminate
the sampling area; no concentrated acids are taken imto the field during SFWMD sampling trips.
The calibration standards for field parameters are flushed into the sanitary sewer.
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Table 6.9 Holding Time and Preservation for Water Inorganics’

Parameter Holding Time Preservation Container & Size

Alkaline Phosphatase 24 howrs Cool, 4°C Plastic, 125 ml

Alkalinity 14 days Cool, 4°C Plastic, 125 mi

Ammonia 28 days Cool, 4°C, pH«2 Plastic, 60 ml
(Ha504)

Biochemical Oxygen 48 hours Cool, 4°C Plastic, 500 ml

Demand

Carbonaceous Biochemical 48 hours Cuoul, 4°C Plastic, 500 ml

Oxygen Demand

Chemical Oxygen Demand 28 days Cool, 4°C, Plastic, 125 ml
pH<2(H,50,) -

Chloride 28 days None required Flastic, 60 ml

Chlorine, Totil Residual Analyze None required Plastic/glass, 250 ml

immediately

Chromium VI 24 hours Cool, 4°C Plastic, 250 ml

Color 48 hours Cool, 4°C Plastic, 60 ml

Fluoride 28 days None required Plastic, 500 ml

Inprganic Carbon 14 days Coaol, 4°C Plastic, 125 ml*

pH Analyze None required Plastic, 123 ml

immediately

Kjeldahl nitrogen 28 days Cool, 4°C, pH<?2 Plastic, 125 ml
(F1,50,)

Mercury 28 days pH<2 (HCL) Teflon, 125 ml

Metals 6 months pH<2 (HNOs) Plastic, 250 ml

Nitrate + nitrite 28 days Cool, 4°C, pH=2 Plastic, 60 ml
(H,S50,)

Nitrite 48 hours Cool, 4°C Plastic, 60 ml

Qil and Grease 28 days Cool, 4°C, pH<2 Glass, | Liter
(H,S0y)

Organic Carbon 28 days Cool, 4°C, Plastic, 125 ml
pH=<2(H,50,)

Orthophosphate 43 hours Ialter immediately, cool, Plastic, 60 ml
4°C

Tatal phosphorus 28 days Cool, 4°C, pH=<2 Plastie, 125 ml
(HgSDA)

Residue, filterable, 7 days Cool, 4°C Plastic, 500 ml®

nonfilterable, volatile

Silica 28 days Cool, 4°C Plastic, 60t ml

Specific conductance 28 days Cool, 4°C Plastic, 500 ml®

Sulfide 7 days Cool, 4'C, 20 drops Zinc | Plastic, 250 ml
Acetate+ NaOH o pH
=0

Sulfae 28 days Cool, 4°C Plastic, 60 ml

Turbidity 48 hours Cool, 4°C Plastic, 500 mI°

(1) From 40 CFR, Part 136. Table I1 (7-1-90)
(2) Mo Lisred in 40 CFR, Part 136, Table IT(7-1-90}
(3) 250 ml plastic bortle may be used i BOD is not requested
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Table 6.10 Holding Time and Preservation for Water Organics
Parameter Holding Time Preservation” Container & Slze
Yolatile {(Purgeable) 14 days (preserved with 1:1 Cool, 4°C Glass, 40 ml, Teflon lined
| Organics HC1), 7 days {unpreserved) septum
Base nentral acid extractable 7 days until extraction, 40 Cool, 4°C Amber Glass, 1 L, Teflon lined
compounds days after extraction cap
Organochlorine Pesticides 7 days until extraction, 40 Conl, 4°C Amber Glass, 1 L, Teflon lined
and PCB's days after extraction cap

(1] If Residual chloripe is present, Sodinm Thiosulfats (Na;5,0,) is added to the sample vial first. The vial is then fted (o almost full volume with
sample, acid is added, and linally the vial is filled as per procedure.
Note; It is oot recommended to mix the two preservatives (and sample) together in an intermediats vessel.

Table 6.11 Holding Times and Preservation for Sediments, Soils and Tissues'

Parameter Holding Time Preservation Container & Size
Volatile organics 14 d Cool, 4°C Glass, 4 oz, wide mounth with Teflon/silicone
| Chigh level) septum
Volatile organics 48 hrs (if un- Cool, 4°C 40 mL septam-scaled vial with PTEE lined septla
(low level) preserved)
L4 days (if frozen) Freeze

Semivolatile 14 days until Conl, 4°C Gilass, 8 oz. wide mouth with Teflon/silicone
organics extraction, 40 days septum (30 grams)
afier extraction
Total metals 6 months Cool, 4°C Glass or plastic, B oz. wide mouth
Mercury 28 days Cool, 4°C Gilass or plastic, 8 oz, wide mouth
Qr freeze Plastic, if samples are to be frozen.
MNutrients & Not Specified Cool, 4°C Glass, 500 ml or plastic, 8 oz, wide mouth with

Inorpanics®

Teflon lined closure

(1) From Table 5, Chapter 62-160, F. A. C.
(2) From USEPA Standard Operating Procedures and Quality Assurance Manual (Appendix A).

Table 6.12 Holding Times and Preservation for Biologicals

Paramecter Holding Time Preservation Container &
Size
Chlorophyll (i) 24 howrs to filter (i) Conl, 4°C, dark, filter Amber Plastic
(i} 21 days after filtration with MgCOs, 1-2L

(1i) Filter frozen (until

Lesting)
Benthie Preserved in the tield with formalin, 10% buffered formalin, then Glass or Plastic
Macroinvertebrates then ethanol in the laboratory or placed 70% ethanol

on ice and preserved with formalin
within 8 hours, then preserved with
ethanol
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6.9 Field Reagent and Standard Storage

Table 6.13. Reagent, Solvent and Standard Storage

Chemical Method of Storage

Sulfuric Acid Stored in original containers in vented acid storage cabinet. Acid stocks are
Nitric Acid stored according to chemical compatibility. Acid preservatives are transported
Phosphoric Acid in the field in 25 mL polyethylene dropper bottles.

Isopropy! Alcohol Stored in original containers in vented solvent storage

cabinet. Taken into the field in glass containers carried
in a safety carrier.

pH Standards Stored in cabinet designated for standard and reagent
storage. Cabinet is in air conditioned laboratory.
Standards taken into the field in polyethylene bottles,

Conductivity Stored in cabinet designated for standard and reagent

Standards storage. Cabinet is in air conditioned laboratory.
Standards taken into the field in polyethylene bottles.
Formalin (10%) Stored in cabinet designated for standard and reagent

storage. Cabinet is in air conditioned laboratory. Taken
into the field in polyethylene bottles.

Ethyl Alcohol Stored in original containers in vented solvent storage
cabinet. Taken into the field in approved non-combustible
containers.

Sodium Hydroxide Stored in polyethylenc dropper bottles as provided by contract labs.
Transported to the field in polyethylene bottles. Stored in cabinet designed for
standard and reagent storage.

Zinc Acetate Stored in polyethylene dropper bottles as provided by contract labs.
Transported to the field in polycthylene bottles. Stored in cabinet designed for
standard and reagent storage.

Hydrochloric Acid Stored in original container. Used for field decontamination and to preserve
mercury samples in the lab.

Analyte Free Water For inorganics sampling, the analyte free water shall be stored in an opaque
HDPE container for a maximum of 2 weeks. For organics (except VOCs)
sampling, the analyte free water shall be stored in glass containers for a
maximum of 1 week. When VOCs are part of the sampling protocol, analyte
free water shall be stored for a maximum of 24 hours. In all cases, avoid
excessive sunlight and high temperatures. Keep containers sealed to prevent
introduction of possible contaminants.
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7.0 SAMPLE CUSTODY

A verifiable trail of documentation for cach sample must be maintained from the time of sample
collection through the analytical laboratory to the final reporting or archiving of data.

The purpose of sample custody is to provide a clear description of sample and container traceability
from sample colleclion (o final sample disposition and to identify those persons responsible for
collection and analysis,

7.1 Documentation

Custody starts with the person who prepares for the field trip (Fig. 7.1) and obtains the appropriale size
pre-cleaned botlles from the bottle storage arca.

The field sheets become a parl of the project records maintained by the project manager. Original
copies of the Chemistry Field Data Log or header sheets are retained by the laboratory. Original field
noles are retained by the project sampling group, copies of lield notes arc supplied to QA unit for paper
and clectronic filing. Entries on all records, laboratory and field, are made in waterproof ink. All
corrections must be made using a single Jine through incorrect entry, and the corrections must be
initinled and daled by the person making the cotrection. All field documentation is signed or initialed
by the field personnel. Figures 7.4 and 7.5 shows manually used Ficld Data Log. [.aboratory
Information Management System (LIMS)-generated log, conlaining the same information, is used for
most projects. The log includes the site name or slalion code, the date and time of sample collection,
the signature of the person relinquishing the samples, the ficld 1D number, the number of samples
collected, the intended analyses and preservation requirements, a comment section, and a place for the
person who teceives and logs-in the sample to sign, date, and record the corresponding laboratory
sample numbers.

A guideline in documenting sampling activities and field condition is included in Appendix 11. Figures
7.2 and 7.3 show the sample labels. Tnformation on the label includes project code, the date and time
the sample was taken, and the sample nhumber. Sample numbers are unique sequential numbers
generated by LIMS during pre-log-in, On-going LIMS enhancement would allow the use of barcoding,

In most cascs, samples are delivered to the laboratory by the field sample collectors. Common carrier
or contractor’s courier is used when necessary. Samples with header sheets are placed inside icc
coolers and the coolers are sealed with packing lape. The carrict’s airway bill or mailing labcl is used
Lo specily addressee and other information.

The data from the Chemistry Field Data Log, including field measarements, are manually entered into
the LIMS as shown in Figure 7.6 und 7.7. This data entry process automatically generates a unique
sequential number consisting of the login group hyphenated with the number of the sample for that
group. A login group is defined as a group of samples collected by the same collector(s) on 4 given
day, which may include more than one project. This sample number is used to track the progress of the
sample through the laboratory.
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Figure 7.1 Field Trip Preparation Checklist

PROGRAM: DATE: PROGRAM CODE:
(Routine / Quarterly / Bi-Annual)

* (ellular Phone * Sign Out Vehicle
__ *5ign Out Board __ *{3as Vehicle
* Maps ___ *Maintenanee Cheek
* Vihicle Packet/Credit Cards * Coolers/Tce
# Pre-Cleaned Buckers * Syringes
* Filtration Unil ____ . * Pre—cleaned Sampling Bottle

* Proccssing Tray

# Calibrated Hydrolab —__._¥TField Data Logs
__ " Field Notebook * Walerproof Pens
* Labels or Tags/Rubber Bands
* Acids- IT2504 / IINO3 * Croggles, Gloves
* pH Tesl Sirips 25 Gallons D] Water
— *Bottles: 250m)-___, 125ml- » 60ml- » 250ml/TM- ,125ml/Hg-_ , 500ml-____ 1 liter- .
* Bullles: One Liler Bottle for Chlorophyll
* Stations: Routine / As Specified:
* Keys:
PERSONAL ITEMS
* Watch * Sunglasses _ o Drinking Water * Hat
* Sunscreen * Ruin goeur * liood * Mosquito Repellent

POST TRIP PROCEDURES
. *Check thar coolers contain ice and check mark the Asamples in ice” box on the log in sheet
* Sorl Samples in Sequence and by Label/Tag Color
* Place Samples in Relrigerator marked "incoming samples”
___ ¥ 8ign Chain of Custody Sheet/Get Time Stamp
# Place Chain of Cuslody Sheet on the “Llo be logged in” board
__* Return Clean Bottles to Lab
* Separate Lilier Holders and place in Soak Solution
* Pluce Dirly Bottles in Washing area
* Replace Waler in Hydrolab Stand (Tap Water Onlyl)
* Clean Qut Vehicle
— *Fill Qur Trip TickevRetrn Keys
* Return Field Notebooks 1o Office; copy field notes and attach to header shect
* Repurl Equipment(Vehicle, Hydrolab, etc.) Problems 1o Supervisor
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Sample Submission Diagram for Unfiltered Water
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Figure 7.3
Sample Submission Diagram for Filtered Water
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Figure 7.6 Sample Log-In to LIMS
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Figure 7.7 Field measurement data input screen
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The sample preparation (digestion) records are maintained with the analytical run. A sample of
digestion log templaie is shown in Figure 7.8, The information required is the laboratory sample
number, slandards, QC samples, dilution lactors, person preparing the samples, and the date of
preparation. A sample of QC/instrument log template is shown in Figure 7.9.

If samples are collected and sent to a contract laboratory by common carrier for analysis, the custody
forms supplied by the ¢contract laboratory are used. Only laboratories that have DEP approved
comprehensive quality assurance plans arc used as contract laboratories. The pre-cleaned samplc
containers received from the contract laboratory are delivered (o the project manager who 1s
responsible for their secured storage.

7.2 Field Custody Protocols

The sumples are labeled at Lhe time ol collection using watcrproof labels which have been filled oul
with waterproof pens. The labels are affixed directly to the sample botlles. Somc bottles may come
with pre-attached labels already affixed Lo the bottles which may also be used.

Every project is required to be registered in LIMS and DBHYDRQ databascs and is assigned a unique
one to four character project code. The sample field numbers are generated by LIMS during pre-login.
and is designated with a letter “P,” pre-login batch#, and sample numbers. The field sample (P)
numbers are associated with the station (site) code on the Chemistry Field Data Iog and in the Reld
notchbook. The field sample number can be used to trace a sample through the sample tag, the
Chemisiry Field Data Log, the field notebook, the laboratory information management system (LIMS),
and final data archival.

The ligld records are maintained and stored by the project manager, who is responsible for maintaining
all records of the project for the period of time specified by the Florida standards for record
management. The ficld records which arc identified by the project code may include the field
notebooks and the Chemistry Field Data Logs.

All physical parameter measurements obtained in the field are written on the Chemistry Field Data Log
shown in Figure 7.4 a{ the lime of sample collection. In-situ measurements may include temperature,
pH, specific conductivity, dissolved oxygen, oxidation-reduction polential, Secchi disc depth, total
column depth, turbidity and salinity. Other information that must be noted on this form includes
project code, collector ID, sample number, date and time of colleclion, slation or site ID, types of QC
samples collected (when and where collected), depth from which sample was collected, flow
conditions, requested paramelers, and chain of custody documentation. Beginning and ending times of
any composite sampling is noted. Additional information on this form includes upstream/downstream
notation, discharge information, weather, sample type, and a comments scction. Comment enlries may
include other information such as field condition, problems with sampling, start of aulosampler
collection, sample volumes, cte.
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DIGESTION LOG

EPA 351.2

Parameter: TKN/TDKN

e

23] 5 mg/L

83 3 mg/L

54 1 mg/L

S5 0 mg/L WG-6 L +1ml 50l A
WG-1 Check 1

WaE-2 Qc 1

WG-4 L +1ml sol A

WG-3 Qc 2

0]

rrrrrrrrr Tt

COMMENTS:

Figure 7.7 Digestion Log
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P45 Quality Control Results  Parameter:

Instrument: Analyst: Date:

Methaod #: Warkgroup #:

Ec il

m!;m

26 Rec.= Spk.Sample - Corr. Walua x100
Spk.Conc

AFD =valug 1 -valua 2 « 100
Mean

AR

i

4 ﬂmw i

i

va”t#”a@m

Comments:

Note: Attach sample |D table ta QC form and copy both for flling In Instrument Iog hook.

Figure 7.8 Quality Control and Instrument Log Form
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Relevant field observations are noted in a bound waterprool notcbook at the time of
sample collection. These include sample number, station or site name, date and time,
weather, flow conditions, waler color, water smell, water clarity, weed conditions,
number of drops and type of acid added o each bottle, persons other than sampling
personnel at the site, type of purging and sampling equipment used with corresponding
ID# (if available), field decontamination performed and if applicable, wave height,
bottom conditions, algae description, use of boats and/or other fue! powered equipment.
Il no sample is collccted from a scheduled site, detailed explanation must be noted on the
field notchook and entered on the Chemistry Ficld Log as “NOB” for no bottle,

For monitoring wells, the following information is recorded in addition to any applicable
information from the above list: depth to water, calculation for purge volume,
determination of volume purged, method of purge, purging rate, date and time the well
was purged, and readings laken until the well stabilized.

For wells with in place plumbing or artesian wells, the following information is recorded:
plurnbing or tap material, flow rate al which the well was purged, ime the well was
allowed to purge, and the flow rale when the sample was collected.

A monitor well database is kept lor all of the wells that are sampled by the SEWMD.
This includes the following information: well casing material, well diameter, type of
casing, screen diameter, screen Lype, total depth of the well, casing depth, method of well
installation, date of well installation, driller’s name, lalitude, longitude, measuring point
elevation, and land surface clevation. In addition, new wells installed by the SFWMD
also have the drilling mud type and name recorded. For sediments, the depth at which the
sample is Laken is recorded. Drilling/boring information is not used lor sampling.

7.2.1 Sample Transport

Following collection of the sample, the hottles arc sealed, tagged, and returned to the
laboratory. For in-house samples, bottlcs are placed in designated sample refrigerator. It
the sumples are for shipment to the contract laboratory, samples, with appropriate sample
label and chain of custody form, are packed in coolers with bubble wrap or other
appropriate packing material to avoid breakage. Samples for VOC analysis are placed
into a separate bubble-pack bag for cach station. Chain of custody forms are enclosed in a
plastic bag lor protection from water damage. Samples are kept at 4°C with wet ice (blue
ice for ultra-trace mercury). Coolers are taped shut using packing tape and taken 1o the
SFWMD shipping area for pickup by common carricr. Coolers are shipped 1o the
laboratory overnight, and the shipping reccipts are retained. Chain of custody forms are
returmed to SFWMD with the analytical results.

7.2.2 Sample Transmittal

The Chemistry Field Data Log and examples of the sample tags are shown in Figures 7.2
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through 7.4. The Chemistry Field Data Log includes the field ID number, date and titne
of sample collection, station (site) code, intended analyses (designated by circling desired
parameters in figure 7.4), method of preservation, whether or not the samples are still in
wet ice, and limited comments aboul the sample or sample container.

7.3 Laboratory Operations

The samples are brought o the laboratory by the [ield sampling personnel and those
samples to be analyzed by the SFWMD laboratory are placed in the designated
re[rigerator. The person bringing the samples to the laboratory signs and stamps the
Chemistry Field Data Log with the time clock. The Chemistry Field Data Logs arc given
Lo the person responsible for logging-in the sample. The information from the Chemistry
Ficld Data Log is entered into the LIMS and a laboratory sample number is generated by
LIMS consisting of a login group hyphenated with the number of the sample within the
group. For example, L1001-1 is the first sample of the first login group. The person
logging-in the samples records the LIMS numbers on the Chemustry Ficld Data Log,
initials and dates the form at the time the samples are lopged (in the "received by”
section). The [.IMS numbers, date logged. and initials of the logger arc also maintained
in a bound laboratory notebook. A computer-generated list, verified by the data entry
technician, is obtained with the respective field and LIMS numbers for each sample.

Labcls for cach aliquot are generated by LIMS and are manually altached to the sample
field tag or directly to the sample container. As each sample is labeled, the technician
checks the proper match of field and LIMS numbers, and examincs the sample bottle for
leakage, cracks, and any other obvious laults. Five percent of the samples (at Jeast one
from cach batch) are checked for proper preservation. The results of this check are
documented in a bound notebook.

7.3.1 Sample Rejection

The following criteria shall be used to reject samples in the laboratory, discontinuing the

analytical process at whatever stage the violation 1s discovered:

» Cracked or broken sample containers when no alternate container is available.

» Incorrect preservation, including cases when samples were not in ice, and when no
procedure exists to render the sample valid.

« A samplc that is out of holding time.

» Presence of obvious sample contamination trom foreign matter in the sumple (animal
parts, insects, etc.)

» A sample is obviously mislabeled, e.g. a sumple labeled as a blank and vice versa.

* Absence of or incomplete information on the Chemistry Field Data Log.

« Prcscnce of potential hazard that is beyond the normal handling in the laboratory.

Whenever such criteria are discovered, the problem will be documenled and approval for
rejection of the samples shall be oblained from the lab supervisor and the QA unil.
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7.3.2 Sample Securily, Accessibility, and Storage

The samples are accessible to the laboratory and field staft during working hours. The
doors to the exterior of the building arc locked when the last member of the staff leaves
for the day. The only persons authorized Lo be in the laboratory are the laboratory ataft
and the sampling personnel delivering samples. All visitors must be escorted by a
member of the division staff.

Samples are stored in refrigerators desipnated for sample storage only, No VOCs are
stored in the laboratory refriperators and stundard and chemical solutions are stored
scparatc refriperators specifically designated for that purpose.

Clearly identified sample digestates are stored on laboratory counters until they are
analyzed and are in ¢ustody of individual analyst/prep technician during that time.

7.3.3 Sample Distribution and T'racking

The analysts query the LIMS database daily [or samples requiring their assigned analyses
and gencrate work groups for these samples. Analysts arc required to analyze reworks
and the oldest samples on each day's first run. The supervisor receives a daily backlog
report listing all samples showing incomplete analyses.

The analysts are responsible for removing the required samples from the refrigerators,
analyzing them, and rcturning them to the refrigerators immediately following analysis.
Bound notebooks are used to track digested samples. The person doing the digestion lists
the samples, standards and QC samples digested in the batch.,

Following completion of the analyses and QA releasc of the results, the laboratory
supervisor generates a samplc disposal list. Designaled laboratory statf then removes the
samples which are included on the disposal list and disposed ol by diluting and dumping
into the sanitary sewer, The staws of the sample is changed from NEED to DONE in the
disposal department in LIMS.

7.3.4 Interlab Custody

The SFWMD has only one laboratory and may transfer samples to overflow laboratorics
whern necessary, such as in the event of catastrophic failure. Samples are transported Lo a
contract lab by common carricr or laboratory courier accompanied by the log in sheets
and the contract lab's chain of custody, The contract laboratory is responsible [or
immediately reporting any discrepancy or missing or damaged samples to SFWMD. Final
resolution of discrepancies is the responsibility of the District project manager. On-going
LIMS enhancement would provide a better trucking of sampies scnt to contract
laboratories and data received from them.
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7.4 Electronic Data Records

Instrument data files, including data plots, sample tables, and raw data are stored in
individual computer for at least three months. These data arc then transferred into
diskelles and stored in the Taboratory. A LIMS database is used by SFWMD flor sample
tracking, data storage, and data reduction. Electronic copies of ficld notes are also
maintained.

7.4.1 Security System

The LIMS database has several levels of security. The Staff Programmer Analysl
responsible for its operation and mainlenance has the highest level of security and can
access wll information and programs in LIMS. The analysts can enter analytical reaults,
and may modify the sample information or resulls in LIMS only upon providing Good
Aulomated Lab Protocol (GALP) comments and only before supervisory approval on the
data has been done. After than, the analyst must obtain approval from the supervisor and
the Laboratory QA Officer 1o modily resulls or information. The project managers can
only read and print results. Uscr names and passwords are assigned to each person and
cach level of user corresponds to level of security and permission in LIMS. Back up of
both the file system and database is performed daily so that in the event of a calastrophe,
only one day of dala would be lost. One week's worth of system files is stored in the
vault.

7.4.2 Klectronic Data Transler

Data files rom instrument PCs are transferred clectronically into LIMS. Upon review
and final approval, the laboratory QA officer releases the dala from LIMS, which are then
archived into the District’s DBHYDRO database. All data at SFWMD is public
information through an on-line database code named REMO that can be accessed directly
by registercd public uscrs. Requests for data are handled by a designated staff in Water
Resources Evaluation Department. For all data transmitted electronically, (e.g. by
modem, or diskettes), hard copics arc sent via mail following data ransmiteal.

7.4.4 Documentation and Verification

All LIMS documentation, including project registrations, request for changes, elc., 18
maintained by the LIMS administrator. Ficld personnel and laboratory staff are
responsible for maintaining the documentation records and the maintenance logs during
data collection and analysis. The documentation for all instrument soltwarce is located in
the laboratory at the instrument. Software problems arc included in the maintenance log
for the instrument. Sollware revisions are installed and the records maintained by the
laboratory supervisor or the QA unit.
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Software is verified by comparing the resulls generatcd by the new software 1o the results
from the old software for at least six analytical runs or by other means of calculation. The
QC results are also uscd to show that the software is performing correctly.

Data entry is verified by comparing the results obtained by the instrument software to the
results entcred into the database. Manual data entry 18 verified by comparing the results
in the database to the results on the data entry forms.

All original hard copies of analytical runs are kept in the QA unit filing area. Any
division staff requesting these documents must sign them out and return the documents
promptly to the same location.
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8.0 Analytical Procedures
The analytical procedures used by SEWMD are listed in Section 5.0.
8.1 Field Screening Methods

A field screening method for soluble reactive phosphate (SRP) is used in the field to determine
samples which may be exceeding established limits (see appendix C). Field screening for
turbidity is also done for some projects. Data obtained from these field screenings are nsed only
to determine which samples should be sent to the laboratory for testing, based on project
requirements.

8.2 Laboratory Glassware Cleaning and 5torage Procedures

For physical parameters and nutrients, the laboratory glassware 1s cleaned by washing with a
laberatory grade phosphate-frce detergent solution, rinsing with D.I. water, 10% hydrochloric,
and finally D.I. water. Once air or oven dried, glassware is stored capped, in cabinets, in the
appropriate analytical or digestion arca.

Digestion tubes, beakers and other pieces of glassware are washed in a labware washer which has
been programimed to follow the above procedure except for the acid rinse. The program is
stopped after the first tap water rinse, the glassware is removed from the washer and rinsed with
10% hydrochloric acid and then returned to the washer for the final tap and analyte free water
rinses. The glassware is then allowed to cither air dry or is placed in a glassware dryer. Once
dry, the glassware is stored in clean drawers in the appropriate analytical or digestion area.

A complete supply of glassware is dedicated for use in the metals laboratory, Pipettes arc soaked
in 1% lab grade detergent (Liquinox ™ or equivalent), and cleaned in a pipette washer using three
volumes of D. 1. water followed by soaking in 20% HNO; for 24 hours minimum , and washing
with three volumes of analyte free water. Volumetric flasks and glassware dedicated to major
cation analyses are rinsed three times with analyte free water after each use, air dried, and stored
in cabinets in the appropriate analytical or digestion area. Glassware dedicated to trace metals is
rinsed with analyte free water after each use, soaked in 20% HNO; bath, rinsed with analytc free
water, allowed to air dry, and stored separately from other glassware in the metals analysis area.
Polyethylene or Teflon trace metal bottles are soaked in 20% nitric acid for a minimum of 24
hours, analyte free water rinsed, and stored in cabinets in the metals area filled with analyte free

water.
8.3 Laboratory Method Modifications

The color procedure has been modified for use in the laboratory, The samples submitted to this
laboratory are from natural surface and ground water sources within the boundaries of the
SFWMD.

The color in the samples is due primarily to vegetative decay and not from industrial sources.
Measurement of the color at 465 nin gives results comparable to those measured visually by
technicians. Use of an autoanalyzer, with a colorimeter, eliminates the natural variation in color
perception found in the human eye and allows the lab to consistently report results regardless of
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which technician performs the analysis. Calibration of the instrument is done using known
concentrations of platinum cobalt solution. The procedure used is given in Appendix A.

Silica analysis is done using a method developed and validated by Alpkem for use in Rapid Flow
Analyzers, The adopted method reduces saltwater interferences. A copy of the modified method
15 included in Appendix B.

Alkaline phosphatase activity (APA) is measured using the Methylumbelliferyl Phosphate
(MUP) assay (Pettcrson and Jansson, 1978). The procedure is included as Appendix 1.

Total and dissolved inorganic carbon (TIC/DIC) 1s determined using a high temperature
combustion and infrared detection system following the EPA 415.1 for total organic carbon.
Method awas developed based also on alkalinity method (EPA 310.1). A copy of the procedure,
which has been validated and approved by FDEP, is included as Appendix F.

Trace mercury sample preparation and analytical procedure are modifications from EPA1631;
validation package has been submitted and the method has been approved by FDEP. Same
validation package will be sent to EPA for approval on its use for NI"'DES monitoring,.

8.4 Laboratory Reagent Storage

Table 8-1. Reagent and Chemical Storage

Chemical Method of Storage

Mineral acids (sulfuric, Stored in original containers in vented cabinet designed for acid

nitric, hydrochloric and storage. Storage is done based on chemical compatibility.

phosphoric acids)

Liquid bases Stored in original containers in a vented cabinet designed for corrosive
storage.

Organic solvents Stored in original containers in a vented cabinet designed for
flammable storage in the outside storage area.

Compressed gases Stored in original containers in the compressed gas storage area in the
outside storage area. o

Dry chemucals Stored in original containers segregated by reactivity in the dry
chemical storage area. ]

As each chemical is received, it is dated and initialed by the person unpacking it. When a new
container is opened for use, it is dated and initialed by the person who opened it.

8.5 Waste Disposal

The laboratory has a designated hazardous waste storage arca outside the laboratory. The process
wastes containing mercury, phenol, chromium, and acetone are collected for disposal by a
hazardous waste company. As each waste is generated, the volume is entered on a monthly
hazardous waste report. When the volume collected reaches a specific level set by Risk
Management, the waste is removed by a commercial waste hauler and disposed of according state

and federal regulations.

Any small amounts of reagents are transferred to the hazardous waste storage area as they expire
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or are no longer needed. The waste disposal company then picks them up for proper disposal.

Coneentrated acids and bases are neutralized or diluted in the laboratory then poured down a
drain with copious amounts of water; diluted acids or acid solutions are poured directly down a
drain into the lab drainage system with copious amounts of water where the waste passes through
a neutralization tank on the way to the sanitary sewer system. Samples are disposed of by
washing them into the sanitary sewer system with copious amounts of water. Nitric acid is
disposed of according to local, state and federal regulations.
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9.0 Calibration Procedures and Frequency

Listed on Tables 9.4 and 9.5 arc the calibration procedures and frequency used for the laboratory and field
instrumentation, respectively.

9.1 Instrumentation Lists
9.1.1 Laboratory Instrumentation

Manufacturer Model and Description

Hach Model 2100 AN Turbidimeter
Model] 18900 Ratio Turbidimeler
Madel 45600 COD Reactor

Fisher Scientilic . Model 50 Jon Analyzer
pH Elecirodes
Model AB 15 pH Mcter
Model 21K/R Marathon Centrifuge
Modecl 307A BOD Incubator
Model SPT - I Stereoscope

QOrion Combination Fluoride Electrode
Model 162 Conduclivity Meler
Model 960 Autochemistry System
pH Electrode wilth ATC

Meltler P160 Top Loading Balance
AFL163 Analytical Balance
(2)AE100 Analytical Balance

Bausch & Lomb Spectronic 501 Visible Spectropholometer

Dionex 4000i Ion Chromalograph
DX500 Ion Chromatograph

Alpkem (3)RIFFA300 Rapid Flow Analyzer with PC workstation
(MHREAS500 Rapid Flow Analyzer with PC workstation

Perkin Elmer 11008 Flame Atomic Absorplion Spectrophotometer
Z5100 Furnace Atomic Absorption Spectrophotometer
Optima 3000XL ICP Spectrometer
Lambda 6 UV-VIS Spectrophotometer

Shimadzu Model 5050A Total Organic Carbon Analyzer
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9.1.1 Laboratory Instrumentation (cont.)

Maunulaclurer
Rosemount Dohrmann
Millipore

Barnstcad

YSI

Thermolyne

CEM
Tecator
Ultra Lum

Lachat

Powers Scientific
Amerikooler
Jordan

Market Forge

Muodel and Descripion

DC-190 Tolal Organic Carbon Analyzer
Cytofluor 2350 Fluorescence Measuremnent System
Model 2250 Autoclave

Madel 59 DO Meler
Model 3905 DO Probe

(4) Model 9000 Oven

Furnatrol 11 Muffle Furnace

Type 37900 Culture Incubator
MDS-2100 Microwave Digester

(2) Digestion System 40, 1016 Digester
Ultra Violet Digestion Cabinet
Quickchem $000 Mercury Analyzer
Quickchem 8000 Automated Ion Analyzer
(2) BD-46 Digestion Blocks

(2) Refrigerator

Relmgeralor

Refrigerator

Autoclave
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9.1 Instrumentation Lists (cont.)
0.1.2 Field Instruments
Manufacturer Muodel an¢ Descriplion
Hydrolab Moadel 4031 pH, Conductivity, ORP, and Temperature Meter

Model 4041 pH, Conductivity, DO, and Temperature Meter
Surveyor II pH, Conductivity, DO, Temperature, Salinily,
Surveyor III pH, Conductivity, DO, Temp., Salinity

ORP, Turbidily and Depth Meter
Surveyor 4 pH, Conductivity, DO, and Temperature Mcter

Solomat WPB03
YSI Madcl 58 Dissolved Oxygen Meter

Model 6000UPG Multiprobe pH, Conductivity, DO, Temperature,
EH Turbidity

Moadel 600XL Muluprobe pH, Conductivity, DO, Temperature, EH
HF Scientific Model DRT-15CE Turbidity

Secchi Depth Disc
Licor Spherical Quantum sensors

9.2 Standard Receipt and Traccability

Standard stocks are received by the laboratory staff, initialed, dated, and stored in the designated area.
The preparation datcs of in-house primary stock solulions are recorded in a log book along with the
following information: analyte, concentration, supplicr, date opened, expiration date and date of
disposal. Only one bottle of each purchased analyte stock solution may be in use at one time.
Purchased stock solutions are replaced according to expiration date or sooner if the stock is depleted.
Manufacturer’s certificates of analysis and/or records of traccability for purchased stock solutions are
filed in a notebook according to analyte or analytical category. Preparation logs are maintained for cach
standard stock. Working calibration standards are prepared at a frequency pre-determincd for each
analyte, based an the stabilily of the chemical. Such frequency is specified in individual SOP and in
Table 9.1. The standard sources and preparalion are given in Tables 9.1 and 9.2.

The calibration procedures for laboratory and field instruments are given in Tables 9.3 to 9.5. QC
check standards from a different source than the calibration standards are used to check the initial
calibration for both laboratory and field instruments. Calibration information including the date and
time of calibration, technician, standards uscd, standard results and temperature, and instrument for the
field is recorded in the lield note book.
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Calibration information for the laboratory is recorded in the QC log and includes the date of analysis,
standard values, instrument response values for the standards, correlation coefficient, results of
continuing and initial calibration, precision and accuracy results, and samples analyzed.
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10.0 'reventative Maintenance

Preventative maintenance is a necessary parl of a successiul quality asgarance program. ‘Time
must be allocated to clean and maintain all cquipment used for the collection and analysis ol a
sample. Equipment which is not operating properly may give unreliable resulls.

10.1 Equipment Maintenance

Field and laboratory equipment maintenance procedures are outlined in Tabtes 10.1 and 10.2,
respeclively. Maintenance that cannol be performed by SFWMD personncl is donc by the
manufacturer or its designee, and several of the instruments are covered by manulacturer’s
scrvice contracts.

10.2 Maintenance Documentation

The field equipment maintenance activitics are documented in bound notebooks assigned to each
instrument. Service reports for repairs that cannot be done by SFWMD personnel are kept on [lile
by the Technician Supervisor.

The luboratory equipment maintenance activities, as listed in Table 10.2, are documented in a
scparate bound notebook for cach instrument. Scrvice reports for repairs that cannot be done by
SFWMD personnel are kept on file in a notebook located at the instrument.

10.3 Contingency Plans

The SFWMD has replacements for most critical instruments which can be used in the event of a
breakdown, Tnstrument service contracts are maintained on all major picces of equipment and
responsc time is typically 48 hours. Overflow laboratories are contracted to provide analytical
services in the event ol a catastrophic lilure.
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Table 10.1 Field Equipment Maintenance Schedule

Instrument Specific Activity Frequency
Hydrolabs (all DO probe membrane and electrolyte changed Quarterly/As needed
maodels)* Conduclivity sensors arc sanded with emery cloth Quartcrly

pHl and reference electrodes ¢leaned with methanol

Quarterly/As needed

pH reference clectrode refilled with 3M KCI

Quarterly/As necded

Cutside surfaces cleaned and rinsed with analvic [toe waler

Daily

Y 5 1 Multiprobe
Instrurnents*

pl/Redox combination prabe cleaned with Tsopropanal, cotton swab
and rinsed w. 1.1, water

Monthly/As needed

DO membrane and electrolyte solution changed

Monthly/Ax needed

DO sensors sanded w/ provided sanding disk

As neaded

Conductivity probe cleaned w/ dilute Liquinox & solt brush, rinsed
thoroughly w/ 2.1 Waler

Monthly/As needed

Licor Sensors

Returned to Factory [or Calibration

Semi-gnnually

Pumps (Gorman Rupp

Check oil and add if needed

Before use

2 or ITonda Drain pump of water, ringe ingide thoroupghly with water After use

Centrifugal) Wipe clean of mud and grease After use
Chanpge oil & filler Quurterly
Change spark plugs & adjust carburetor Quurlerly

Autosamplers Check hattery charpe & replace us needed Refore use
Check programuning Before use
Check pumping volwne with a graduared cylinder Weekly
Cheek indicating desiceant & change as needed Weekly
Change pump tubing Quarterly
(lean liguid sensor Quarterly

Clean intake whing straingr

Quarterly or as nesded

Acrochem Collectors

Check lemperature of sensor plate by touching

Before use

Remove & cap collection buckets

Weekly

Apply a few drops of water to sensor plale w cheek lid operation

Bafore use

Check for smug fitting lid aver collection bucket

Before nse

Check temperature of sensar plate after operation to see il warm Lo the
Luch

Before use

Wipe top and bottom ol lid & air dry

Before use

Install clean collection buckets Weekly
Honda Generator Ringe, wipe outside surlaccs After usc
Peristaltic pump Rinse with D.I. water, wipe surfaces After use

Charpe battery As needed

Submersible pump

Wash all Tellon components of punp head with Liquinox, [D.1. water,
IIC! and final DT rinse

Monthly ot as needed

* For long-term deployed multi-parameter units, internal bateries must also be changed onee a year or according Lo
manufacturer’s specitications.
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Instrnment

Specific Activily

Frequency

Lilame Alomic
Ahsption

Check gnses

Belore cach usc

Preventative maintenance

Scmiannually

Nebulizer cleanad ultrasonically in Lir.]uinml;TM
solution, rinsed with tap walter, dipped in 10% IINOs,
rinscd with DT water.

Biweekly when in use

. - . TM -
Burner head soaked in Liquinox™ ™ solution.

Adter cach use

Graphite furnace AA

Check gases

Belore cach use

Preventative maintenance

Semiannually

Windows inspceted and cleaned with isopropyl
alcohol.

Before each use

Tubes and platforms inspected and changed

As needed

Turnace decontamination as recomunended by
manulaturer

Weekly or as needed

Atomic Emission / ICP

Check pump & system tbing

Before cuch use

[nspect Toreh & RY coil for deposits or moisture and
clean if necessary

Before each use

Tnspect filers

Monthly

Clean nebulizer

Biweekly

Vlush 1orch with 5% HNO, then D1

After each use

Pump air through spray chamber

After each use

Flow Analyzers

Inspect all tubing and fittings

Before each use

Alpkem RITA300
Alpkem RFAS00 Wash manifold/flow cell Before and afler each use
Inspect filters Weekly
lReplace pump tubes Biweckly
Clean rollers & grease Maonthly
Preventative maintenance Semi-annually
Ton Chromatograph Check tubing and fittings for leaks Belore cach use

Clean colurmns and change bed supports

Monthly

Preventative maintenance

Semi-pnnually

Carhon Analyzer

Checkfreplace O-rings

Weekly or as nesded

Chanpe acid Daily
Replace copper & plass wool 6 months
Replace gas filler 5 heeded

Inspeet/replace combustion tube and catalyst

6 months or as needed
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Table 10.2 Laboratory Equipment Maintenance Schedule (¢on’t)

Instrument

Specific Aclivity

Frequency

pH Meter

Rinse electrode with DI water

Belore and afler each use

Add relerenee solution

As needed

Conductivily Meter

Rinse elecirode with DI waler

Before and after each use

Dissolved Oxygen
Meter

Rinse probe with DI waler

Before and after each use

Probe membrane and electrolyte changed

Quarterly or as needed

Turbidimeter

Clean cuvettes

Refore each usc

Adjust calibration

Annually

Spcetrophotometer

Clean floweell / cuvette

Belore and after each use

Change pump wbes (il using sipper)

As needed; at least manthly

Fluorometer Service maintenance Anmual or as needed

Ovens Check temperature Daily when in use

Refrigerators Check temperature Daily

Analytical Balances Clean weighing compartmeant Aller each use
Clean interior/exterior Monthly

Calibration check against class § weights

Monihly or as needed

Calibration service & inspection

Semi-annually

TKN digestion blocks/
COD Reacrar

Check temperature

Weekly

Clean blocks Monihly or as nesded
Centrifuge Clean holder After each use

Clean walls After each use
Autoclave Check water level Before each use

Clean interior and replace water Before each use

Check pressure during operation Turing each usc
BOD Incubulor Check temperature Twice daily when in use
Lachat QuikChem® Clean surfaces and deleclors Before and after each use

Mercury Analyzer

Tlush pump tubes

Before and alter cach use

Replace pump wbes

Biwcekly or as needed

Clean detectors

Before and after each use

Clean rods/moving parts

Monthly

Cheek discoloration of Perma Pure Dryer

Semi-annvally

Replace inner membrane of Perma Pure TDryer

Annually

Ultra-Lum UV
Dipesrer

Wipe down interior and exterior

Daily or as needed

MDS — 2100 Digester

Check door, seals and cleaning

Maonthly

Wipe microwave cavily

Manthly

Clean cavity exhaust outlel

Weekly
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11.0 Quality Control Checks, Routines to Assess Precision and Accuracy, and Calculation of
Method Detection Limits

Data quality assessment is based on the precision and accuracy checks in the field and laboratory. The
definitions of each type of quality control checks ¢an be found in DER QA-001/90, Appendix C.

11.1 Field Quality Control Checks

‘The field QC checks are given in Table 11.1. The DEP QC procedures confirm the precision of the
sampling techniques, that the equipment is clean and addresses the effects of the sample handling and
transport. All QC samples are processed, preserved, handled as and submitted to the laboratory aleng
with routine samples for a given trip. Field QA/QC requirements are applied on a trip basis,
independent of projects. Additional QCs, other than minimum required, maybe collected to satisfy
specific QAPP requirements.

The field QC check samples consist of the following:

Field Blank (FB)

A D.I water sample poured directly into the sample container on site, preserved and kept open until
sample collection is completed for the routing sample at that site.

Replicate Sample (RS)/Field Duplicate (FD)
‘Two or more samples collected simultaneously from the same source. RS or FD data are used to
evaluate sampling precision. FDs are also used to evaluate field variability.

Split Sample ($8)

Two or more samples that are taken from the same sample collection event; all bottles are filled from
the same sample collection device or sample composite. S8 are usually collected for inter-laboratory
comparison with one part of each portion of the split sent to each laboratory in the comparison study.
Splits may also be collected and submitted to one laboratory to assess analytical precision.

Equipment Blank (EB)

To evaluate the effectiveness of lab decontamination, EBs are collected before sample collection
begins. EBs are also collected at a rate of one every 20 samples thereafter, or more often according to
the requiremnents of the sampling event. After field cleaning of sampling equipment, the final DI water
rinse is collected and analyzed as an EB. EBs are prepared by pouring 1 L of DI water into the sample
collection container and through each piece of sampling equipment. For trips requiring more than 1 L
of water, the volume required to fill the sample bottles may be used. This volume will vary by project
and must be documented in the field logbook. In cases when peristaltic pump is used, the water should
be pumped through the entire sampling train in accordance with the project SOP, then collected as an
EB. The EB is processed, preserved and handled as a routine sample.

Trip Blank (TB)

Analyte free water blank (VOCs and ultra-trace mercury only) prepared before sample containers are
transported to the field. Trip blanks remain unopened and are handled in the same manner as the
samples.
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Table 11.1 Field Quality Control Checks

parameter instrurments)

Type # Samples | Frequency (All Parameter Groups)
per Trip

Equipment Blank, Pre- =20 1 blank prior to sampling on-site and 1 blank for every
cleaned Equipment. 20 additional samples (or portion of 20 samples)
Equipment Blank, Field =20 1 blank for every 20 samples taken from field cleaned
Cleaned Equipment. equipment
Trip Blank 1 ormore | 1 foreach volatile organic method
(VOC and Ulira-trace per cooler used to transport samples
Mercury Collection)
Field Duplicate/Replicate 1-10 1 field duplicate/replicate + 1 split
Split Samples 11-20 2 field duplicates/replicates + 2 splits

21-30 3 field duplicates/replicates + 3 splits

=30 1 for every 10 samples

Field Blank 1-20 1 field blank

21-40 2 field blanks

=40) 1 for every 20 samples

Field Measurements 1 or more | 1 atthe end of the day or within 24 hours of initial
QC Check Standards. calibration
(multi-parameter instruments
only)
Field Measurements (Single 1l ormore | Every 4 hours and at the end of the day
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11.2 Laboratory Quality Control Checks

The laboratory QC checks are listed in Table 11.2. These requirements are minimum standards for the
operation of the laboratory; additional QC checks may be performed to further assess the operation of
individual procedures, or if requested by a supervisor, the QA unit, or the DEP or DHRS.

Table 11.2. Labaratory Quality Control Checks

Type Frequency (All parameter groups)

Method Reagent Blank 1 per sample set (batch)

Matrix Spikes (spike added prior to | At least 1 per run and 1 per 20 samples analyzed; if more
sample preparation) than one matrix, 1 from each matrix,

Quality Control Check Samples (PE) | Blind Performance Evaluation Samples- analyzed in
duplicate at least semiannually*

Quality Control Check Standards Analyzed at the beginning of each analytical run to verify

(QC) standard curve. One QC is also analyzed at the end of the
analytical run.

Duplicate Samples (Dup or Rpt) Atleast 1 per tun and 1 per 20 samples analyzed; if more
than one matrix, 1 from each matrix.

Spike Duplicate (SpkDup) Used in place of Dup or Rpt when analyte is suspected to be

<10xMDL for a reasonable precision assessment, ex. Trace
metals, Hg, NO.,

Continuing Calibration Standard I per 20 samples in an analytical set (at least one in each
(CCV) batch is at a concentration of 1-2 times the PQL).

* If blind QC data is not acceptable, results are reported to DEP in the QA Report.

11.3 Species Identification
The SFWMD maintains the following in-house specimen collections for species identification:

1. Herbarium

2- Estuarine larval fish, zooplankton and benthic invertebrates

3. Phytoplankton (photographic reference record from the
Caloosahatchee River)

Plant species and freshwater fish identification are done in-house. Verification of identifications by
outside experts is done on an 4s needed basis.

Estuarine species identification is done in-house. A reference sample is made for each species
collected. The reference samples and 5-10% of the samples collected are set aside for identification by
an outside expert. Species identitication for freshwater invertebrates is done in-house using an in-
house type specimen collection. The reference samples and 5-10% of the samples collected are set
aside for identification by an outside expert. Ten percent of all sorting and identification is confirmed
by a different SFWMD staff member. Counts should agree within 10%.
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11.4 Routine Methods Used to Assess Precision and Accuracy

11.4.1 Definitions

Accuracy can be defined as the agreement between the actual obtained result and the expected result.

QC check samples having a known or "true” value are used to test for the accuracy of a measurement
system.

Precision can be defined as the agreement or closeness of two or more results and is an indication that
the measurement system is operating consistently and is a quantifiable indication of variations
introduced by the analytical system over a given time period.

11.4.2 Reportable Data for Field QC Samples

The formulas used to calculate the precision and accuracy of the QC checks are:

Percent Relative Standard Deviation for precision of routine, split and replicate samples.

%RSD =8 *100 where § = Standard Deviation, and X = mean
X

Relative Percent Differences for precision of duplicates.

RPD = abs[A-B] *200 where A and B are the analytical values for the
A+B two duplicate samples

The QC data is kept in spreadsheets and LIMS database, and maybe transformed into QC charts.
Quarterly QC limits are supplied to the laboratory staff and used as guide by the laboratory analysts
and supervisors in accepting analytical runs. The formulas for calculating control limits are based on
the standard deviation of at least 6 measurements and preferably 20 measurements for each type of
sample. The standard deviation is calculated according to the following formula:

- s= [ T(X-X)? 1122
L -1y |

where X i3 the mean, X; is an individual value, and n is the number of values.

The wamning limits for field parameters are 2s while control limits are 3s from the mean.

Acceptability critenia for blanks (FB, EB) is currently set at 2x MDL.. Blanks that do not pass this
critenia are confirmed through rework and if confirmed, data for the blank and associated samples that
maybe affected (values<3x blank value) are flagged.
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11.4.3 Reportable Data for Laboratory QC Samples

The precision and accuracy of each parameter are measured on a daily basis. The field blanks, splits,
and replicates are analyzed as routine samples.

Accuracy may be quantified by comparing results obtained for QC check samples to their true values
and calculating a percent recovery using the following equation:

% Recovery = [ Experimental ]* 100

L Known

The values obtained for a matrix spike are used to evaluate any matrix interference. Spike recovery is
calculated using the following equation: '

Percent Recovery = %R =( [matrix spike) - [sample]) X 100
[spike]

Accuracy data, obtained from QC and spike recoveries, may be used as an indication of analytical
bias. The target control limits for accuracy are calculated for each analyte, based on quarterly
performance, or are a default value of 90-110% of the known true value.

To determine the precision analyses performed in the SFWMD laboratory, one sample is chosen at
random from each group of 20 samples as the repeat (or replicate) sample for each parameter. Each
replicate sample is then analyzed twice during the analytical run, and the precision of the analysis is
calculated from the precision of the replicate determinations analyzed during the run using the
following equation:

RPD = abs[A -B] *200 where A and B are the analytical values for the

A+B two duplicate samples

On a daily basis, the results obtained for each of the quality control checks used are compared to the
acceptable lirmts for precision and accuracy. Target limits are set based on prior performance or at a
default value of 10% of the known true values.

The procedures used to determine precision and aceuracy are given in Table 11.4,

11.4.4 Method Detection and Practical Quantitation Limits

The method detection limits (MDLs) are determined by the procedures in 40 CFR Part 136, Appendix
B. They are updated annually and when necessary due to equipment or procedural changes. See

Tables 5.1, 5.2 & 5.3 for current MDLa.

The practical quantitation limit (PQL) is 12 times the pooled standard deviations derived from the
procedures to determine the MDL, or roughly 4 times the MDL.
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12.0 Data Reduction, Validation and Reporting

12.1 Data Reduction
12.1.1 Field Reportable Data

All field measurement data are directly read from the instruments. These measurements include
pH, specific conductance, dissolved oxygen, temperature, ORP, salinity, turbidity, and depth.
The data are automatically temperature-compensated for pH, specific conductance, and dissolved
oxygen. The cell constant for specific conductance is determined by the manufacturer. The field
technician does not perform any calculations on field data.

The technician responsible for data entry inputs all field data from the Chemistry Field Data Log
into the computer. '

12.1.2 Laboratory Reportable Data

Data for pH, specific conductance, turbidity, and fluoride are directly read from the instrument
and entered into LIMS. The pH and conductivity meters have automatic temperature
compensation. The conductivity cells constants are checked before each analysis and verified
monthly, Data from all other instruments are calculated using individual instrument PCs with
vendor-supplied software or calculation programs. No calculations are performed using a single
point reference or intemnal standard. Table 12.1 shows the formulas used to calculate specitic
parameters. The analyst is responsible for running the computer programs which provide the
results in the appropriate concentrations and entering those results into the database.

Every analytical package include raw data and calculated results from the instrument, strip chart,
plots or chromatograms, and QC report. Data reports are identified with the date, the computer
file name if applicable, method #, and the initials of the analyst. The computer files are named
using the instrument code, date, and sequential file number for the day.

12.2 Data Validation
12.2.1 Laboratory Data Integrity

The Analysts/Supervisors are responsible for checking the raw data entries and calculations for
correctness. The analysts ensure that instruments arc performing properly, that instrument
responses are within the normal range, and that the QJC checks are met prior to accepting data.
On a daily basis, the supervisors are responsible for ensuring that all data were generated
following the standard operating procedure and within the guidelines of this plan. The QA
Officer periodically checks sample preparation logs and instrument/analytical logs for adherence
to QC protocols and sample identification. The QA Qfficer is also responsible for checking the
analytical performance through quality control charting and reports this to the laboratory
supervisors and division director.
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Table 12.1 Formulas Used for Calculations

Parameter

Formula

Alkaline Phosphatase Activity (APA)

Linear regression for the calibrant {methylumbelliferone, MU)

APA, sM/min/mI = MU) conc. at ime 0 (uM) - MU cone, after 30 minutes (ph) x 1000
(30 minuies x ¢.9 ml)

Alkalinity

(volume of titrant, mL) x N x 50,000/ml sample

Ammonia

linear regression, computerized calculation

Ammonia, unionized

Ammonia value X chart value (pH & Temp)

Biochemical Oxygen Demand/
Carbonaceous Biochemical Oxygen
Demand

(DO{j_.ﬂu-,.[) - DD(S day} = Seed Correction)/P

where P = decimal volumetric fraction of sample used
Seed Comection = DO loss in seed control X f

f = ratio of seed in sample o seed in control -

Calciom, dissolved

Linear regression, computerized calculation

Chemical Oxygen Demand

Linear regression, computerized calculation

Chloride

Linear regression, computerized calculation

Chlorine Residual, total

I mi of FAS titrant = mg/T. CI

Inorganic Carbon, total and dissolved

Computerized, mean of 2 Repeats, multiple point calibration

Iron, total and dissolved

Linear regression, computerized calculation

Nitrogen, total Kjeldahl

Linear regression, compulerized calculation

Magnesium, dissolved

Linear regression, compulterized calculation

Nitrate + nitrite

Linear regression, computerized calculation

Nitrite Linear repression. cotnputerized calculation
Nitrate Computer calculation, (Nitrate + nitrite)- Nitrite
Total phosphorus Linear regression, compuierized calculation

Organic Carbon, total and dissolved

Computerized, Total = Inorganic, mean of 2 Repeats, multiple
point calibration

Orthophosphate

Computer generated linear regression

Potassinm, dissolved

Computer generated linear regression
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Table 12.1 Formulas Used for Calculations (con’t)

Parameter

Formula

Residue, filterable

Final Weight-Tare, g x 10°
Volume, ml

Residue, nonfilicrable

Final Weight-Tare, ¢ x 10°
Yolume, ml

Residue, volatile

Nonfilterable Final Weighi-Weisht(550°C).g x 10"
Volume, ml

Silica, dissolved

Quadratic regression, computerized calculation

Sodium, dissolved

Linear regression, computerized calculation

Strontium, dissolved

Linear regression, computerized calculation

Sulfate

Quadratic regression, computerized calculation,

Trace metals

Linear regression, computerized calculation

Hardness Computerized calculation
2.497 x [Ca] + 4.118 x [Mg]
Chlorophyll Chl. 2 = 11.85(0D664) — 1.54(0D647) - 0.08(0D630)

Chl. b = 21.03{(0D547) = 5.43 (OD664) -2.66(00630)

Chl. ¢ = 24 52(DD630) - 7.6(0D647) - 1.67(DN664)

Pheophytin = (26.7(1.7*0D665acidifled)) - QD664

Carotenoids = 4.0{0D480}

Chl. a comrected = 26.7(0D664) — ODGG3(acidifed)

Where:

O wavelenpth) = absorbance {wavelength) —Abs. at 750 cm in non-acidified sample
and results are multiplied by volwne of extract and divided by the volume of sample
filtered in m’
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12.2.2 Field Data Integrity

The QA Officer for each division is responsible for checking calibration integrity by checking the
calibration logs and comparing present values to historical values and the sample custody
integrity by checking the paperwork to ascertain that only trained personnel collected samples
and that they were preserved and transported correctly. The Project Manager is responsible for
checking raw data entries and calculations by reviewing the records for accuracy and use of
proper formulas.

Staff frorm Water Quality Monitoring Division audit field activities of both District and
contractors, provide feedback to field personnel and/or project managers, and ensure that
corrective measure is taken to cormrect any deficiencies.

12,3 Specific Data Validation Procedures
12.3.1 Laboratory Data Validation

Each analyst is responsible for the first step in the validation process. It is his/her responsibility
to follow the procedures correctly, perform the quality control checks, and report any
discrepancies to his/her supervisor and/or the laboratory QA Officer. A real time QC charting
program is currently being developed to aid the analysts and their supervisor in identifying
potential analytical problems on a daily basis.

The laboratory supervisors are responsible for ensuring that QC checks are met, investigating any
discrepancies, determining the cause, and ensuring that corrective measures are taken to solve the
problem. The supervisors are also responsible for the review of all data to identify obvious
anomalies. The laboratory QA Officer or designated staff is responsible for regular tracking
laboratory performance through QC plots, and providing feedback to the laboratory staff and
division director. The QA Officer must update the acceptable quality control limits for all
parameters quarterly.

Listed below are the minimum QC checks required in the laboratory .

Method Reagent Blank
This is analyzed to ensure that no significant amount of the analyte is present on the background
that could potentially affect the quality of analysis. A method reagent blank must not have

detectable level of analyte. Troubleshooting must be initiated if recovery for this blank 15 greater
than MDL.

Matrix Spike Sample

Matrix spikes are indication of accuracy of analysis and is an assessment of potential matrix
interference. Spiking level must be adjusted depending on the approximate concentration level of
the analyte in the samples being analyzed. As a guide, spiked sample result must be within 30-
85% of the highest calibration standard. If the result is outside the current acceptable limits, the
spike must be prepared again and re-analyzed. If the value 1s outside the range again, a matrix
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problem is suspected and it is noted in the database that the sample exhibits matrix interference.

In limited cases, method of standard addition is used to determine analyte concentration when
matrix interference is present.

Quality Control Check Standards

It the result 1s outside the current acceptable limits, the run is stopped and the imstrument re-
calibrated. If necessary, new calibration standards are prepared and the instrument is checked for
leaks, cracks in tubing, correct reaction temperature, correct wavelength or filter, and correct
calculation procedure in the computer.

Blind Quality Control Check Samples
If the results for these blind samples are incorrect, the entire procedure is checked for errors. The
analytical results are reported in the quality control report.

Replicate or Duplicate Samples

This is used to assure that analytical precision is maintained throughout the analytical run. At
leust one replicate is run for each analytical run and every 20 samples thereof. Matrix samples are
used for this purpose unless it is anticipated that the analyte concentration in the batch of samples
being analyzed are too low for a reasonable estimate of precision. If the analyte concentration is
«10 times the MDL, then a spiked matrix duplicate maybe used instead. Field duplicates and
splits are treated as individual samples and are not considered analytical duplicates.

Continuing Calibration Verification

At least one standard solution is analyzed every 20 samples to confirm that the calibration curve
remains constant throughout the analytical run. The recovery, calculated as % of initial
instrument response, must remain within 5%, otherwise, the run or the affected portion of the run
is re-analyzed.

12.3.2 Field Data Validation

The field sampling personnel are responsible for following the sampling procedures, reviewing
the Chemistry Field Data Logs, and filling out all forms correctly and completely. The field
project manager or senior scientific associates are responsible for reviewing field data submitted
to the laboratory for data entry for accuracy, initial data review following analysis, and review of
the field quality control results for adherence to established standards. The Staff Environmental
Scientist or Senior Environmental Scientist is responsible for reviewing all data for his/her
project(s) to assure that the data quality objectives for the project(s) are being met.

Below is a list of field QC checks used to validate the field collected data and the sample
collection process and the required corrective measure 1f not met:

Quality Control Check Standard
A QC check standard is used to check the calibration of the instruments. Results must be within
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the established acceptable limits, othcmise the instrument must be re-calibrated or required
maintenance be performed.

Equipment Blank (EB)

This is an indication of the effectiveness of sample equipment decontamination. If EB
concentration »2x MDL, the sample is reworked for confirmation. If confirmed, the blank is
flagged and the associated samples that may have been affected are also flagged.

Field Blank (FB)
An FB is used to measure the amount of environmental contamination that maybe present at time
of collection. Same criteria and comective action as EB is applied.

Field Duplicates (FD) or Replicate Sample (RS)
A FD or RS js collected and analyzed to evaluate the precision of the sample collectlon process

Field Split Sample (§S)

A 585 is collected and analyzed to assess the combined precision of the analysis and processing of
the samples in the field. It is also used to evaluate inter-]laboratory performance between two or
more laboratories.

Trip Blanks (TB)
A TB is used for VOC sample collection to evaluate potential shipping/handling contaminants
and problems.

12.3.3 Project Data Validation

The Project Manager is responsible for the final review of data. The laboratory QA Officer is
responsible for review of the laboratory QC data and the field quality control data. The Project
Manager is responsible for review of all supporting documentation and review of the data to
ensure that data quality objectives of the project is met.

12.4 Data Reporting
12.4.1 Analytical Data Reporting

All data from automated instruments are collected through and stored in the imstrument PC. A
limited amount of data is manually entered into LIMS. Hardcopy of the analytical report is
generated. After the analyst reviews the data, the results are reported into LIMS. In most cases,
this is done through electronic transfer of file from the instrument PC to LIMS. The analyst
retrieves the LIMS loading report and validates that the data reported are the same as what is in
the analytical report. The analyst may initiate a rework of part of or the entire run at this point.
The analyst may also enter new data or perform changes at this point, but a Good Automated
Laboratory Practice (GALP) comment would be required. If the data are acceptable and upon
completion of the QC log, the analyst approves the data in LIMS.
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The laboratory supervisors review reported data both through visual inspection of the report
package and by means of automated computer programs to ensure detection of aberrant data (e.g.
reversals. Rework of part of or the entire run maybe initiated if QC criteria are not met. If all
criteria are met, the supervisor approves the data in the system. Further automation of the LIMS
system is underway that would incorporate more automated checks, automatic notification of the
supervisors for any data outliers, and customized reports. .
Data report package consisting of the original raw data (including charts or plots in some cases),
LIMS data loading report, and QC result log is submitted to the QA unit. Preliminary result and
log-in information reports are generated by the LIMS and sent to the project managers and field

supervisors on a weekly basis. Examples of these reports from LIMS is given in Figures12.1 and
12.2. ‘

After the QA“staff reviews and approves the data, any cotrection on the data may only be
performed by the LIMS administrator. A formal request for cotrection with a valid reason
indicated on the request is required.

12.4.2 Data Release from the Laboratory

Final comprehensive data review is done by the QA unit. This level of review incorporates both
field and laboratory criteria, historical project-specific trends, resolution of anomalies, and
review of field notes. If all criteria are met, the samples are released and archived into the
Disgtrict’s historical database (DBHYDRO). If any of the criteria are not met, the data are
qualified prior to release using the qualifier codes in Table 4 of Chapter 62-160 FAC, then
archived.

Reports generated from LIMS are considered preliminary. Requests for data reports from LIMS
must be made through the LIMS administrator. Data users should use data that are in
DBHYDRO for reporting purposes.
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12.5 Data Storage

Electronic files of data are retained on the instrument’s PC drive for up to 51X months or until
capacity is reached. Files are then transferred to floppy disks and retained in the laboratory for
up to three years. Hardcopy information is retained in the division for a maximum of two years.
After that it i sent to warehouse records storage and will be microfilmed if storage for longer
than three years is needed. The records that will be retained are the plots, chromatograms, data
files, Chemistry Field Data Logs, manual data entry records, daily QC reports, instrumentation
logs and LIMS back up tapes.

The magnetic tapes used for weekly back-up of the LIMS are maintained in two sets. One set is
kept in an inhouse vault for immediate access and one set is sent to secure storage outside the
SFWMD for recovery in the event of a catastrophic event. '

Archived records are indexed based on date for hard copy laboratory records, and by project for
tield notebooks and results in the water quality database. The Project Manager is responsible for
the storage of all project data for at least three years.
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13.0 Corrective Action

Corrective action is required in those cases when the acceptance criteria for QC measures are not met, The
specific corrective actions for cach type of quality control measure are given in Tables 13.1, 13.2 and 13.3.

The analyst or field sample collector is responsible for assessing each QC measure and initiating corrective
action according to Tables 13.1 and 13.2, respectively. The QA officer and the supervisors are responsible
for approving the corrective action taken or for initating (urlher steps to solve the problem.

Corrective action may be initiated by external sources or evenls, which may include performance
evaluation results, performance audits, system audits, sphit sample results, and laboratory/field comparison
studics. DEP recommends that corrcctive action be initiated as a result of systeros or performance audits,
split samples, or data validation review.,

Problems requiring corrective action and corrective actions taken are docurnented in detail in onc of the
following: QC result log, analysis loghooks, digestion loghooks, or instrument maintenance logs depending
on the nature of the problem and how it was solved. The supervisor will report the problem to the
appropriatc QA Officer who has the responsibility for determining if the solution is acceptable and, if not,
what further steps should be taken.
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14.0 Performance and Systems Audits

Audits are an essential part of the QA program for both laboratory and field operations. Systems audits
are conducted to measure compliance with the comprehensive and project quality assurance plans.
Performance audits are conducted to evaluate the quality of the data outputs with respect [0 mandatory
limits or the laboratory's own performance standards.

14.1 Systems Audits

A systems audit is used to evaluate the entire measurement system both in the field and laboratory. It1s
a detailed review of each component of the sample collection process from equipment cleaning,
through submission of the samples to the Jaboratory, and the laboratory process from sample log-in to
archival of the results. Each element must be evaluated for conformance to appropriate methodology,
approved procedures and the appropriate QA Plans. A list of any deficiencies discovered must be
made and subsequently addressed to correct, improve, or modify the system as necessary. Immediate
feedback must be provided to field and laboratory personnel.

14.1.1 Internal Systems Audits

Systems audits are performed using the forms shown in Figure 14.1. Audits are conducted semni-
annually by the WQMD QA Officer or designated QA staff.

14.1.2 External Systems Audits

There are no tegularly scheduled external systems audits. The SFWMD will submit to audits
conducted by the DEP QA Section and FDOH auditors.

14.2 Performance Audits
Performance audits are used to evaluate the routine quality control program of the laboratory.
14.2.1 Internal Performance Audits

Intemal performance audits are conducted semi-annually by the WQMD QA Officer or dest gnated
staff. The audit may consist of any or all of the following: re-submission of previously analyzed
samples under a different LIMS number, preparation of additional QC samples, samples split with
another laboratory, and submission of spiked samples, all of which are blind to the analysts. For certain
parameters or projects, performance audits may be conducted more frequently to comply with specific
permit, QAPP, or regulatory guidelines.

An audit may be conducted at any time on a suspect parameier in addition to the semi-annuat audits for
the entire laboratory. A performance audit on a parameter is mandatory when 10% of the analytical
runs for that parameter fail one or more quality control critena. The results of the performance audits
are included in the quarterly quality assurance reports issued to the Division Director by the WQMD
Quality Assurance Officer.
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14.2.2 External Performance Audits

The laboratory participates in three external performance audit programs, They are:
1. Florida Environmental Laboratory Certification Program administered by FDOH
2, United States Geological Survey’s round robin study, Denver, semi-annually
3. Phosphorus round robin studies, coordinated by FDEP, semi-annually
4. Low-level mercury round robin study, coordinated by FDEP for the South Florida
Mercury Science Program
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FIGURE 14.1 - SYSTEMS AUDIT CHECKLIST

South Florida Water Management District
Water Resources Evaluation Department
Water Quality Monitoring Division

INTERNAL SYSTEMS AUDIT CHECKLIST

PROJECT NAME, FRE():

CODE, #, TYPE, DIV..

AUDIT LOCATION:
(County/sites visited)

PROJECT MANAGER:
DIV/ TELEPHONE #s:

SAMPLING/LAB PERSONNEL:
responsibilities

AUDITOR(S):
DIV/ TELEPHONE #s:

VISITOR(S):

REF. SOP/QAP’S:

AUDIT DATE:

REPORT DATE:

APPLICABLE PAGES:
_1,234,56,7.8,910,11,12,13,14,15,16,17,18,19,20,21,22,23 24,25

SIGNATURE OF AUDITOR:

Copies to: MC/ DI/ (ProjMgr)/ (FldSupv)/ (AEYV (AEY (AE) OUfiginaltor ____
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PART L. FIELD AUMT CHECEKLIST

A. PLANNING AND PREPARATION

1. Has this Project been audited previcusly? ¥ N
If yes, by whom?
2. Have the field sampling personnel been andited previously? ¥ N
If ves, by whom?
Was a briefing held with the project participants? Y N

4. Was this project conducted under the proper QAPP or SOP? Y N

5. Was there a written list of sampling locations and descriptions? Y N

6. Was there 2 map of sampling locations available o field personnel? Y N

7. Was sampling scheduled with field tech supervisor in advance (minimum 1 wk)? Y N

B. Were analyses scheduled with laboratory in advance (minimum one week)? Y N

9. Were additional instructions given to participants (ie. changes in Project Plan)? Y N

10. Was sampling team organized, experienced, efficient, knowledgeable? Y N

11. Did the sampling team have a clear understanding of the project goals or objectives? Y N

12. Was field equipment well-organized and ready foruse? Y N

13. Was sumpling equipment selected according to proper protocols? Y N

14. If not, did all selected equipment meet the material construction and parameter restriction requirements of the
CompQAP? Y N ] material construction ] parameter restrictions

15. Were proper communicatlon/ notification procedures in place should office and field staff need to contact one
another? Y N

L6. In the event of malfunction or loss, were extra supplies/equipment taken inio field? Y N

17. Were all relevant safety protocels and equipment prepared (i.e. fuel, PFD's, fire extinguisher, acid spill kit, safety
olasses, drinking water, etc.)? Y N

List any deficiencies noted during Planning and Preparation activities:

B, DECONTAMINATION

|. Did all sampling equipment arrive at the site precleaned and ready foruse? Y N
2. Was sampling equipment wrapped with aluminum foil, untreated butcher paper or otherwise protected from
contamination? Y N[] other
. Was sampling equipment precleaning documented properly? Y N
. Was all sampling equipment immediately rinsed with DI water after each use? Y N
- Was all equipment that was used only once, site specific, tagged with the sample location? Y N
. Were all aspects of proper field decontamination protocols followed as per the CompQAP? Y N
. Were all pumps precleaned and/or field cleaned per Comp(QAFP? Y N
. Was all tubing precleaned and/or field cleaned per CompQAP? Y N
. 15 fresh TH available for the crew? Y N
SOUTCE date acquired

ad

W ooe =1 an Lh

List any deficiencies noted during Decontamination activities:

C. GENERAL SAMPLING PROCEDURES

What mode of transportation was used to access sampling locations?
Were sampling locations properly selected? (Instructions and/or directions properly followed?) Y N

W=

type
4. Woere samples collected for all required analyses? Y N

Tt applicable, were any devices (i.e. GPS. flow meter, depth meter) needed to assist in locating sampling sites? Y N
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Was sampling equipment protected from possible contamination prior to sample coilection? Y N
Were samplcs/sampling equipment segregated from personal gear as appropriate? Y N
Were clean disposable latex or vinyl gloves worn during sampling? Y N
Were gloves changed for each sample station? Y N
9. Were gloves changed during sampling event? If yes, explain conditions. Y N
10.  If equipment was cleaned in the field, weare proper procedures used? Y N
11.  What field instruments were used?
12 Were calibration procedures documented in the field notes? Y N
13. Wag a calibration check conducted within 24 hours or at the end of the sampling day for Hydrolahs or similar mylti-
parameter field instruments? Y N
14, Which field-metered parameters were collected?
] pH (] temperature [ ] conductance [] DO ] turbidity [] salinity
O ova (] Other:
15, Were readings truly representative of the medium being sampled? ¥ N

ol

- 16. For which parameters were samples collected? (attach C-0O-C)

17. Were metheds of collection consistent with governing CompQAFP guidelines? Y N

1B, Were sample containers appropriate for project (or as specified in QARY? 'Y N

19. Were sample containers rinsed with sample prior to filling? Y N

20. Were samples chemically preserved at the time of callection? Y N

21. Was the preservative amount recorded in the field notes? Y N

22, Was the pH of preserved samples checked to insure proper preservation? Y N

23, Were samples iced at the time of collection? Y N

24, Were disposable or lab-cleaned filter units used for processing the sample? Y N

24, What pore size is the filter?

25, Was filtering equipment pre-rinsed with sample? Y N

26. Were filters bagged or otherwise kept frec from possible contamination? ¥ N

27. Were disposable filters discarded properly afteruse? Y N

28, Were samples processed on a clean tray/surface? Y N

23. Was waste maitcrial containerized and maintained separate from samples and equipment? Y N
29. Wecre ambient field conditions recorded in the field notes? Y N

32, Were proper safety precautions followed to ensure no damage or injury to the crew, the gencral public or any of ils
equipment? Y N If No, explain in deficiencies section below.

List any deficiencies noted during General Sampling activitics:

D. SURFACE WATER SAMPLING

[. What procedures were used to eollect the surface water samples?

2. Were the surface water samples taken before the sediment samples, if applicable? Y N

1. Was a Niskin or horizontal bottle used for sample collection? Y N

type and size?

2. Was sample collected or processed in a polyethylene bucket? Y N

3. Was a pump used for sample collcction? Y N

type and size?

4.  Was the pump properly cleaned before and between sites? Y N

3. Was the pump tubing properly cleaned before and between sites? Y N

6. Were samples collected upstream from the sampler, vehicle, or water control structure? Y N

9. Woere samples taken from locations considered ta be more stagnant or well-mixed?

10. Were flow measurements taken/recorded? Y N

11. Were there any man-made structures or impoundments in the vicinity (dams, weirs, holding ponds)?
Y N If so, how were sampling locations chosen relative to them?

Notes:
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12, List all surface water sampling equipment.

Notes:

13, Did this equipment meet the material construction and parameter restriction requirements of the CompQAP? Y N
[} material contruction ] parameter restrictions

4. Was a boat utilized? Y N

L] Was it fuel-powered? [[] Were samples taken from the bow, and/or upwind-upstream-upcurrent from the

motor {to avoid fumes, effluent, or prop wash from the motor)? Notes:

15. Were any samples collected by wading? ¥ N

[[] Was wading appropriate for location? [] Did sampler face upstream while collecting samples?
[[] Was care taken not to disturb sediments?

Nuotes:

16, Were samples for speecific parameter groups taken properly? ¥ N

(Consult CompQAP secuons noted below for detailed requirements.)

- organics samples (Scetion 6.4.2)

- biological tissue samples (Section 6.4.6)

- micrabiological samples (Section 6.4.%)

= (il-& Grease samples (Section 6.4.10)

- low level trace Mercury samples (Section 6.4.11)

- benthic macroinvertebrates samples (Section 6.4.12)
- radiglogical/radon samples (consult DEP Sections 4.2.2.6 & 7)
- cyanide samples (consult DEP Section 4.2.2.8)

List any deficlencies nated during_ Surface Water Sampling activitics:

E. AUTOMATIC WATER SAMPLING

e S

Were antosamplers used? Y N type and size?
Were samples composited? Y N

How were sgamples composited?
Was sample collection method consistent with CompQAP or Project QAP/SOP in order to achieve a truly

representative sample? Y N

3. Woere autosampler bottle(s) capped and shaken well before compositing or processing? Y N
6.  Was tubing changed within the last three months? Y N

7. Were preventative maintenance protocols followed and documented? Y N

8. What method of preservation was used for sample integrity?

9. What method of collection frequency was used? (ie. flow/iime proporiional, and

trigger)

10. Was deployed equipment secured apainst outside contaminarion and/or vandalism? Y N

11. What other forms of electronic equipment were used?

12, Were any electronic counters reset to zero? Y N

13, What is the depth of the intake tubing?

14, Were any physical parameters measured? Y N

15, Were clean bottles replaced ino the autosampler? Y N

16. Woere the new bottles acidified? Y N

17. Was the level of acidillcation proper? Y N

18, Was the preservation (temperature or pH) of the automatic sample checked for proper level? Y N
19, Was a dessicant within the autosampler checked? Y N

20. Was the autosampler and its program checked for any malfunctions in the period of time since its last inspection?
Y

21. 1f problems were encountered, how were they resolved?

27, Was any sample discarded? Y N

23. Were any of the samples flagged? Y N

24, Was the autosampler restarted prior o leaving the site? Y N

23, Was the autosampler recalibrated prior to leaving the site? Y N
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26. How was the calibration performed?
27. Were the calibrations documented properly? Y N

List any deficiencies noted during Automatic Water Sampling activitles:

F. WASTE WATER SAMFLING

What procedures were used to collect the waste water samples?

List type and name of all sampling and measuring equipment used.

For what parameters were samples being analyzed?

Were sampling containers and methods appropriate for parameter type(s)? Y N

Were sampling containers and methods consistent with approved QAPP/SOP or CompQAP? Y N

Were sampling locations sclected properly? Y N

Were any physical parameters measured? Y N

Were proper safely precautions followed to prevent contamination o sample personnel? Y N

Were autosamplers used? Y N type and size?

10 Were samples composited? Y N

11. How were samples composited?

12. Was sample collection method consistent with CompQAP or Project QAP/S0P in order to achieve a truly

representative sample? Y N

13. Were autosampler bottle(s) capped and shaken well before compositing or processing? Y N

14. Was tubing changed within the last three months? Y N

15. Were preventative maintenance protocols followed and documented? Y N

16. What method of preservation was used for sample integrity”?

17. What method of eollection frequency was used? (1e. flow/time proportional, and mgger)

18. Was deployed equipment secured against outside contamination andfor vandalism? Y N

19. What other forms of electronic equipment were wsed?

20, Were any electronle counters reset to zero? Y N

21. What is the depth of the intake tubing?

22. Were any physical parameters measured? Y N

23. Were clean bottles replaced into the autosampler? Y N

24. Woere the new bottles acidified? Y N

23, Was the level of acidification proper? Y N

26. Was the autosampler and its program checked for any malfunctions in the period of time since its last inspection? 'Y
N

27. If problems were encountered, how were they resolved?

Moo o e b

28. Was any sample discarded? Y N

29. Were any of the samples flagged? Y N

30. Was the autosampler restarted prior to leaving the site? Y N
31. Was the autosampler recalibrated prior to leaving the site? Y N
32, How was the calibration performed?
33. Were the calibrations documented properly? Y N

List any deficiencies noted during Waste Water Sampling activities;

G. GROUNDWATER SAMPLING

l. Was a pump used for sample collection? Y N
2. If a pump was used, what type?
3. Way the pump properly cleaned before and berween sites? Y N
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4. 'Was the pump tubing properly cleaned before and between sites? Y N

3. Was sample collected in polyethylens bucket? Y N

6. Was sampling conducted from least- to most-contaminated area, if known? ¥ N

7. Were sample containers approprlate for this project? Y N

8. Were well measurements taken properly? Y N

[] measuring device decontaminated between wells

[] measuring device has .1’ sensitivity (not necessary if for purge volume calculations only)
[] taken from same reference point on casing

9. Were well volumes determined accurately? Check random calculations in loghook. Y N

10. Were wells purged prior to sampling? Y N {] bailer ] pump
11. If by bailer, was it constructed of the preper material? Y N
[] Teflon |:| HDPE [] Stainless Steel r__| Other

12_I[ by pump, were all materials/restrictions met per CompQAP? Y N
above-ground pump: proper tubing material and foot valve/continuous pumping
[] submersible pump: proper body and tubing material and check valve
13. If protocol #12 not met because of improper material construction, was the "'polishing" procedure implemented
properly (1 well volume purged with appropriate sampling device)? Y N
14. Were wells sufficiently purged before sampling? ¥ N
] measured volume ] time/flow rate {estimate only) [] pH/temperature/conductance
D combination -
15, Were bailers used for sampling? Y N
(] Teflon (] Stainless Steel [ Other
16. Were fuel-powered units placed downwind from sampling and decontamination activities? Y N
17. Did non-dedicated sampling pumps meet the material constructlon and parameter restriction requirements of the
CompQAP? ¥ N
[] above ground pump [ submersible pump
18. Did dedicated sampling pumps meet the material construction and parameter restriction requirements of the
CompQAI’? ¥ N
[] above ground purnp ] submersible pump
[] if not, why not;
19. Was sufficient information known about these pumps (construction, placement, age, tubing type(s), packers used, check
valves, etc)? ¥ N
20. Did sample tubing material meet the material constryction and parameter restriction requirements of the CompQAFP?
Y N

[] Teflon [ HDPE (high density polyethylenc) ] Tygon [ Other
21. Was sufficient elean tubing available? ¥ N
[ twhing not reused L] tubing decontaminated between each well (NOT recommended)

22, Was tubing decontaminated per requirements in the CompQAP? ¥ N
23, Were pumps decontaminated per requirements in the CompQAP? ¥ N
24. Were dissolved constituents taken properly? Y N
List parameters filtered:
List the kind of filters and pore size:
Briefly describe the setup:
25. Was a dissolved trace metals sample collected? Y N
[ was a total metals sample also collected? [] was a [.0 micron filter used for these dissolved constituents only?
26. Was the bailer and lanyard (line) prevented from coming in contact with the ground surface? Y N
27. Was welted bailer lanyard treated properly? Y N
[ disposable line discarded [] reusable line decontaminated properly
28. Were samples for specific parameter groups taken properly? Y N
(Consult CompQAP sections noted below for detailed requiraments.)
- organics samples (Section 6.4.2)
- biological tissue samples (Section 6.4.6)
- microbiological samples (Section 6.4.9)
- 0il & Grease samples (Section 6.4.10)
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- low level trace Mercury samples (Section 6.4.11)

- benthle macroinvertebrates samples (Section 6.4.12)

- radiglpgical/raden samples (consult DEP Sections 4.2.2.6 & 7)

= cyanide samples (consult DEP Section 4.2.2.8)

29. Were purpe and rinse waters disposed of properly? Y N

List any deficlencles noted during Gronndwater sampling activitles:

H. SOLID MATRIX SAMPLING

Soil Sampling

. Were grab samples taken from these soil regimes? (Check all that apply) ¥ N

("1 surface [] shallow subsurface ] deep subsurface

2. Were argal or depth composite samples taken from these soil regimes? (Check all thatapply) Y- N
[ areal ] surface [] shallow subsurface [ deep subsurface

(J depth ... ] surface [] shallow subsurface ] deep subsurface

3. Was appropriate equipment used for each regime? Y N List for each -

surface:  [] spoon  [] shovel  [[] mowel

shallow subsurface:  [] hand/bucket auger [ shovel/post hole dipgers ~ [[] powered device
deep subsurface: [ split spoon ﬁ shelby tube

4. Did equipment meet the material contruction and parameter restrictions ag listed in the CompQAP? Y N
[] material contruction ] parameter restrictions

Scdiment Sampling
1. Were surface water sampley taken prior to sediment samples? Y N

2. Were areal or depth composite samples taken from sediments? Y N

] areal depth
3. Was the proper equipment used for the particular substrate at the site? ¥ N
] coring device for soft materials or high flow situation O dredge device for hard substrate

spoon, trowel, or coring device used at water body margin
4. Did equipment meet the following requiremenis, as listed in the CompQAP? Y N
(] material contruction [[] paramecter restrictions

General

1. Was sampling conducted from least- to most-contaminated area, if known? Y N

2. Were sample containers appropriate for proiect and matrix as specified in CompQAP)? 'Y N
3, Was an attempt made to collect representative samples from the location? ¥ N

Note any sampling bias. Noies:

4. Way each non-volatile sample mixed thoroughly before being transferred to its container? Y N

[} VOCs taken separaely (see below) ] appropriate tools and tray used for mixing
[ ] homogenize by mixing, dividing, remixing [1 transfer sample to container with minimal headspace
] clean container and rim carefully {(good scal) {] sloved fingers did not come in contact with sample

(] cap tightly
3. Were all tools used for the mixing/homogenization phase of the proper matenial? ¥ N
6. Were YOC (all volaule parameters) samples taken properly? ¥ N

[[] transter sample directly from sampling device to container (] fill the vial/wide mouth container with sample
] tamp the sample with glass rod or equivalent  [] refill and tamp sample down until no headspace exists
[] clean vial and rim carefully (good seal) [ gloved fingers did not come in contact with sample

[] cap tightly with teflon septum facing sample

7., Did composite sample collection meet the requirements listed in the CompQAP? Y N

] sample aliquots of identical size (Unportant) [ tollow mixing schedule as listed in #4 above

[] origin and size of aliquot is documented [] aliquoting done in a systematic manner

8. Was sampling equipment properly decontaminated before arrival and between each sampling site? Y N



Section 14.0

10/27/99

Page 10 of 14

List any deficiencies noted during solid matrix sampling activities:

I. ATMOSPHERIC DEPOSITION SAMPLING

1. Whar procedures were used for Atmospheric Deposition collection?

2. Were procedures consistent with governing SOF or CompQAP? Y N

3. Were both wet and dry precipitation buckets utilized? ¥ N

4.  Were buckets maintained capped before deployment? ¥ N

5. Were previously deployed buckets sealed immediately? ¥ N

6. Were sample buckers seeured and kept clean in vehicle? Y N

7. Were buckets labeled with all relevant information? Y N

8. Were fleld conditlons adequately docurnented 1n the field log? Y N

9. Was preventative maintenance and cleaning performed as specified in the SOP or CompQAP? Y N
10. Was deployed equipment secured against outside contamination and/or vandalism? Y N
11. How were samples ensured to be representative?

12, Was balance calibration performed? Y N

13, Was tare weight legible on the buckets? Y N

I4. Was tare weight determined within the last quarter? Y N

15. Was bucket Equipment Blank performed? Y N

6. List any deficiencies noted during atmospheric deposition sampling activities:
17.

J. OTHER SAMPLING

1. What gther types of samples were collected during this investigation?
2. What procedures were used for the collection of these samples?

3 Who or what directed this additional sampling?
4. Is sampling covered by a governing S0P or CompQAP? Y N

5. Is sampling consistent with SOP and CompQAP guidelines? Y N
6

7

B

. For what duration will this sampling continue?
. Was deployed equipment secured against outside contamination and/or vandalism? Y N
. Were samples for specifie parameter groups taken properly? ¥ N
{Consult CompQAP sections noted below for detailed requirements.)
- organics samples (Section 6.4.2)
- biglogical tissue samples (Section 6.4.6)
- microblological samples (Section 6.4.%)
= 0il & Grease samples {Section 6.4.10)
- low level trace Mercury samples (Section 6.4.11)
- benthic macroinvertebrates samples (Section 6.4.12)
- radiological/radon samples (consult DEP Sections 4.22.6 & 7T)
- eyanide samples (consult DEP Section 4.2.2.8)
List any deficiencies noted during Other sampling activities:

K. FIELD QUALITY ASSURANCE/QUALITY CONTROL (QA/QC)

1. Were Trip Blanks (TB) taken properly? ¥ N

[] analyte free water prepared before containers are transported into the field

] atlease 1 Trip blank for cach volatile organic method per cooler used to transport samples
2. Were any Trip Spikes (T3) utilized? Y N

[] analyte free water spiked with known amount of stock in the laboratory

(] carried along on trip and handled like routine samples; not opened
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3. Were Equipment Blanks (EB) taken properly? Y N
Precleaned Equipment Blank (PCER)
[] processed in the field, at the sampling location [] DI water poured through EACH piece of sampling cquipment
[ filtered, handled and preserved as a routine sample [] 1-20 samples, a minimum of 1 taken*
[ 21 or more samples, taken at 5%

Figld Cleaned Equipment Blank (FCEB
[] processed in the field, at the sampling location  [] after field cleaning of sampling equipment, the final deionized
water rinse is collected as FCEB
[ 5-20 samples, 1 FCEB taken® ] 21 or more samples, taken at 5%
* = if less than 3 samples taken, an EB or FCEB is required; if any field cleaning is conducted, take a FCER
NOTE: At least 1 EB is always required
4. Were EBs collected to maximize any site influences? (FUEBs taken after sampling) Y N
3. Were Split Samples (58) taken properly? Was an attempt made to secure two identical samples? Y N
[ ] water: pour all sample water into large vessel and then pour out aliquots for real and split sample (not VOC)
[ water: fill sample containers from consecutive sample volumes from the same sampling device; if the sampling device
does not hold syfficient volume, then;
- fill container A half full, then Fill container B half full
- waste whatever is in the sampling device and retrieve a full sampling device
- fill container B to the top, then fill container A to the top
[] soil: true splits for soil cannot be accomplished, follow protocol for duplicates
6. Were Field Duplicates (FD} and/or Replicate Samples (RS) taken properly? Y N
|:| samples colleeted at the same time from the same source (] water: FD from consecutive volumes
[] soil: FD from same source and sampling device volume [ 1-10 samples, 1 is required
[] 11-20 samples, 2 are required [] 10% of samples thereatier
7. Were Field Blanks (FB) taken properly? Y N '
[] DI water poured directly in sample containers without filtration or the use of other equipment
[] Preserved and maintained open during routine sample processing
[] 1-20samples, 1 isrequived ] 5% of samples thereafter
8. Were field meters calibrated prior to the first sample? Y N
[] one at the end of the day or within 24 hours of initial calibration
9. Were the proper type and number of calibration standards used? Y N

[] pH buffer 2 to bracket expected sample pH

(1 temperature checked against field grade thermometer
conductance KCl at least 1 near sample conductance

] Do air calibration

[ wrbidity gel or formazin 1| near cxpected sample value

[d ova SPAN gas 1 cannister

[] Other method

List any deficiencies noted during field QC activities:

L. SAMPLE CONTAINERS AND PRESERVATION

L. Weare analytical services scheduled in advance? Y N

2. Were sample containers well-organized, properly prepured, protected from contamination, and ready for use? Y N
3. Wus decumentation available for the sample containers? Y N

4. Did any samples require special handling (e.g. samples with less than 24 hour holding times)? Y N

5. Were appropriate fresh preservatives available (type, grade, recent date)? Y N

6. Were the proper tools used o dispense preservative (dropper, disposable pipette, ampuls)? Y N

7. Were preservative containers appropriate for the reagent and in good physical shape ? Y N

8. Were sampling staff knowledgeable of proper preservative handling (suitability, safery, etc.)?Y N

9. Were all samples preserved properly? Y N

10. Was chemical preservation verified? Y N
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[] with close-range pH-paper O sample not contaminated with pH-paper

(] all chemically-adjusted samples verified during first visit

[ 1 1 sample from each parameter proup that is chemically-adjusted during subsequent visits

[ vOC samples never opened after collection, an additional dummy sample can be tested for proper pH
Please note that it is the sampling team's responsibility for proper sample preservation.

11. Were samples put on wet ice for shipment to the laboratory? Y N

12. Was sufficient ice used to keep samples at 4C7Y N

13. Were coolers packed to isolate sample or parameter groups (especially VOC) and to minimize breakapge/damage? Y N
14. Were coolers taped shut to prevent damage, contamination and/or loss? Y N

List any deficiencies noted regarding containers or during preservation activitles:

M. SAMPLE CUSTODY AND DOCUMENTATION

1. Were samples properly handled during collection? Y N -
2. Was each sample container labeled correctly? Y N Did it include the minimum:
[] field ID number ._
[] additional information as requircd (parameter, date, sampler II, time, preservation, etc.)
[] the tag or label must not come in contact with the sample
3. Did the Ficld ID number meet the minimum requircments as described in the CompQAP? Y N
[] EACH sample container must have a unique field 1D number or code
4. Were all entries into the notebook made in waterproof ink? Y N
3. Were errors deleted correctly {one line through)? ¥ N
6. Was the required minimum information properly documented in a bound notebook and/or field sheets? Y N
[1 names of all personnel and visitors [] date and time of sample collection
[7] ambient field conditions ] specific description of zample location
[] field ID for each sample container
[] ficld measurement data

[] when measurements were taken

[] time of meter calibration

(] concentration of standard and acceptance criteria
[ sample sequence
[] preservation

O preservative name

] pH verification

[J amount/quantity of preservative added, if field preserved

(] amount/quantity of additional preservative is added. if pre-preserved
[ purging and sampling equipment used [ field decontamination performed
[] field QC samples collected; when, where, type [ ] use and location of fucl powered units
[] composite samples |

] number of samples that make up the composite

approximate amount of each subsample

[ signature of sampler ] time/date of completion

7. Was additional information collected for monitor wells? ¥ N

[ ] well casing composition and well diameter [ ] water table depth and total well depth

[ calculation used to determine purge volume (] total amount of water purged

[] date well was purged "] beginning and ending purge times

[] measurement data for stabilization £ 1 drilling/boring method and drilling mud used
B. Other matrices have specific items that must also be documented.

[] samples taken from taps or wells with in-place plumbing

] surface water samples: depth samples were taken

|:] automatic wastewater (effluenr) samples
[] composite type (continuous, flow proportioned, etc.)
(] beginning and ending times for timed composites

[] sediments and soils
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O depth from surface sample was taken
[] drilling or boring method
L] drum or container sampling
(J type of drum, description of contents and markings
(] if stratified, what layers were sampled
9. Did information in notebook and sample label match custody records? Y N
10. Did the lab transmittal sheets (COC or sample rransmittal) include the required infonmation? Y N

(] site name and address [J date and time of sample collection

] name of sampler responsible for sample transmittal [] Field ID#s

[J number of samples [] intended analyses ] preservation

] comments section [C] common carrier ID [ signature of sampler

7] timesdate relinquished
11. How were samples transported to the laboratory?
[ ] Hand delivered [] Common carrier
12. Was delivery time appropriate for sample holding time(s)? Y N -
13. Was a copy of the Chain-of-custody included with shipment? Y N ‘
4. Did Chain-of-custody record indicate method of transport? Y N
15. Was the Chain-of-custody iselated from moisture? Y N
16. Were coolers/shipping containers properly labeled and sealed? Y N
[C] oripin and destination clearly marked on each cooler
[] taped shut to prevent damage, contamination and/ or loss
tamper-proof seal affixed
17. Were Chain-of-custody procedures observed/followed throughout the project? Y N
18. Was any supplemental information included with the Chain-of-custody? Y N

List any deficiencies regarding sample custody activities:

N. CONTINGENCIES

Were problems encountered during the sampling event (equlpment malfunction, inclement weather, ete.)? Was a
change in sampling procedure required? Was it an approved procedure? How did the team react? Were they able
to make the necessary changes?

Comments:

0. EXIT CONFERENCE
Briefly describe the exit conference following field audit, If conducted.

Recommendations:

PART II. LABORATORY AUDIT CHECKLIST

General Laboratory Procedures; YES NO

l Have unique sequential laboratory numbers been assigned (o each sample?

2 Has the data from the Chemistry Field Data Log been input to the computer directly?
3. Have samples been stored in an appropriate secure area?

4, Has sampie custody been maintained by the laboratory?

5. Has the proper bar code label been atrached to each sample LI, tag?

6. Were the samples properly divided into aliquots?
Comments:

LT
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Analytical Methods: YES NO
L. Have approved analytical methods or procedures been followed? —
2. Daocs the project plan include copies of any non-standard methods without appropriate
quality assurance results for validation of the method? o
3 Does use of the analytical methods specified result in data of adequate detection limit,

accuracy, and precision to meet the requirements of the project? -
Comments:
Laboratory Quality Control: YES NO
1. Have approved sample holding tirnes been obzerved? —_—
2 Have replicate anglyses been performed on at least one sample? -
3. IHave spike analysis been performed on at least one sample? —_— =
4. Have the quality control reporting forms been properly tilled out? - -
J, Are current instrument calibrarion curves used for all methods? -
6. Did the spiking procedures follow acceptable protocols for quantity and concentration? _
Laborato uality Contrel (continued): YES NO
7. Are quality control charts used to track QC precision and accuracy? -
8. Are QU charts kept up to date? i
9. Is the precision of the data presented within acceptable limits? -
10.  Is the accuracy of the data presented within acceptable limits? —
11.  Arerecent (one year or less) performance audit results available? -
12, FHas the laboratory followed the preveniative maintenance procedures outlined in the QA

plan? o
Cormuments:
Diata Validation and Reporting; YES NO
L. Were all the steps in the data validation procedure outlined in the QA plan followed? ——
2. Was the data reported in the proper format with the proper units? -
3 Was the lahoratory LD, number included on each pape of the data? -
Commenis:

NOTE: Use a detailed spreadsheet to tabulate QQC data for parameters audited.
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13.0 Quality Assurance Reports

The Division Quality Assurance Officers are responsible for preparing a quarterly internal quality
assurance report to management. These reports are for internal use and are not submitted to DEP.
These reports to the Division Director include the following:

An assessment of data accuracy, precision, and method detection lirmts

Results of performance and systems audits

Signilicant quality assurance/quality control problems and the recommended solution
Qutcome of any corrective action.

B

For bimonthly, quarterly or semiannual sampling schedules, the QA reports are generated annually
(submitted to DEP only upon request). The reports to DEP are written by the Division Quiality
Assurance Officers, Laboratory Quality Assurance Officer and the Project Managers. The Project
Manager is responsible for submitting the repoit to DEP.

Should DEP request the QA Report and no project audits were performed and no significant quality
assurance/quality control problems occurred for a specific project, a letter stating these Facts will be
sent L0 DEP in lieu of the quality assurance report.

The quality assurance reports must include the following for performance audits:

Date of the audit

System tested

Persons performing/administering the audit

Parameters analyzed

Reported results

True values of the samples (if applicable)

Il any deficiencies or failures occurred, a summary of the problem and the corrective
action taken

Copies of documentation.

NO Lk W -

3]

The quality assurance reports must include the following for systems audits:

Date of the audit

System tested

Who performed/administered the audit
Paramcters analyzed

Results of tests

Parameters for which results were unacceptable
Explanation of the unacceptable results including probable reasons and the corrective
action taken

8. Copics of documentation.

3 =

Nk
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For significant quality assurance/quality control problems, the following information must be
included in the report:

Identify the problem and the date it was found

Tdentily the individual who reported the problem

Identity the source of the problem

Discuss the solutions and corrective actions taken to eliminate the problem.

Ao e

QA/QC rcports arc also sent quarterly to the Technical Oversight Committee for the following
projects that are related to the Everglades Forever Act. The report contains an assessment of the
performance of (ield and laboratory in relation to generation of data for the associated projects as
well as significant QC problems encountcred and resolution.
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SECTION 2.0- METHOD DESCRIPTION/HISTORY

2.1 Color in waler may result from the presence of metallic ions (iron and manganese), organic acids, humus
and peat materials, plankton, weeds, and industrial waste.

2.2 In our laboratory, color analysis is performed on samples filtered through 0.45um membranes. Filtration
removes large particulates and turbidity that may interfere with spectrophotometric measurements. It should be
noted that the filtration procedure may remove some of the color from the sample.

2.3 The color of the sample is determined by spectroscopic comparison to platinum-cobalt color solutions at

465 nmin a 5 mm quartz flowcell. One unit of color corresponds to 1 mg/L of platinum in the form of the

chlmoplatinate ion. The MDL (Method Detection Limit) is 1.0 platinum-cobalt color unit.

2.4 This method version 1.2 was adopted on March 15, 1999 and is an internally developed (SFWMD)

method and is based on Standard Methods SM 2120B. This revision reflects changes in the method of analysis

due to complete automation of the procedure by using components from a Rapid Flow Analyzer.
SECTION3.0- SAFETY PRACTICES

3.1 Wear safety glasses and a full-length, long-sleeved laboratory coat.

3.2 Latex or polyethylene gloves (non-powdered) may be worn when handling the samples.
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SECTION 3.0 - SAFETY PRACTICES (CONTT)

3.3 All personnel conducting this method should be familiar with the SEWMD Chemical Hygiene Plan and
should have reviewed any pertinent Material Safety Data Sheets. Note: pay special attention to the MSDS for
Platinum Cobalt Solution, as it is a suspected carcinogen (Note: Prolonged exposure to Platinum-Cobalt
solutions causes degradation of tooth enamel).

3.4 No hazardous wastes are generated by this procedure; liquid waste may be disposed of in the sink.

SECTION 4.0 - LIST OF EQUIPMENT/INSTRUMENTATION

4.1 Alpkem Rapid Flow Analyzer (with autosampler, peristaltic pump, and a colorimeter), equipped with a
personal computer and software for automated data collection.

4.2 Sample cups

4.3 Miscellaneous volumetric flasks, graduated cylinders and beakers

SECTION 5.0 - REAGENTS
5.1 Dowfax® (surfactant)

5.2 Dowfax Wash Solution - pipet 2 ml of Dowfax (5.1) into approximately 1 L of D.I. water.

SECTION 6.0 - STANDARDS

" * 6.1 Platinum Cobalt Color Stock Solution/Standard 500 c.u. - §TDI1 (500 mg/L) - (Fisher Scientific #50-P-
120.

6.2 Platinum Cobalt Color Standard 300 c.u. - STD2 (300 mg/L) - measure 30 mL of stock solution with a
class A volumetnc pipet and dilute with D.I. water to 50 mL in a class A volumetric flask.

6.3 Platinum Cebalt Color Standard 100 c.u. - STD3 (100 mg/L) - measure 10 mL of stock solution with a
class A'volumetric pipet and dilute with D.I. water to 50 ml in a class A volumetric flask.

6.4 Platinum Cobalt Color Standard 50 c.u. - STD4 (50 mg/L) - measure 5 mL of stock solution with a class A
volumetric pipet and dilute with D.1. water to 50 mL in a class A volumetric flask.
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SECTION 78- QUALITY CONTROL

7.1 TePlatinum Cobalt Color standard recoveries are checked (see acceptance criterion in Section 8.0) by the
analysthefore conducting sample analyses. The results are recorded on the QA/QC logsheet.

7.2 Thesample holding time is 48 hours. Notify the supervisor or team leader if any samples are out of the
holdngtime.

1.3 QQ and QC?2 are prepared on request by the QA unit. QC1 and QC2 are analyzed at beginning of each
run, andeither QC1 or QC2 is reanalyzed at the end of the run. Select a true matrix sample for repeat analysis.
If there® limited volume to usc the same sample throughout the run, two or more samples maybe used for the
repeat md reported separately.

7.4 A mpeat analysis (sample selected at random) should be conducted for every 20 samples analyzed. These
results me recorded on the QC sheet and physical parameters log. The mean and coefficient of variation of the
replicak set is determined (using the forrula below) and noted on the QC sheet and physical parameters

logshea

oursp = SIDDEV. .\

MEAN CONC,

7.5 Allquality control data must be within the current established limits before entering sample data into the
LIMS systern.

7.6 Samples must be at room temperature and should be shaken gently prior to analyses; excessive shaking
will entrain air and result in erroneous readings.

»

“* SECTION 8.0- STEP-BY-STEP PROCEDURE

8.1 Create a workgroup for the analyses to be conducted. Refer to the ACS LIMS users Guide for instructions
on "Creation of a Workgroup”. Remove the samples to be tested from the refrigerator and allow them
lo warm to room temperature (this may require several hours). Failure to do so will result in erratic
readings.
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SECTION 8.0 - STEP-RY-STEP PROCEDURE (CONTD)

8.2 Instrument Setup

3.2.1 Turn om instrument and allow to warm up for 15 to 30 minutes.
A. Secure platens and compress pump tubes evenly
B. Comect sample wash reservoir.
. Make sure all lines are in the Dowfax Wash Solution (5.2).
D. Turn on the power to the autosampler, detector, and pump.
E. Tum on the power to the computer and monitor.

8.2.2  With all lines in deionized water with Dowfax®, check for a stable detector reading. Eﬁsure that

the reagent flow is steady and that the debubbler is efficiently removing the bubbles. Check for
leaks or clogged lines.

8.3 Computer/Tray Protocol

8.3.1 At the main menu press F4 (sample table). This will bring up the skeleton table. Fill in the sample
& QC numbers according to the set format. You can select the channel that you want to enter the
table for by pressing Alt and F1 for channel 1.

3.3.2 Hold down the Alt key and F (to access files), then hold down the Alt key and S (for save).
When asked for a file name, enter the workgroup number (¢.g. WG20336),

8.3.3 Hit Esc to exit back to the main menu.
8.3.4 At the main menu press F5 (Analog Display).

8.3.5 Set the wavelength on the colorimeter to 455 nm. Set the range to 0.1. Set the rise time to 3.0
seconds.

8.3.6 Hit the ZERO button on the colofimeter and wait for the instrument’s absorbance to stabilize at
0.000.

8.3.5 Hold down the Alt key and hit 1. This will initialize the file on channel 1

8.3.6 Hit F3 to start the baseline display.
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SECTION 8.0 - STEP-BY-STEP PROCEDURE (CONTD)

8.4 Analysis

8.4.1 Set "Stop Count" to the number of cups in tray protocol.
8.4.2 Set "Sample Time" to 30 sec and "Wash Time" to 90 sec.

8.4.3 Begin filling sample cups with each sample according to the Tray Protocol (see Fig. 2 for sample
tray protocol).

8.4.4 When you have 10 - 15 cups filled, continue as follows:

A. Press "start” on the sampler.
B. When the first peak appears verify that the peak height is approximately 90% of full scale.

8.4.5 Hit Esc until you return back to the Main Menu. Do not allow the computer to remain on the
Analog Display for extended periods of time during data collection. Leaving the computer on
the Analog Display may cause the software to “time-out”. If this occurs, data received during the
“time-out” may be lost.

8.4.6 Check for Quality Control
A, Check millivoltage readings of Standards.
B. Check values of QC and RPT Recovery.
C. If the above is not within the acceptable ranges, see a supervisor or the QA section.

2.4.7 Stop Run

Hit reset on the front panel of the sampler when the instrument "beeps”.

Hit F5 (Analog Display). Set “Start Time Min” to a value approximately 10 minutes less than that
of “Collection Time Min".

Allow peaks to finish. (There is approximately a 4 peak delay). Allow at least 2 minutes to elapse
after the last peak to establish a final baseline.

On the computer, Press Esc to get to the tmer.

Hold down the Alt key and press 1 (for channel 1) to stop data collection for channel 1.

Press Esc¢ 1o obtain the main menu.

MMy 0 wp



ME'T™OD # METHOD NAME APPENDIX A REVISION REFERENCE STATLIS

1100.1 EFFECTIVE
COL.OR 1.2 SM 2120B
PAGE 60F 9 DATE
03/157
SR o o - 3‘ T APPRDVAI.SIDATE R T o S
DIVISIONMRECTOR LAB SUPERVISOR [ 15¥7e) | QUALITY ASSURANCE METHODS
‘ 7 '7; o MW‘
W 7 @f? 9”“-&&%{,{, u : ?[ /4)‘?
——T—— — e B | —

SECTION 9.0 - DATA HANDLING

9.1 Computer Data Calculations

9.1.1 From the main menu, press F'§ (Calculate),

9.1.2 Press F8 (Calculate).

9.1.3 Press Enter (From raw data).

9.1.4 Enter the file name (ex. W(G20536) and press Enter.

9.1.5 After peaks are displayed press F9 (continue) until the slope of the standards is displayed.
9.1.6 After the slope of the standuards are displayed press F9 (continue) again.

9.1.7 Once reaching the results screen, press F2 (print report) then Enter to print the results.

9.1.8 Press F9 (save and exit) and type in the file and the extension {.IN) in order to store the calculations
which will be dumped into the LIMS system (ex. WG20536.IN).

9.1.9 Press Esc to Exit. Note: I'9 will also save the file in order for you to start the next run before you
have done steps 8 and 9.

9.1.10 Press Esc to return to the main menu.

9.2 Transfer File 1o LIMS
9.2.1 At the main menu Press F10 (exit/Quit). Type S (for shell). Hit Enter.
9.2.2 Select the $2Send icon.
9.2.3 Select the directory and the appropriate file which is to be sent into LIMS.
9.2.4 Click on Send File.

9.2.5 On the "S28end - File Transfer” screen, verify that the correct file is being sent and select OK.
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SECTION 9.0- DATA HANDLING (CONT'D)

9.3 Paperwork

9.3.

1 Complete QC form/calculations.

9.4 Software Settings

9.4.1 Channe! Setup (Main Menu: F4 (Sample Table) then Alt+C (Channel))

CHANNEL #= [1L OR 2]

CHANNEL NAME = COLOR

DATA TYPE = CF

METHOD NAME = COLOR

SAMPLE TIME = (120]

DELAY TIME = [0]

COLLECTION RATE = [2] POINTS/SEC

9.4.2 Calculations Setup Parameters (Main Menu: F8 (Calculate) then F3 (Edit Methods))

Method Name: Color
Invert Raw Data (Y/N); N
Do Corrections (Y/N): N
Peak Height/Area: Height
Decimal Places (0-7): 0
Full Scale (10-100); 90
Chart Speed (10-180): 30
AutofInteractive: Inter
- Print Curve (Y/N): N
- Prnt Calibration (Y/N); N
- Print Report (Y/N): N
- Save Spreadsheet (Y/N). N
Curve Regeneration (Y/N): N
- B (deformation, 10-30): 30
First Sample # (1-359): 1

Start Ignore Time (0-3600): 0

Initial Baseline (0-3600): 100
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SECTION 9.0 - DATA HANDLING (CONT'D)
9.4.2 Calculations Setup Parameters (Cont’d)

Final Baseline (0-3600): 100
Threshold (1-300): 20
Ascending Slope (0-100); 1
Apex (1-100): 10
Descending Slope (0-100): 1
Plateau Points (0-100): 3
Integration Points (1-3600): 7
Smooth Factor (0-15): 0
Units: UNITS

9.4.3 Standards Table (Main Menu: F4 (Sample Table) then Alt+V (View Standards))

Method Name: COLOR
Calibration Code: 3

1 500

2 300

3 100

4 50

5 0

6..20 : 0

SECTION 10.0 - INSTRUMENT CLEANUP/SHUTDOWN/TROUBLESHOQTING
10.3 Turn off the main power switch, computer and monitor.
104 Dissﬁgage all platens.
10.5 Wipe instrurnent (including the platens) after each use with moist paper towel and dry.
10.6 Inspect all tubing and fittings.

1.7 Empty waste containers.
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SECTION 11.0 - REFERENCES

oy

11.1 Standard Methods for the Examination of Water and Wastewater, 138 Edition, 1992,

11.2 ACS LIMS Users Guide, version 1.0, 1992,

11.3 SFWMD Comprehensive Quality Assurance Manual, current version.

11.3 Alpkem Flow Solution Operator's Manual.

11.4 Softpac Software Guide.
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SECTENM- METHOD DESCRIPTION/HISTORY

21 Son ranks next to oxygen in abundance in the earth's crust. Degradation of silica-containing rocks
ormmleesulis in the presence of silica in natural waters as suspended particles, in a colloidal or polymeric
stse, ad as silicic acids or silicate ions. The silica content of natural water most commonly is in the 1 to

30mghenge, although concentrations as high as 100 mg/L. are not unusual and concentrations exceeding
1Bl are found in some brackish waters and brines.

21 B reaction of silicate with molybdate forms B-molybdosilicic acid at a pH of 1.0-1.8. The B-
migilisslicic acid is reduced by tin (IT) to form molybdenum blue, which is measured at 820 nm.

2 ¥imference from orthophosphate and tannin is eliminated by the use of tartaric acid. Colors absorbing

at feambytical wavelength will interfere. Samples for analysis are filtered in the field through a 0.45 um
fibm

24 analyses are conducted in a highly automated instrument called a Rapid Flow Analyzer (RFA).
Tixaument is equipped with an autosampler for sample introduction, a peristaltic pump, a mixing
i, and a photometer for calorimetric measurement. The analog output of the photometer is relayed
tospmenal computer equipped with NAP data collection software.
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23 This modified method version is based on APHA Standard Method 450081D. This revision, version
20, was adopted on January 13, 1999 and reflects changes due to the use of quadratic regression (2™ order
B far curve calibration, changes in the instrument setup, and data handling.

SECTION 3.0 - SAFETY PRACTICES
11 Wear safety glasses and a full-length, long-sleeved laboratory coat.
3.2 Latex or polyethylene gloves (non-powdered) may be worn when handling the samples.

33 All personnel conducting this method should be familiar with the SFWMD Chemical Hygiene Plan
and should have reviewed any pertinent Material Safety Data Sheets.

34 The disposal of samples can be done in the sink, flushing with ample amounts of tap water.

35 Preparation of reagents containing hydrochloric acid, chloroform and stannous chloride solutions
should be conducted in a fume hood. The reagents should be prepared by slow addition of concentrated

hydrochtoric acid to D.I. water. Use an acid resistant bottle carrier when carrying glass containers of
concentrated hydrochloric acid and chloroform.

3.6 Before starting any run, all lines connecting the instrument to the reagents should be checked and
tightened if necessary. In case of a leak onto an electrical system, the power should be disconnected before
conducting any repairs.

37 The electrical power should be disconnected before conducting any repairs inside the instrument on
controllers, electrical wiring or any other components near sources of electricity.

3.8 In case of spills of concentrated hydrochloric acid the spill should be first treated with an appropriate
spill kit and the contaminated absorbent should be collected and placed into adequate storage containers for
disposal.
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SECTION 3.0 - SAFETY PRACTICES (CON,T)

3.9 Follow the Personal Safety Protection Codes below during analysis:

A = Lab coat, glasses

B = Lab coat, acld resistant gloves, glasses

C = Lab coat, glasses, apron, gloves

1X = Rubber acid carrier

2X = Lab coat, acid resistant sloves, pogrles, face shield, apron

3X = Lab coal, apron, acld resistant gloves, face shield+popgles+respirator or full-face
respirator

G = Flush sink drain with ample amount of tap water

3.10 In case of spills be sure to utilize the appropriate material kit to absorb the spill, if you are not sure of
the appropriate material or method for cleaning a spill contact your supervisor. Notify a supervisor
immediately in case of any large splll of hazardous materials.

SECTION 4.0 - LIST OF EQUIPMENT/INSTRUMENTATION
4.1 ALPKEM™ Rapid Flow Analyzer (RFA), Model 300 with XYZ autosampler
4.2 Personal Computer equipped with A/D converter, printer and NAP data collection software.

4.3 Class A volumetric glassware (pipettes and volumetric flasks)

4.4 Clean Nalgene plastic containers.

SECTION 5.0 - REAGENTS

5.1 Sodium lauryl sulfate solution - Dissolve 5.0 grams of dodecyl sodium sulfate in about 90 mL of
deionized water in a 250 mL Erlenmeyer flask. It may be necessary to warm the mixture to obtain a
homogeneous solution. Transfer the solution to a 100 mL volumetric flask and dilute to mark with
deionized water. Transfet to a small plastic dropping bottle for daily use. (Safety PP = A)
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$EMON 5.0 - REAGENTS (CON'T)

X2 Beimix acid 10% w/v - Dissolve 100 grams of tartaric acid in approximately 800 mL of deionized
mawm 3 1 liter volumetric flask. Cap and shake to dissolve the salt; dilute the solution to 1 liter with D.I.
wam Temsfer the solution to a liter plastic container. Add 2 drops of chloroform and shake well. Store
empen a1 2-6 °C. (Safety PP=A)

Y)8drochloric acid 1.2 N - In a fume hood, cautiously add (with stirring) 100 mL of concentrated (12N)
Ideblanic acid to approximately BOO mL of deionized water contained in a 1 liter volumetric flask.
Wimibe solution has returned to room temperature, dilute to 1 liter with ID.I. water and mix well. Store the
wapmt in 3 | liter plastic container. (Safety PP = 1X, 2X)

34 Bk stannous chloride - In a fume hood, cautiously add (with stirring) 10 mL of concentrated (12N}
Yalmbloric acid to 10 mL of deionized water in a 50 mL Pyrex beaker. Dissolve 10 grams of stannous
il iw the acidic solution, Heating may be required to obtain a homogeneous solution. Store the stock
wmisnion i a tightly closed plastic container and refrigerate at 2-6 °C. (Safety PP = 1X, 2X)

XY Workimg stannous chloride reagent - In a 60 mL plastic container, mix together 50 mL of 1.2 N
ipdeeblonic acid and 0.5 mL stock stannous chioride. This reagent should be prepared fresh daily.

Uality PP =A)

¥4 Mnmonium molybdate reagent - Dissolve 1.080 grams of ammonium molybdate in approximately 80
al.ef deionized water in a 100 mL volumetric flask. Add 0.3 mL (9 drops) of 50% sulfuric acid. Add 1
mL. #5% sodium lauryl sulfate, dilute to 100 mL with deionized water, and mix well. Transfer the solution
MadEn plastic 175 mL container. This reagent should be prepared fresh daily. (Safety PP = A)

 SEEKE6.0- STANDARDS

WIE Immediately after mixing, the standards should be poured into labeled, clean 175 ml. plastic
ks,

& Shca stock standard - NIST standard solution or traceable stock, 10,000 mg/L as Si (21,300 mg/L
D)

& Selstion A (1065 mg/L) - In a 100 mL class A volumetric flask, pipette 5 mL of stock solution and
Siew the mark with deionized water. Cap the flask and mix well,
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SECTION 6,0 - STANDARDS (CON'T)

6.3 Standard 1 (21.30 mg/L) - In a 100 mL class A volumetric flask, pipette 2 mL of solution A and
dilute to the mark with deionized water. Cap the flask and mix well.

6.4 Standard 2 (10.65 mg/L) - In a 100 mL class A volumetric flask, pipette 1 mL of solution A and
dilute to the mark with deionized water. Cap the flask and mix well.

6.5 Standard 3 (5.32 mg/L) - In a 200 mL class A volumetric flask, pipette 1 mL of solution A and
dilute to the mark with deionized water. Cap the flask and mix well.

6.6 Standard 4 (2.66 mg/L} - [n a 100 mL class A volumetric flask, pipette 50 mL of standard 3 and
dilute to the mark with deionized water. Cap the flask and mix well,

6.7 Standard 5 (1.06 mg/L) - In a 100 mL class A volumetric flask, pipette 10 mL of standard 2 and
dilute to the mark with deionized water. Cap the flask and mix well.

6.3 Standard 6 (0.53 mg/L) - In a 100 mL class A volumetric flask, pipette 10 mL of standard 3 and
dilute to the mark with deionized water, Cap the flask and mix well.

6.9 Standard 7 (0.27 mg/L) - In a 100 mL class A volumetric flask, pipette 10 ml. of standard 4 and

dilute to the mark with deionized water. Cap the flask and mix well.

6.10 Standard 8 (0.00 mg/L) - Deionized water only.

5i02 STOCK

SOLUTION A
STANDARD 1
STANDARD 2
STANDARD 3
STANDARD 4
STANDARD 5
STANDARD 6
STANDARD 7
STANDARD 8

21,300 mg/L
1065 mg/L
21.30 mg/L
10.65 mg/L
5.32 mg/L
2.66 mg/L
1.086 mg/L
0.53 mg/L
0.27 mg/L

0.00 mg/L

£0 mL of Soln.
2.0 mL of Soln.
1.0 mL of Saln.
1.0 mL of Soln,
£0.0 mL of Std.
10.0 mL of Std.
10.0 mL of 5td.
10.0 mL of Std,

AN WID> P D

100 mL
100 mL
100 mL
200 mL
100 mL
100 mL
100 mL
100 mL
DEIONIZED WATER
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7.1 QC1 and QC2 are prepared fresh monthly or as neaded by the QA unit. QC1 and QC?2 are analyzed
a beginning of each set of analyses. QC2 is repeated at the end of the analytical run.

SECTION 7.0 - QUALITY CONTROL

7.2 Spikes are prepared from samples selected at random (1 for every 20 samples analyzed), and are
made by adding 0.1 mL of the solution A (with a 1.0 mL Tensette) to a 10 mlL volumetric flask and
diluting to the mark with the sample.

1.3 A repeat analysis ( of matrix sample chosen at random ) must be run for every 20 samples analyzed.

7.4 All quality control data must be within the current established limits, and the supervisor or the QA
officer must check the run before sending the sample data into the LIMS systern.

SECTION 8.0 - STEP-BY-STEP PROCEDURE

8.1 Sign on to LIMS and create a workgroup for SIO: (see creating a Workgroup and Printing a

Workgroup in the ACS Lims Users Guide),

8.2 Turn ALPKEM 304 regulated power ON.

8.3 Turn on light source.

B.4 Place all reagent lirlnes in DI H20 containing 5 drops of sodium lauryl sulfate.
8.5 Latch platens and turn on 302 pump module.

8.6 After flow has stabilized, verify a smooth and consistent bubble pattern throughout the
manifold.

8.7 Set photometer parameters as defined by flow diagram.
8.8 On photometer, set center knob to "sample” position.
8.9 Slowly turn the sample fine adjust knob to set the LCD display to 5.00 volts.

8.10 On the photometer, set the center knob to "reference” position.
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SECTION 8.0— STEP-BY-STEP PROCEDURE (CON’T)

b

R11 Skwly turn the reference fine adjust knob to set the LCD display to 5.00 volts.

8.12 Flace center knob in "absorbance” position. Using the reference fine adjust knob, set the
LCD display to 0.20 (£ 0.01).

8.13 Plxce reagent lines in their respective containers. Allow 2 to 3 minutes before placing stannous
chioride line in the reagent bottle. A blue precipitate will form if the stannous chloride is allowed to mix
with the ammonium molybdate reagent.

8.14 Afler 15 minutes, reagent flow should be stabilized. Repeat steps 8.8 through 8.12,

8.15 While reagents are stabilizing, create the sample table. Open NAP (New Analyzer Program) on the
computer by selecting its icon on the Windows desktop.

B.}7 Tocreate a SIO; sample table in NAP, load the S10; sample template (S104.spl), and type in the
sample ID's from the workgroup to be analyzed.

8.18 When sample table is completed, save it using the following format: use the parameter code (S10a),
the 3 digit Julian date, and a letter corresponding to the order of analysis; example: SI02136A (1St run);
SI02136B (2™ un),

8.19 Prnt a hard copy of the table file,

8.20 Load the sample table in the “Sample Table” field (next to the SIO2 method) on the NAP main
screem.

821 In the “Data” field, enter S, followed by the Julian date, and a letter corresponding to the order of
analysis; example: SI136A (1% run); $1136B (2™ run).

8.22 When the baseline is stable and smooth, ¢lick Control ON 1o start data collection. Click View to
monitor data collection.

8.23 While baseline is being monitored, begin pouring the samples, and placing them into the
autosampler according to the sample table.
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824 Manually activate the sampler and set the stop count to the cup number corresponding to the end of

e sample table,

425 Observe that the standards appear linear and that peaks do not have spikes or any unusual shape to

fem.

£26 Finish placing all the samples into the autosampler according to the sample table.

%27 When the run is complete, click Control Off on the NAP main screen to stop the analytical run.

Analytical Cartridge Diagram for Silica

T 20 Turns 20 Turns 20 Turns
phaiotmeter
wen o (1) (I (1)
" 1Wht'wht
5A ' L1
§Xpom
10:3am F/C
Yul/om
Yeal/orn
CGrn/orn

SECTION 9.0 - DATA HANDLING

Air

Ammoniurn
Molvbdate

Sample

Tartaric acid

Stannous Chloride

9.1 After the analytical run is complete, check each quality control value to be sure it falls within

acceptable limits.

9.2 If run is acceptable, print the analytical report from NAP,
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SECTION 9.0 - DATA HANDLING (CON'T)

9.3 To transfer the file to LIMS, place the cursor on the SIO2 data field, in the main screen of NAP.

Click on Reporting; a window will appear. Click on Qutput to ASCII file. In the “file” field, enter the
exact name for which the data was collected for the analytical run. Click on Output. Exit the NAP
software. Click on the $2Send icon in the windows desktop. Double click on C:\ and then on NAP and
find the ASCII file that was created for the analytical run. Once the file is located, select the file, and
click the “send file” button. A window will appear confirming that the file will be sent to Lims.

9.4 After the file is sent, pick up the report at the printer.
9.5 Fill out all logbooks and QC sheets daily for each analytical run.
9.6 Software Settings

9.6.1 Method Setup (NAP Software)

CHANNEL #= [3] PLATEAU POINTS = [ 3 ]
METHQD NAME = [ SIOZ ] INTEGRATION =[ 10

START IGNORE TIME = [0 ] FILTER LEVEL =[0]

INITIAL BASELINE = [ 82 ] PEAKS PER SCREEN =[ 20 ]
FINAL BASELINE = [ 52 ] PERCENT FULL SCALE = [ 100 ]
CORRECTIONS CODE = [Y] CHART SPEED (cvh) = [ 60
CYCLE TIME = [ 55 ] UNITS = [ mg/L ]

THRESHOLD =[ 5 ]

ASCENDING SLOPE =[ 10 ]

DESCENDING SLOPE = [ 10]

APEX POINT =[10]

REPORT NEGATIVE CONCENTRATIONS = [ Y )
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SECTION 9.0 - DATA HANDLING (CON'T)
9.6.2 Standards Table

Calibration Code: 2 (Quadratic Regression)

Name: SIO2
51 21.30
52 10.65
53 5.33
54 2.67
55 1.06
56 0.53
57 0.27
S8 0.00

SECTION 10.0 - INSTRUMENT CLEANUP/SHUTDOWN/TROUBLESHQOTING

10.1 Remove stannous chloride reagent line 2 to 3 minutes before other reagent lines. Pre-rinse all lines
in clean DI water.

10.2 Place all lines in clean DI water and flush instrument for 10 - 15 minutes.

10.3 Turn pump module off and unlatch platens.

10.4 Turn pump module off and unlatch platens.

10.5 Dispose of all sample cups, clean the work area, and rinse and store all glassware.

-

10.6 If troubleshooting is necessary, refer to the RFA manual - troubleshooting section. Document all
troubleshooting and maintenance in the instrument maintenance notebook.

10.7 Consult the Shift Supervisor before making any major changes, adjustments or repairs to the
instrument.
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11.1 EPA Metheds for Analysis of Water and Wastes, EPA-600/4-79-020, March 1979,

11.2 Standard Method for the Examination of Water and Wastewater, 17% Edition,

11.3 ACS LIMS Users Guide, version 1.0, 1992

11.4 SFWMD Comprehensive Quality Assurance Manual, current version.

11.5 ALPKEM RFA 300 series Operator's Manual

11.6 NAP Software Manual
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Soluble Reaclive Phosphale
]('x’_c[f;L%nQﬁ; Slannous Chloride - APHA Slandard Melhods. 15lh ed.. p. 417. Method 424F
1980).

Equipmen!l. Speclrophotometer. Hach 2000

Reagenls: The reagenls for use in this procedure are purchased as part of a test kil. K-8313.
Phosphale (M—Blue%. 0-4 ppm. from Chemelrics. Inc.. Route 28. Calverton. Virginia, 22016-0214.
The ammonium molybdale (R-8513) is supplied n evacuated [3mm diameter glass ampoules.

The slannous chloride (A-8500) is supplied in a plastic dropper bollle. Each kit conlains enough
reagenl for Lesting 30 samples.

Slandards: Stock solution = {000 mg/I PO4-P = 4.384 grams polassium phosphate. monabasic

(KH2P04) dissolved in | liter deiomized (18 megohm) water. This solution is prepared monthly
in Wesl Palm Beach by Lhe Lab QA Officer.

Working standard solulions are prepared {rom lhe slock and preserved wilh 10 drops of 50%
sulfuric acid before dilulion 1o 1000 mi.

40 mg/L = 40 m] slock diluled Lo 1000 ml with di Hz0
2.0 mg/L = 20 ml slock diluted Lo 1000 ml with di K;0
1.5 mg/L = 15 ml slock diluted Lo 1000 ml wilh di H;0
1.0 mg/L = 10 ml slock diluled Lo 1000 ml with di H,0
0.5 mg/L = 5 ml slock diluled Lo 1000 ml with di H,0
Blank = 1000 ml di 1,0

Slandard Additions (Spikesl; 5.0 ml of the 2.0 mg/L-working slandard is added to 20 ml of

sample. Standard addilion concentration is equal Lo 0.80 times Lhe samples concentration plus
0.5 mg/L.

OC Check Solutions {Known) Prepared monthly by the Laboratory Qualily Assurance Officer in
Wesl Palm Beach.

Procedure: Sample and slandard trealmenl: 25 mls of sample or slandard is poured inlo a
beaker. Two drops of stannous chloride (A~8500) is added and mixed well. The Lip ol Lhe
evacualed ampoule conlaining the ammmonium molybdate solution is broken of!f under the
surface of the sample. The ampoules Lhen fill automatically. The ampoule is inverled sgverai
limes Lo mix the sample and solution and the color is allowed lo develop for al leasl 10 minules
bul less Lhan 30 minutes The absorbance is measured by inscrling the ampoule into the
speclrophotometer.
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Calibralion: The speclropholometer is calibrated by ireating lhe working standards and
deionized waler blank by the procedure described above. The absorbance is measured al 650
nm and a calibralion curve is generaled.

Qualily Conlrol Procedures.

| Cahbralion slandards are run every 20 samples.
2. A& standard addibion is run every 10 samples
3 4 QC check samples 1s run every [0 samples.
4. A repeal {duplicale is run every 10 samples.

The resuils from ali qualily conliol samples must fall within Lhe current acceplable limit ranges

Ceneral Description: This method measures reaclive (ortho) phosphale on an unfillered sample
Suspended sediment 15 nol found lo produce significant interference due Lo its seltling out
during the 10 - 20 minule color development time. Similarly, al Lhis wavelength. sample color
docs nol inlerfere. The sample values range between Lhe laboratory values for lolal phosphorus
and orthophosphate. The sensilivily of this procedure is 0.02 mg/L.
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SECTION 2.0 - METHOD DESCRIPTION/HISTORY

2.1 Phosphatases can be associated with algal and bacterial cell wall and released into water by disimf:.grafi -
algal cells. These enzymes catalyzes the hydrolysis of phosphomonoesters to orthophosphate and an alcor.
R-PO, + Hzg ====— ROH + H,PO,

2.2 Phosphatases are classified as either acid or alkaline, depending on the pH of the e:nvir_ur}rm':nt in whi.
they exist. The determination of acid phosphatase activity (APA) and alkaline phosphatase activity is conduct.
at this native pH by adjusting the pH of the buffer solution.

2.3 The substrate used in this assay is methylumbelliferyl phosphate (MUP), which has a low backgrour
fluorescence, thus allowing assay of wide variety of concentration with very high sensitivity, The amount 1‘
substrate added is determined by preparing increasing amount of substrate solution. V. is calculated as
optimum amount of substrate for enzymatic hydrolysis.

2.4 Basically, MUP is prepared in a pH adjusted buffer and added into the sample. The phosphatase enzyn
that maybe present in the sample will hydrolyze MUP into methylumbelliferone and Ph‘?slzzai
Methylumbelliferone fluoresces at a specific wavelength when excited with UV light and can be qum(:jﬁ' o
a spectrophotometer or a fluorometer. A computer aided Cytofluor, a fluorescence plate scanner, 15 Usea i1
laboratory to perform the analysis.
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SECTION 3.0 - SAFETY PRACTICES

WETHOD METHOD NAME = REVISION REFERENCE — STATUS )
3160.1 ACID AND ALKALINE Pettersson EFFECTIVE
PHOSPHATASE ACTIVITY 00 and Jansson, = _
PAGE2QF &
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3.1 All personne! conductng this method should be familiar with the SFWMD Chemical Hygiene Plan and

should have reviewed any pertinent Material Safety Data Sheets.

3.2 No hazardous wastes arc generated by this procedure; liquid waste may be disposed of in the sink.

3.3 Follow the Personal Safety Protection Codes below during analysis:
A = Lab coat, glasses, gloves

I = Lab coat, apron, acid resistant gloves, face shield +goggles+respirator or full-face respirator

C = Lab coat, acid resistant gloves, goggles, face ghield, apron
D = Lab coat, acid resistant gloves, glasses

E = Lab mat, glasses, apron, gloves

£ = Rubber acid carrier

G = Flush sink drain with ample amount of tap water

SECTION 4.0 - LIST OF EQUIPMENT/INSTRUMENTATION
4.1 Millipore CytoFluor 2350 Multiwell Fluorescence Plate Reader
4.2 TBM-<compatible PC, with Windows 3.1 and Excel 3.0, and 2 printer
4.3 Cytofluor computer interface
4.4 Muliwell Low fluorescence plates (24 wells), opaqued
4.5 Multiwell pipetier, 0-150 pL capacity
4.6 Eppendorf Micropipettor, adjustable 250 pl.-1000 pL
4.7 Analytical balance, 0.1 mg sensitivity
4.8 Volumeuic flasks, 10 and 1000 mL capacity
4.9 Graduated pipets, 1, 2, 5, 10 mL capacity

4.10 Freezer

4.11 Incubator, ambient to 40°C
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SECHDN 5.0 - REAGENTS

11 Tris stock buffer: Prepare a (0, 1M solution of Tris (base) buffer. Add 12.11 g Tris 1o 1000 mL volunﬁui
#ask and add enough Millipore water to bring it into solutdon. Add 0.2037 g of anhydrous MgSQ,, to get
firadl concentration of 0.01M. (Safety PP = A)

%2 Workinp buffer A: Measure 100 mL of Tris stock buffer into 1L volumetric flask. Bring to volume usin
serile Millipore water.  Adjust the pH to pH 8.00 for alkaline phosphatase, by slowly adding IN HCl whil
stiming, The final concentration of this solution is 0.01MTris/0.001M MgSQ,. (Safety PP = A)

53 Working buffer B: Measure 100 mL of Tris stock buffer into 1L volumetric flask. Bring to volume usir
stexrile Millipore water. Adjust the pH 6.5 1o for acid phosphatase, by slowly adding 1N HCl while strrin,
The final concentraton of this solution is 0.0 IMTris/0.001M MgS0,. (Safety PP = A)

3.4 Substrate : Methylumbelliferyl phosphate (MUP) (FW=256.2). Weigh 0.128 g of MUP and bring to 2°
mL volume using the TRIS stock buffer. (Safety PP = A)

'SECTEDN 6.0 - STANDARDS

61 Stock standard (1000pM MU): Dry approximately lg of methylumbelliferone (MU) overnight at 105 °
Weigh out (.1982 g of oven-dned MU into a 1L volumetric ﬂask and dilute to volume with working Tris buft
AorB. Keep at room temperature in a dark container.”

6.2 Scmnda.ry stock standard (10 uM MU): Pipet 100 pL of stock MU solution into a 10 mL. volumetric fla
and add working Tris buffer A or B to volume.

6.3 Working Standards

'* Sl m_MemylumbelJifcmne cone., ‘Vc;;. of Siock MU, mL Final Yolume, mL
' (Add Tris Buffer C o
violume)
M M

st Jor 100 0.1 10

52 0.3 300 | 03 10 |
53 05 |50 0.5 10 e
54 1.0 1000 La 10 ]
[SS 20 2000 20 10
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SECTION 78 - QUALITY CONTROL

7.1 Run a dwplicate set of each working standard for each analysis. Record the fluorescence value on the instrument
log.

7.2 Run 2 QC solution after a set of working standard and at the end of each analysis.

7.3 A repeat analysis should be conducted for every 20 samples analyzed. These results are recorded on QC
sheetand instrument log. The mean and coefficient of variation of the replicate set is determined and noted on
the QC sheet and physical parameters log. )

7.4 Al quality control data must be within the current established lirits before entering sample data into the
LIMS systern.  Consult the supervisor or QA officer if unable to obtain acceptable QC result

7.5 Samples should be mixed thoroughly each time when taking an aliquot.

SECTION 30 - STEP-BY-STEP PROCEDURE

8.1 Create a workgroup for APA (Product). Refer to the ACS LIMS users Guide for insauctions on "(':Erc-ation
of a Workgroup" and to Section 9.2.1 and Section 9.2.1. Remove the samples to be tested from the refrigerator
and allow them to warm t& room temperature (this may require several hours),

8.2 Turn on the Cytofluour and allow it to warm up for at least 15 minutes. Select the CYTOCALC Progran
{double click with the mouse).

8.3 Determine the pH of the water samples by referring to the hydrolab data or by laboratory measuremen
with 2 pH meter. Prepare a fresh set of working Tris buffer A or B, based on the pH range of the samples t
analyze, and by following the procedure in Section 5.0. (Therefore, TRIS buffer A should be prepared an:
used if sample pH is greater than 7, and TRIS buffer B should be used when the sample pH is less than 7)

8.4 Prepare a fresh set of working standards, as described in Section 6.0.

8.5 The well plate template is displayed automatically when entering CYTOCALC program. If the 24-we
plate template is not displayed, open the file 24well. CFL (file, open, 24 well . CFL), or the most recent run EJ
with 24 well. - Edit the plate protocol by entering the last four digits of the sample number. Use one platc‘ {
every 10 samples. It is important to have a duplicate of each standard for the CYTOCALC to functiol
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SECTION 88 (CON'T)

8.6 Afemadvely, a new protocol can be created by following these steps:
a, On the well displayed on the screen, click the well you want to use.
b. On the upper right hand comer of the screen, click the well assignment you need (Bl=Blank, Un=8ample, St=5tandar
Co=Lontrol, Em=Empty)
¢. On the edit bar [ocated a1 the upper portion of the screen, edit the correct LD, You will need to enter the conceniatic
valyes of each standard and control

£.7 Measure 2 mL of blank, standard and QC into each assigned well.

2.8 Pipet 1.8 mlL of samples according to the ray protocol. Add 200 pL of MUP into each sample well. D!
NOT ADD MUFP SUBSTRATE TO STANDARD, BLANK AND QC WELLS.

8.9 Immmediately place the well plate in the door transport, ensure proper seating of the plate and that the fir
well is on the top right position. Scan within 10 seconds (Click RUN, COLLECT DATA, then ent
WOREKGROUP number under file name). Record the exact ime of the start of the incubadon. The system wl
automatically scan for time 0 reading, then a message "50 % completed will be displayed" on the scan windoy
(This means that a second scan will resume after 1800 seconds or 30 minutes).

8.10 At the end of the second scan, the system will prompt a message, "100 % completed”, and will give y«
an optien to CLOSE DOQR or IGNORE DOOR. Choose IGNORE DOOR if another plate is to be scanne
and CLOSE DOOR if no more plate is to be scanned. '

8.11 At this stage, a message may appear "Cytofluor setting has been changed”. Hit OK to display the plat
Note that the fluorescence data will be displayed on the plate layout.

8.12 On the top right comer of the screen, depress the LINK button. Note that any assc:ciatf:d well (standar
blanks, QC and sample well) is highlighted (black background). Double click cach well that is not highlighte
IMPORTANT: Only highlighted well (blackened background) will be calculated with the standard curve.

8.13 After highlighting each well, depress the DATA button on the right hand corner of the screen. T
system will prompt "ACCEPT CURRENT LINK?". If this is your final link, select YES to proa:t?d. Othcrwg
depress the plate button on the upper right hand corner of the screen and make any [D corrections. (At
stage, any outlier standard or sample can be hidden to exclude from calculations. Press the HI button).
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SECTION 9.0 - DATA HANDLING

9.1 Cywfloour PC-Data Handling

8.14 (After LINK command from Steps 8.12 and 8.13) On the menu bar, select DATA, FDMT.
Specify SCAN 1, then press CALCULATE (Ensure that Calculate and Statistics are marked with X

on the screen).

8.15 The computer will automatically go to Excel Program, and display the worksheet with the

calculated valoes. Enter the complete LIMS ID for each sample and QC.

B.16 Select FILE, PRINT to print the time O worksheet. Select FILE, SAVE AS, and give file name

(.csv) to save file

8.17 Select FILE, END DATA DISPLAY to retumn to Calculate window. Specify Scan 2. Repeat

steps 8.14 1o 8.16 1o calculate, print and save results of SCAN 2. Save as Filename.csv.

9.2 APA Calculation (PC Windows-Excel)

9.2.1 To calculate final APA values in nM/min-mL, the equation below is used:

A.F;A (nM/min-mL) = MU conc. at time 0 (pM) - MUJ conc. after 30 minutes (ué) = 1000
" (30 minmes % 1.8 mL)

This equation is entered into Excel worksheet, with filename APA.XIM. Calculation can be done in
these worksheet by opening this file, then the time 0 and tme 30 minutes files. Copy. and paste the
time 0 values into APA.XLM worksheet. Repeat to copy time 30 values into the calculation workshect.

Calculation will be automadc. Review the QC and blank values to ensure accurate calculadons.

9.22 The calculated APA values can be sent to LIMS following Step 9.2.2.
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SECTION 9.0 - DATA HANDLING (CON'T)

8.2 LIMS Database

9.2.1 Prior o running samples: Go into the ACS LIMS via the command sl and create a workgrou:
for the test APA and exit the SEEDPAK] Main Menu (see Creatng a Workgroup and Printing .
Workgroup in the ACS LIMS Users Guide).

9.2.2 After running the samples: Examine the results for acceptability of QC samples and repeat:
cither by manual entry or by transfer from disk through the LIMS Database Analyst. To enter manuall:
go the WORKSTAT, MANUAL ENTRY, APA. Enter the workgroup number. This will prompt t
sample numbers one by one. Enter the concentration results.

9.2.2 Pick up the LIMS data entry report for the samples you have just entered from the system print:
and examine against the raw data report. Submit any necessary comrections to the DATA UNIT b
filling a LIMS Database Comection form.

SECTION 10.0 - INSTRUMENT CLEANUP/SHUTDOWN/TROUBLESHOOTING

10.1 Wipe dry the surfaces, of the plate incabator, the Cytofluor and the work areas. Use D.I. water to cle:
any spill on the instrument.

10.2 Rinse the plate thoroughly with dilute Liquinox™ and D. I water. Place the plate upside down ot
paper towel, to dry. Discard the plate if any visible crack or scratches is observed.

-, SECTION 11.0 - REFERENCES

11.1 Pentersson, K. and M. Jansson. 1978. Determination of phosphatase activity in lake water-a study -
methods. Verh. Internat. Verein. Limnol. 20:1226-1230.

11.2 Prof. Robert G. Wetzel. 1994, Personnal Communication. [Deparument of Biological Sciences, T
University of Alabarma, Tuscaloosa, Alabama 35487-0344, USA.

11.3 Cytofluor 2300 Manual. 1992. Millipore Corporation, Bedford, MA.
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FIGURE 1.0 SAMPLE MULTIWELL PROTOQCOL (24-well plate)

(A1) (A1) (AT} {(Ad)

(AS) (A6)
51 (2000 nM) | 52 (1000 nM) | §3 (500 nM) 54 (300 nM) S5 (100 nM) BLANK
(B1) (B2) (83 ®4 L) (B6)
§1 (2000 nM) | 52 (1000 nM) $3 (500 nM) 54 (300 nM) S5 (100 nM) BLANK
(C1) (2} (Cn (C4) (C5) (C8)
QCl1 QC2 Sample Sample Sample Sample
(D1) (D2) (D3) (D4) (D5) (D6)
Sample Sample Sample Sample Sample RPT




- ¥
’

Jupe 17, 1998 —
Page 1 of 18

DER Biology Section

Appendix E

v. I=T&93

SOP #BA-.7
Benthic Macroinvertebrate

Dip Net Sample Callection
(based on Plafidn, et al, 1583, Rapid binatsrssment protocols for wse in streams and muers: berthic
macroinvertebroies and fish, EPA/L444-89-001)

STEPS
Materials

Field Physical | Chemical Characterization
Data Sheet

Habitat Assessment Shaet

Dip Net with No. 30 mesh

4-liter wide-mouth plastic jugs

100% formalin

Methods .

1. Visually exarmine the area or reach to be
sampled You must either walk or boat
throughout the aquatic system, paying
close aTtention to its physical and habitat
chararcteristcs.

Fill cut Field Physicnl/Chemical
Chorocterization Datg Sheet and Haobitat
Assessment Sheet. The percent coverage of
sunstrate type refers w how much af each
habitat svpe is actually present at the
sampitng site.

pop

b

i

3. Dezermine the aumber of sweans w
DeTiorm in each habitat type our of the 20
I0Tal sWeeDs per sLation. This requires a
Two step process. First select the “major”
or “mast productive” habitats for the
s—eam Type. Use the [allowing formula to
eajculate the number of sweeps in each
cabitar t¥pe:

Numier af 20
sWweeDa per - = Y —
Majar H.u.zlm (N umber of Majer Heimitgra) - 1

-, The result is rounded to the nearest
integer. The ining number of sweeps
(to make a total of 20) 18 avenly divided
among the minor habitaws (3uch 23 sand,
mud, or muck in most ¢cases),

COMMENTS

Prepare per SOP #8A-2.1

In fairty szaall (13t to 4th order) streams, the length of a
discrete stadon should eonsist of & 100 m screch of
scream and the width should be from bank o bank, [n
very large cyseems it tony be necestary to establish
more than ane yation to adequarsly charnetrriza the
ot

See SOF2 #BA-17 end BA-18 for instruedens oo Glling
ot these forma

It ia impertant to acmrrataly derermine the spatial
ervent of excn subsorpts type (o 2 3 dimengonal
contert) for habjiar scoring procadures,

Ceaeraily, the most (1 least) produsdve habicat topes
are a5 sollows: tnags, aquaic vegsuarion, ieaf pases,
tools, 1ndersut banks, roeky oursops, muck, and sand
All kur the last two can be monside red “majar” or
“produstive”, E

Example: I 2 mejor habirar cypes 2 present, perform
3 sweeps in each of these habitars and divide the
remaining 5 sweeps up emaong the echer nop-major
habytatd, 3o that a taral of 20 sweepa wre periormed. If
4 muajor habitats are presenr, perform 4 Tveeps in each

of thesa, then 4 divided np among the remaining

For 5 major babicara do 3 in earh major babicar and
divide the remaining 5 ywesps up ameng the other non-
™mAJOr Types

Proper mnterprecation of beathic esllections requires
that eamples be enllecrad from ouitple habitaws thate
are representative of the site. If possible, the game
heobitarx should be gampled at reference end test
sitay the dame gomber of Hmes to isolare the effecs
of warsr qualicy oa the benthic mmmuonicy.

Pape 1 of 3
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- STEPS
4. Perform 20 discrete 0.5 meter aweeps with
the dip net. Sample the availahle
fubgtratea as determined by the ab-uve
procedures.

2. In streams with suffident water
velocity, the most effective way to capture
invertebrates is to place the batzam dm of
the dip net downatream af the area ta be
sampled Disturb, agitats, or dislodge
organisms (with hands and/or feet) Fom

subsrates (anags, etc.) at a distanee 0f 0.5
m upscream of the pet.

b. For aress without flow, fisturd an area
of substate that is ome dip net width wide
and spprommately 0.5 m long; and sweep

the net over the area a few times ta enaoym

the capecure aforgz.n:u;ms which were Eving
there,

c For heavily vegetated areas (some
seams, lake marping, or wetlanda) jab the
ner ins the base of the vegetation, digging
down w the gubetrate, and disledge
organiams using a one-half mater sweeping
moticn with the net

d Sample Jeaf packs (if present) by
@sturmng leaf pack areas with hands ar

feet before scooving one-half matar worth of
rmatenial inta the pat

e Sand. muck, mud, and slt (nog-major
Zabitazs) can be sampled by taking 0.5
merer sweeps wirh the nar while digging
inw the borom approximazaly 1 =,

3. Record the number of sweeps far each

Dapirat on the Fleld Physical [ Chemical
Charueerization Data Sheet.

6. Razduce the sample volume after each
discete sample by disledging organiams
from larpar debris (but retaining
invertsbrates in the net or sieve) and
discarding the debris. Save finer debris
plus organism mirture in larpe wide mouth
jugs. Try to reduce enough of the sample
volume in the field so that no mare than 2
gallent of matarial are collected. If thisis
oot possiole. put the materal into
aacidonal jugs. Sample reduction is easier

n the la.aoramrjr

Appendix E
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When performing an upstream/dosmacrear type of
_study, sample the downscresam sadon Grac ta prevent
—~‘upetream invertebrates from driffing intn & locagon
they were not originally inhebiting,

Catch orprnisyms by allowing them ta flow ints the net
and ales by awesping the net wowards disarrbed
material

Soveral sweeps over the aame 0.5 Mcter &5vd Are
recommended to make sore all orguoisms are aaptured.
This sampling effort in n discrees Q.5 tacter apec ia
ompdered a1 1 tweep.

Where & cootimoond half metar aweep is imposaible, _
takes 2 quatTser Dater rweela [ Lhe xAme Ares Lo ACTAID
afull 0.5 metar rwesp.

If the nes is pusned too deep In moarse sand very linle
of the sand will be wesned through cthe nec resulbng o
a sample thar eonrains few arganicms and is tard to
process,

Ideally, ecocnl acd tem dtes will be sampled the satme
Dumier af times i the same habitars,

The relative propardons af the orgazioms
enllected must be mainmained inmcs to enlculaces
many enmmanity metrict Some field piexing af
delicace orgnninma is acceptable a3 long &3 eommunity
componbon ia nat dltered.

Indicats on the lebel how muny jugs the entire sumple
ixomtained in, e g, “1of 2" 2 o2

Page 2 of 1
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7. Iflaboratory sorting can be performed
within 24 hours, place aamplea

immediately on ice, Cold temperaturea
should slow organizms enough to prevent
predation (and subsequent elteration of
community atructure), If sorting will be
delayed, preserve with 10% formalin (do
thia hy adding ane part of 100% formalin
to the jug with 9 parts ambient water).
After grganisma have been removed from
detritus, they should be placed into 70%
ethanal. '

Appendix E

v, 133
COMMENTS
If organicmy wre too aerive during sorting, pour some
carbonated water, clove oil, or other relazring agent inta
the sarnple

Sampley that will not be coreed within 2 days chould be
preaerved in farmalin Ethansl slone will not praven:
the yegetatve debris from decomposing, resulting in »
rample that is very unpleasant to tore

Page 3 of 3
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SOP #BA-8
Benthic Macroinvertebrate Qualitative (Dip Net)
Sample Handling
STEPS | : COMMENTS

Materials

Waterproof paper and permanent marker Fer making labels
1.5, 30 mesh siave

I

2

3. U.5 10 meah geve

4. Ethanol filled squeeze bottle (80%)

5. White enamel pan, marked with a grid of &
m sguares

6. List of random numbers

7. 250-mLl plass jar

8. Dissecting micruscope

9. 100 x 15 mm petri dish

10, Forceps

1L Vials for picked organiams (1 or 2 dram)

12 Labgratory counter :

13, Benthic Macrotnvertebrete Bench Sheet

Methods

1. Checklabels so you know which sample

vou are dealing with (conrrol site, t2sT Site,  Muke sure thac vou tow hew many matainers in

ere.). Make a vary clear label to o into which the pardcalar sample i3 stored (thers may be
the bortle of picked bugs with staton several jugs). The endre sample rmust be inclnded in
idencficadon. date samnled, replicate this reducsion and homogemization process,

avmber, and vour initiais,

l.'l

Flare a portion of the rontents of tha

campla (Est sized) ints a U5, 10 mesh g
sieve with'a U5, 30 mesh sieve

underneath.

3. Rinse with tap watar (a small hose
acached to the faucet waorkas best),
spraving arganisms and small detritua . . . lacine the
down into the U.5. 30 meah xiava. This inspection is besc secomplished by p <

dairis in & white pan ang observing it with the Luxe®
Visually inspect large debris (leaves, ligntsd mg'niﬁer.p Orrganisma found (geocerally the ones
plants, twigs) held in the U.S. 10 mesh toa large to pass through the U5, 10 mesh sieve) should
sieve for animala before discarding Wash be placed inco the U.S. 30 mesh sieve with the rest of
fine-debris («dlt, mud) through the bottom the unpicked rample.
(U5, 30 mesh) slave . Repent procadures
#2 and 43 until all the sample from all the
Jugs has been processed

4. Tlace samuie in pridded pan. Each 5em There are 24 total Semgrids in » srandard white
omid snould have a pre-assjgned number, endfel pan
Liguid presear in the sample should be
sufcently reduced to prevent material -
from shifting among gnds during the
SOTONE procsss. '
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3.

&

10.

11.

STEPS
Wemwuphly mix the gample po that a
Bempenous distribution of organisma is
=iwved in the detrital matmiz.

St 3 grid using the random number
ik Hemove the coptents of the entire
gafand place in 4 glass jar.

Tile 2 smzll amount of this detritus plua
mgmiam mirrure and place it in tha

Iefirn portion of a petri dish. Add epough
Nepad (uaually ethanol) ao that the

zxatrrial ia wet enough ts move around
emily with forcepa,

e the pet disk under a dissecting
g 22t at low power (approximataly Tx
a Biz). In a deliberats, systematic
seamer scan back and forth or up and
dowg micking each and every organism
o the aliquot and placing it into an
slealko]-01led vial (clearly identified a3 per
sy dl)

Mer scanning dish in one pattern (e.g., up
axxd down), go back through using a
&Ferent pactern (back and farth) to

wyemre that all srganiems hava haen
remved from the aliquot.

Cuunnue steps 6, 7. 8, and 9, undl you
sownn a minimom of 100 organisms.
Oncy a grid i3 selected, its entire
ConCents must De sartad

Hecory the informadon requeszed on the
Marwinverteoruze Lab Bench Sheet which
mdudes site, laboratary sample number,
EVORET staden number., sample type.
repbcate pumber, and date collecred.
Include the inidals of the persons whe
tolleczed and sorted the aample. Record
the number of grids selectad (e g., *4 of
247) to enable conversion to total

abundance present in the ariginal gample.

Appendix E -

v, [—2/&5]
Cco

S

Use & ruler o delinents the edges of a grid while
removing the sample,

The tap porton of the patri dish may bater be plaeed
gver the rarople Lo prevent degcacion i you musm leave

the wample rrermight

Urng a pair of forceps io each hand enables you
betrar tanss arproisms out of Bhraus decricus Forceps
thould be sharp end properly aligned

Use the Iaborarory counter to keep a running total of
the Bumiwr of orgeoicma piceed

Pirkinp acmmracy shonld be cheeked by & co-worker m 10
% of the samples

If ap oovicws orpanism iz opsarved buc ity grid oumba,
i3 nat weiectaq and no examples of thar erpanism were
presans in prids wiuch were selected, thae crgmnism
mayv e nored a3 gualitabvaly coserved The erganism
sanwid NOT b incinded 0 the anarvsia

Faiivre o record toe number of grids seleceed (gut of
the wotal gridd possible) serously comproouses the
userulness of tha gar

Page2of2
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SOP #BA-2.1
Preparation of 80% Ethanol
STERS o COMMENTS
Materislx
1. 100% Ethanol (HPLC grade)
2. DI water
3. 4000-mL graduated cylinder
4. 4L gless amber jug
6. Plaatic funnel to Gt into 4L jug
Methods
1. Rl g'mduat.ed cylinder with 3200 mL of This operation is ensier with bwo people a5 the ethanal
100 % ethanol. in purchaded in Srlen exny One peraon holds the

cylinder while the gther pours the ethanel

2. Add DI waterto the praduated cylinder
until the total volume 13 4000 ml..

3. Using the fuonel, tranafer the diluts
ethanal to the 4-L jup which ahntild be
pruperly labeled a2s 80% ethanol.

4. Rinse graduated cylinder and funnel with
DI watar and return them to the shelf
above the sink

Pagel of 1
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SOP #BRA-9
Benthic Macroinvertebrate

Grab Sample Collection
(dedified from Standard Merhods 105008.3)

STEPS
terial
Ekman or Petits Ponar dredge
U.5. 30 mesh box gdeve
White enamel pan
Plastic squeeze bulb (*turkey bastar™)
Small buckst
Wide mouth plaste sample containers
Tape and permanent markers

Methads

L TUse of the Ekman dredge ia rastricted to
_ sampling soft substrates (ilt, muck) in
areas with little cirrent. The Parar
dredge may be used for asmpling under
these condidond and also in aress with a
barder subscrate (tocks, ahella, snnd).

HptsEee R

2. When sampling from a beat, dredge
samples are collected from the rear and
dewnstream of the vessel to avoid
cantaminaden of other tvpes of samples
with disturbed sediments. Ringe the bax
sieve with arpient water and da it ta the
side of the boat wnere samuples will be
collected. :

Ekxman: Qpen the spring-loaded jaws and
attacd the chains w the pegs at the top of
the sampler. Lower the dredge o the
bottom, making sure it settles flat
Holding the line taught, send dawn the
messenger to close the jaws of the Elmmap
dredge. Pull the gampler ta the surfacs
and place it immediataly ints the hox
sieve, Carefully open the jaws and
disgorge the contants into the siave,
rinsing 1o assure completa sample
purgineg.

fa

COMMENTS

Faor malcnp labely

The mimber of replicatas collected i dapendent npen
severul factam inclading the wrea sampled by the
devics, the purpose of the soudy, xod the degree of
patchiness in the disaiburion of the arpanisms 2t the
ate. Routinely, take 3 dredgey, All replicares gre
pinrad in scparate sample containers (for staristen]
analyses). I it has been determined that you are
wmpling in an excepoonally depaupsrnzs ares
additional replicatas may be required (pilor seody
Deeded), Io thar case the pumber of replicates sampled
ac the groop of stadons you wish w compare should be
cTuAL

The baz xieve is enscaced of Soergiasscostad wood
122 UL, 30 meth 3cwen. When pinced in the wager, it
will floar Ar zhe qurtase " If g box sieve is woavailable,
“hw dredped matenai may be washed in the dip et
provigine it 13 Grzad with & 17S, #30 mesa feve
macerial The disadvantas= of using the dip ne is that
it requzres 2 peopie (I 50 Dold the Ret, i to manjpulace
he dreage,.

The spring-ioaded Feman is danperous Hold the
redgr firmiv above the Dinged and be verv carcfa thae
o Bedy parts get pinched by the smapping jaws, Yoicn
wuld progues senious injury.

Check w make woe the jawy ars fully closed and thae
ro sample was logt while Lifting the dredge.

Poape ] af 2
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STEPS COMMENTS
3. Ponar: Open the jaws and place the croas
- bar into the proper notch, Lower the —

w1
.

dredge to the bottom, making aurs it
settlea flat When tension is removed from
the line, the cross bar will drop, enabling
the dredge to closs as the Ine is pulled
upward during retreval of the dredge
it
PSS SN ok wa s deiem i3 d o

open the jaws and disgorge the contents o yample wis last while lifting the dredge

inta the meve, rinANgto anaure camplets

sample purging.

Swirl the box sieva in the water with 2 If u sediment type is espedally elayey or mueky, it may
back and forth mation ta wash the fine be necesaary to use o hand ta break up dumpi aad
apdimants r.b.ruu.gh. Concentrate the agitats the sample o reduce it dake yure yno rinse

any detrizus from your hand badk incs the feve
mm.am;_ug sample into one corner of the

Sieve.

Fill the small bucket with ambient water Trke eare to rinse the entire eoutents of the zample into
mdﬂ:ﬂtbiﬂ“tﬂtﬂﬁllthemmbu]b, the pan Some organimme may to sHck to the sorm
Using the squeezs bulb, rinse the sample

fom the déve to the enamel pan.

Tranafar the sample fram the enamel pan
ints the pre-marked wide meath jug
{again. using the squeezs bulb), making
sure the location, data, and replicats
Aumber 15 acTurats,

Ppeerve the sample with 10% formalin by :

adding a 10 w 1 rado of water to 100% Ross bengul dye may be added to the 1ample, 232
sor=aun. If laborawory proceseing ia picing aid, i degired.

msmme W'n.mu 3 howurd, the wrmpies may

be stored on iee. withant addteinm of
formmalin,

Page 2 of2
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v 1—7/693
SOP #BA-10
Benthic Macroinvertebrate Grab

Sample Handling
(Modified from Scandard Methods 10500C)

STEPS

Materials

© P p PR

Waterproof paper and permanent marker
U.5. 30 mesh neve

Ethamol filled squeeze bottla (B0%)

Glam jars

DisseECting DUCIosmpe

100 x 15 mm peeri dish

Foroeps

Vials for picked organiama (1 or 2 dram)
Benthic Macroinvertebrate Bench Sheet

Methods

1.

.-ﬂ

Cheek labels 30 you know which sample
youare dealing with (control mite, test site,
ric) Make a very clear label to go into
the bottle of picked bugs with station
icepzification, datr sampled, replicate
pumber, and your initiats,

Fourthe mnrenty of the wide mouth jug
overa UL 30 mesn sieve. Rinse the jug
withap water ta make sure all organisms
arewart izt the skeve.

pm with tap wAer (4 smail nose
ar=wnéd o the famrer works best). Wash
Sredeprs {siit, tmd) throupn the sieve.
Anvlaree detwisfleaves, shells, etc.)
presmt saouli bebrushed clean of
orgamsow and discarded. Rinse the
orgamsra plus dermitus mitoire to one

sl aTea of the eve,

Using an ethmmolfilled (80%) squeeze
bonlle, vinee the erganism plus deoitus
mawix imo the saallest pracrical
comminer{usmllya 100 ml to 250 mL
glawia) Put tee label ingide the jar,
Rerwd the inkurtation requested on the
Mogoinmrtetrnte Lap Qench Sheet, which
ndwies gz Wbmrataory sample number,
TIRTT satan sumbper, szmple type,
—emra (s pumpes, 2nd dace collected.,
Incmae e imsias of the persons woo
colee0and sormd the samoie.

COMMENTS
For making labels

Prepars per SOP #3481

It is critical that no eyrors be made doriog this mep, If

samples are mized up, the entire study could be
rendered invalid

Placs jars on the sample shelf 30 that samples for o
given smdy are organized together aod clearly marked

Pagelof2
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6.

7.

STEPS
Take a amall amount of detritus plus
organiem mirture and place it in the
bottom half of a petri digh. Add encugh
liquid (wsually ethanol) so that the
material is wet enough to move around
ensily with forcapa.

Place the petri diah under a dissacting
gcope sat at low power (approrimately 7z
or 10x). In a deliberate, systematic
manner scan back and forth or up and
down, picking each and every organism
from the aliquot and placing it into an
aleohol-Glled vial (¢learly marked as per
step #1).

After goanning dish in one pattern (e 2., up
and down), go back through using a
different pattern (back and farth) to
pasure that all organisms have been
removed from the aliquot

Continue staps 6, 7, and 8 wntl the sample
is finished.

Appendix E

June 17, 1998
Page 10 of 18
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COMMENTS
The top portion of the petri dish may Liter be placed
_fver the gample to prevent deticeaden # you must leave

the sample overnight-

Do pat overlond the petyi dish with teo much sample |
this reults in deppy work

Uking a pair of forceps in each hand enables you Lo
bectar tanse grpanisms out of Ghrous detritus. Forceps
thould be sharp and properiy aligned

Picking acuracy thould be checked by a co-worksr in
10% of the sampies

Page 2of 2
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SOP £BA.11
Benthic Macroinvertebrate Core

Sample Callection
(odified frum Standard Methods 105008.3)

STEPS
Materials

1. Coring Device

2. U.5. 30 mesh bar deve

3. White enamel pan

4. Flastic squeeze hulb

5. Small bucket

6. Wide mouth plastic sample containers
7. Tape and perrmanent markers

Methods

L  TUae of coring devices is restricted to
sampling fairly soft subscrates (silt, muck,
with only small amounts of sand or ahell)
usually in marine systems. The Biology
SecTion uses twa sizes of coring devices.

l-a

When sampiing from a boat. use the 4 inch
diameter coring deviee that is awached tg
2 long pole. and has a valve pear the top.
Core samples are wllectad from the rear
and downsoream of the vessel to avoid
tontaminadon of other cypes of samples
with disturped sediments. Rinse the box
sicve with ambient water and de it to the
side of the boat where samples will be
collected,

3. Lawer the coring device to the battom with
the valve open. After quickly pushing the
device into the sediments, close the valve,
The resulting vacuum will keep the
matenal in the tube a4 it is raized up to
the boac

4. When collecting samples in wadable
waters. a smaller eoning device (2 inch
diamerer) can be wsed. This corer udlizes
a flapper:-valve equippéd stooper which ig
insested into the wp of the pipe. Vacuum
inside the pipe holds the marerial undl the
SLOpper 13 removed.

COMMENTS

For making labels

The number of replicates enlleczed is dependent open
severa] factora, inchuding the wres sampled by che
device, the purpase of the study, and the degree of
pitchinesy m the dicoribation of the orgrrisms at the
gis. Haurinely, take enongh cores so thar 2o aren
equivalent to 3 Ponsr dredpes is collecead
(approrimarsjy 675 em). With mur larpe (4 inch
dirmecer) eoring devies, colleet B replicates ta achieve
thi1 All replicatss are yoorinely placed in seputwte
saraple containers {for statsdcal anatyses), Depending
oo the acudy abjectives, replicates may also be ‘
cmposited as long s the number of replicatas 14 cqual
for eacn staron and ciearfy recorded so thar the number
of SrPanism per STUATE Metar man be caleaiared

The box sieve is cansruesed of Sbergizss-codrad wood
wnd U5 30 mesh sereen. When piaced in the warer, it
wil] fleat at the sorrres, If & box sieve {a wnaveiianle,
the drecged macerial mav be washed in a dip na-,
Froviding it is Smad with 2 U S, 930 mesh nieve
Diateriai The disadvantage of using the dip net is that
it requires fwo peapls (one 12 Aoid the nec amd coe to
mAnipuiacs the corog devicel,

Moany ¢lesn water organismy ars umewh.n; motile u_:d
may elude caprure if you are not quict during sampling.

Thais small cerer should be nsed primariiv for nan-
biologizal sediment samopiing (graan size. =etals, etc?,
ms it is thougnt o Dea s Sl w oTecaveiy eapoure
Tany argaiusms 1&.J ., €TUitACeans or tTUDIcuous worma
which are p=naraily large in sire; considered usefai in
impart determitdnion

Page 1 of 2
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STEPS
5. Pull the sampler ta the surface, open the
valve or remove the stopper, and place it
immadiataly into the boxr meve. [Hegorye
the contenta into the gieve, ringing to
assure complete sample purging,

6. Swirl the bar mieve in the watsr with a
back and forth motion to wash the fine
sediments through. Conceptrats the
remaining sample into one corner of the
weve,

7. Fill the amall bucket with ambient water
and use this water to fll the squeeze bulb.
Uszing the squeeze bulb, rinse the sgample
from the meve to the enamal par.

8. Tranafer the sample from the enamel pan
into the pre-marked wide mouth jug
(again, vsing the squeszs bulb), malking
sure the location, data, nnd replicats
number 18 accurats,

9. Preserve the gample with 10% formalin by
adding 8 10 to 1 ratio of water to 100%
formalin. Iflaboratery procesging is
possible within 8 houry, the samples may
be stored on ice, without addition of
formalin.

Appendix E
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v =711
CoO

I a sediment type is especizlly clayey or mucky, it may
be pecesszry to use a haod to break up elumps end
agitats the parnple to redues it Make sure you rince
roy detritus from yoor hand beck inte the deve

Take care ta rinse the entire contants af the sample {ne
the pan. Sowme arpznitms may to etick to the soreen

Roce benipnl dye (use o vary small amount) may be
added ta the pample, wa a picking wid, ¥ desired

Page 2 of 2



Appendix E

June 17, 1998 ~—
Pape 13 of 18

DER Biakyy Secricn

. v. 1T/

SOP #BA-12
Benthic Macroinvertehrate Core
Sample Handling
(Modified from Stzndard Methods J05000)
STEPS : COMMENTS

Materials
1. Waterproof paper and permsnent markar For makding labels
2. U.& 30 mesh sieve |
3. Ethanel filled aqueeza batrle (BOSH)
4. Glass jars
5, Dissecting microacope
6. 100 x 15 mm petd dish

. Forceps

Vials for picked organisma (1 or 2 d=am)
. Bemthie Mocroinvertebrote Banoh Sheet

Methoda

1" Cbeck labels 5o you know which sample
you are dealing with (control site, tast site. iy critical that no errors be made during this step, If
ete.). Make p very clear label to go into samples are mixed up, the entre stody conld be :
the bortle of picked bugs with station rendered invalid.
idendfication, date sampled, replicate
pumber, and your initiala,

> o =)

=

Four the contents of the sample container
(wide mouth jug or Whirl-pak bag) aver a
1.5, 30 mesh sieve. Rinse the container
with tap water ta rmake sure all erganisms
ars put intg the sieve,

3. ince with tap water (a small hose
atiached o the faucer worka best), Wash
fine debriz (£ilt, mud) through the sieva:
Any large debris (leaves, twigs, et
present should be brushed clean of
organisms and discarded. Rinse cthe
organism plug decrnitus mirmure to one
small area of the sieve.

4. Tising an ethanol-flled (80%) Bqueezs Placs jars on the sumple sheli 3o that samples fora
botde, rinse the arganism plus demitus given youdy are arganized togrther and dearly marked
mawit into the gmallest practeal
container (usually a 100 mL to 250 mL
glasa jar). Pt the label inside the jar.

Record the informnton requested on the
Macroinvertebreze Laty Bench Sheer, which
inciuges sitg, laboratory sample number,
STORET stadon number, sample t7pe,

" renlicaws numpber, and date epllected.
Inctuae the inidals of the persons wno -
coilected and sortad the sampie,

o

Pagal of2
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6.

STEPS
Take a smell amount of detritus plos

organiam mirture end place itin the - - --

bottam half of & petri dish. Add enough
liquid (usually ethanol) so that the
material is wet enough to move around
easily with forceps.

Place the petri dish onder a dissacting
seope et at low power (apprarimately 7z
or 10x). In'n delibarata, systematic
manner, gean back and forth or up and
down, pickang each and every organism
from the aliquot apd placing it mtn an
alenhol-filled vial (clearly marked an per
step 1)

After smrnning dish in one patarn (e g., up

and down), gv back through udng a
different pattern (back, and forth) to
assure that all orpanisma have been
remeved from the aliquat

Continue steps 6, 7, and 8 unt] the sample

is finished.

Appendix E
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COMMENTS
The top portion of the petri dish may latar be placed

_ avear the yample ta prevent dericmaden if you must leave

the rample gvernight

Do pot averlond the pei dish with o much cample.
thid Fesults in oppy weork

Using & pair of forceps in each hand enables you ta
bertar tepse grpaniscs out of fibrous deoricus. Foreeps
should be sharp snd property alipned

Picking wernrncy vhould be checked by & eo-worker in
10% of the yamples

Page 2 of 2
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SOP #BA-13
Benthic Macroinvertebrate Hester-Dendy

Sample Collection
Qdodifed from Standard Methods 105008.5)

STEPS
Matarialy

L 3 oar4 Hester-Dendy ardfical subatrates

2. Customized Hester-Dendy block, with
eoupling nuts for attachmant of HD
samplers and eye bolts for attachment of
cable

3. Stainless steel eable

4. Nico-press® tool with fasteners

5. Whirl-pak® baga

6. Permansnot marker

Methaods

1. Auach three HD's to the HD block, and
place the block 2t a depth of ene metar (or
the deepeat spot available if shallower
than one meter}. Take cate to place
coowrol and test gte blocks in areas of
similar flow and hahitat type. Space for 4
H-D's by been provided on the block, for
use in siudies requiring additonal
=eplicaton.

Arzach cable to a point on the bank
suificiendy high 10 enable recove-v even if
the water level increaces,

il

3. After 2 28 day incubation peried. recover
the hD) samplers. Approach the bleck
carefullv, without disturbanee, from the
downsmeam pasitdon. Io a deliberarte,
geotle manner lift the block staighr up
from the botztom and immediately place on
a flat surface.

4. Quickly place the Whiri-pak bags gver all
the HD's, and unscrew them frum the
blode. If an organiam is observed crawling
off a HD), caprure it and put it in the
appropriate ‘Whirl-pak. Fill the Whirl-
pzu;: with ambient water (30 that all the
piews are wer), secure them (twirl three
Fi.m:s and twist the ends), ang piace an
lce

TV — . 1

COMMEINTS

For labeling baga

Fiewledge of the syscem’s hydrelogic regime is

Ao paTTant to maxe sure samplers will not po dry durniog
the 28 day incabadon period. For e:_':mp]e. it is flood
rrage and yun expect the watsr w drop 2 mecers in the
oexr few weeks, plice sampler 30 thar it will be 1 mever
deep ut the end of incubanioo

In sniiting sand substrates placs the block so r.lur_
exiidng mam will deflect sand from peing deposiced m
e sampless. This cIn De dare: rmined by close
exxminaten of the HoSom WROETADAY.

Trap the cxdie around she b oase of a —ee on e Dank
a:u: nusa ._"!E \1\:§—pressm ..DDI a.nc'. [HS'LC"'.IE"S = jecure :hl:
Socr. [fvangatismis a ,‘.I'IJT-EI'I.D'!.-I. :ﬂ'ﬂﬂl!m altemod o
ecnceal the cabie 5o that no one cut you can ond ic If
the Nico-press® tool is unavailanla, the fasteners may
be smmoed By fammearing (twvo haemmers gre needed).

Yrade or ute n oont DO MOT puil the bleck up frow the
ADore

]

Whirl-paks sthould be pre-laneied with the stagen,
1ampie dats, and replicars oumpar, uwung the
permAnent TIATEET.

Sampies sheuid NEVER be pn:s:rw:d untij arter

sryamistnd are acsapead from the Hescar-Dendyv piates.
Przervanveswiil poison the piates, grevenung them
TOMm DU uSed EEAIn.

-



"

DER Biology Section

Appendix E

Tune 17, 1994
Page 16 of 18

v 1 —NE9)

SOP #BA-14
Benthie Macroinvertebrate Hester-Dendy

Sample Handling
Modified from Standard MHethads 10500C)

STEPS

Matrrials

oo 21 gt e g3 O 1

9

Waterprosf paper and permanent marker
1J.8. 30 mesh sieve

Wrench for dismanting HED

Ethanol filled squeeze battle (B0O%)

Flass jars

Dissecing migoscope

100 x 15 mim pet dish

Foreeps

Vials for picked organisms (1 or 2 dram)

lb. Benthic Macroinvertebrate Bench Shest
Metho_ds

L

ta
F

Check labels so you know which sample
you are dealing with (conorol site, test sita,
ewe). Make a very clear label to go into
the bortle of picked buga with station
idendiicacion. date sampled, replicate
numper, and your inigals.

Tge- the cantents of the Whirl-pak bag (an
sseembied Sester-Dendy and associated
derriris) over a 1.2, 30 mash deve. Usicg
a wreach o Temaove (e potiam Ouh,
cigmantle the Zester-2endy,

Rirss with zap warer 1a small hose
arracned w the faucer works best). Scape
and simtltaneousiy ~inse organisms off
=D piares with fingers (or a s0ft brusiol.
1sing care not 1o damace the organisms.
Wash Sne geors (silt mud) througn the
sieve. Any large denris (leavas, twigs)
present should be brusned ciean of
orzanisms and discarded. Rinse the
arganism plus decritus mirmire to one

small area of the meve.

Using an ethanol-filled (BQ%) squeeze
bortle, rinse the organism plus decrirus
matriz into the smallest pracaical
rontainer (usuaily 2 100 mi. w 250 mb
oiass ja=+. Put the labelinside the jar.

COMMENTS
Far making labels

Prepare per SOF #BAH.1

1¢ is cricieal thar no evyors be made durmg this scep. I
garaples pre mized up, the enmre srudy muld be
readered frvmlid

Rinse the Whirl-pak bag wizh tap water to make sarc |
all orpanisms are put ints Me sieve,

Save the HD piates and nardware. and plase them into
thas drying oven

Placs jara on the sample ahelf s0 that n.?.ples fora
given study are arganized together and ciearly markea

Paoga 1 nf™
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STEFPS

5. Record the information requested on the
Muacroinvertebrote Lab Bench Sheet, which
includes =ite, laboratory eample number,
STORET station number, rample type,
replicata number, and date enllected. -
Includa the initiala of the persons who
collected and sorted the sample.

6. Take a small amount of detritus plua
organism mixtture and place it in the
bottom half of & petri dish. Add enough
Liquid (urually ethanol) aa that the
material is wet enough to move ground
easily with forvepa

7. FPlace the petri dish under a dissectng
scope get at low power (appmrorimately 7x
or 10z). In a deliberate, sywtamatie
manner, scan back ard forth or up and
down, picking each and every organiam
fromn the aliquot and pladng it into an
alenhol-filled vial (de.a:ly marked as per
step #1).

B. Aftar sanning dish in one pattern (eg., up
and down), go back through vsing a
different pattarn (back and forth) to
agsure thart all organisms have been
removed from the aliquec

2. Condnue steps 6, 7, and 8 untl the sample
15 finisned.

Appendix B -

v, =763
CONMMEINTS

The wap pordon of the pac dish oy latar be plazed
aver the wample ts prevent dediorarion if yoo moust leave

the mmple overnight.

Do oot overtoadd the petn dich with too miech cample, &s
this resolts in aloppy wurk.

Uding & pair of forepain each hand enables you to
bertter tawss organisma oat of Shreas decitus Foreeps
ahould be sherp and properiy wlimed

Ficking wmiracy should be checked by m ce-worser in
10% of the 3amples

T e ¥ Y
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3150.2 EFFECTIVE
TOTAL INORGANIC CARBON (TIC) 2.0 EPA 415.1
DISSOLVED INORGANIC CARBON (DIC)
PAGE 1 OF 6 DATE
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SECTION 2.0 - METHOD DESCRIPTION/HISTORY

2.1 Inorganic carbon species in natural waters include gaseous and dissolved COz, carbonic acid (HaCO1
bicarbonate (HCO;") and carhonate (CO;'Z), occurring in either frec forms or as conjugate base (example CaCO:
Na:C0s, MgCOs, NaHCO;3, etc). The nature and abundagee of individual species depends on the source of wate
and the underlying soil/scdiment material.

2.2 The carbonate species determine the capacity of water to ncutralize acid or bajs“?' (alkalinity or acidit;
respectively). Carbon dioxide is a participant in the biological processes of respiration (CO: produced), an
biosynthesis of autotrophs or photosynthetic organisms (COz consumed).

2.3 Inorganic carbon is determined directly using a high temperature combustion-infrared detection system.
Analysis is done on a non-acidified sample, unfiltered for TIC and filtered Lh:oug]_n 1_10.45 um ﬁlu?r furl Dlgd.
In the absence of a set holding time for inorganic carbon, the holding time for alkalinity (14 days) is followed.

. . . : : tt
24 Calibration is done using standards ranging from 0-200 mg/L C (in the form of NaCO3) and
concentration of the samples are expressed as mg/L C.

2.5 This method (Version 2.0) was revised 27-APR-98 to reflect changes due to new instrumentation and change
in the LIMS programming. The method is the same in principle as Version 1.0.



Appendix F

SECTION 3.0 - SAFETY PRACTICES (CONTD)

3.1 Wear safety glasses and a full-length, long-steeved laboratory coat.

METHOD # METHOD HAME REVISION REFERENCE STATUS
31502 EFFECTIVE
TOTAL INORGANIC CARBON (TIC) 20 | EPA415.1
DISSOLVED INORGANIC CARBON (DIC)
PAGE20F6 DATE

3.2 Use acid resistant gloves when handling concentrated phosphoric acid.

3.3 All persoonel conducting this method should be familiar with the SFWMD Chemical Hygiene Plan and
should have reviewed Material Safety Data Sheet for phosphoric acid

3.4 The electrical power should be disconnected before conducting any repairs inside the instrument on
controllers, electrical wiring or any other components near sources of electricity.

3.5 In case of spills of concentrated H3PQq, treat first with an appropriate spill kit and collect the contaminated
absorbent and place into adequate storage containers for disposal.

3.6 When changing compressed air bottles, take extra pmé.aution in transporting the bottle to and from the room-

It is advisable to request delivery by the vendor to the desired location. After closing the main tank valve, release

the pressure slowly in the old tank until the pressure gauge displays 0 psi. Disconaect the regularor from the

bottle and cap the bottle tightly with the provided cap. If transporting is required, carefully load the bottle on the
hand truck bottle carrier and secure tightly with the strap. Use the same carrier to transport 4 new compressed air

bottle. Secure the new bottle with the strap and connect the regulator. Use teflon tape to avoid any leak. After
the regulator is secured and the main tank valve opened, use the SNOOP™ to check for any leaks.

SECTION 4.0 - LIST OF EQUIPMENT/INSTRUMENTATION

4.1 Shimadzu 5050A TIC Analyzer with autosampler

4.2 Volumetric Flasks (Class A): 1000 mL, 100 mL capacity

4.3 Volumetric pipets (Class A): 20, 10, and 2 mL

4.4 Amber Bottle, L

4.5 Teasete pipet, 0.1-1.0 mL capacity

4.6 & mL Disposable Test Tubes
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SECTION 5.0 - REAGENTS
3.1 Phosphone acid, conceatrated, reagent grade
3.2 Carbon-free water (distilled water, preferably double distilled)

5.3 Working Phosphoric acid solution (20%): Add 75 mL of concentrated phosphyoric acid to 175 mL of DI water
in the HDPE reagent bottle. Transfer to the solution to the acid reservoir (located in side af the analyzer).

5.4 Sodium Carbonate, anhytirous.

5.5 Zero (synthetic) air (<1 ppm COz or hydrocarbons)

SECTION 6.0 - STANDARDS

6.1 Stock Inorganic Carbon (IC) standard solution (1000 mg C/L) - Dissolve 1.7660 g of Sodium Carbonate in
~70 mL of DI water contained in a 200 mL class A volumetric flask. Swirl to dissolve the salt, and dilute to the
mark with DI water. (Do not add sulfuric acid to this reagent).

"

6.2 Standard 1 (Blank) - Déionized water

6.3 Standard 2 (20 mg (VL) - Dilute 2 ml of stock IC solution and dilute to 100 mE with DI water using a Class
A volumetric flask.

6.4 Standard 3 (100 mg C/L) - Dilute 10 mL of stock IC solution and dilute to 100 mL with DI water using a
Class A volumetric flask.

6.3 Standard 4 (200 mg C/L) - Dilute 20 mL of stock IC solution and dilute to 100 mL with DI water using a
Class A volumetnic flask
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SECTION 7.0 - QUALITY CONTROL

7.1 A check standard (Standard 3) is run every 20 samples to verify the calibration. The recovery of this standard
mist be within 5% of the true value (47.5 — 52.5 mg (/L).

7.2 QC1 and QC2 will be prepared by the QA unit. QC1 and QC?2 arv analyzed at beginning and end of each set
of analyses. Results must be within current QA acceptance limits. In case of unacceptable recoveries, see your
supervisor or QA it staff.

- &
7.3 A repeat sample, selected at random should be analyzed for every 20 samples analyzed. These results are
recorded on the QC sheet. The mean and coefficient of variation of the replicate set is determined and noted on the
QC sheet. If recoveries are not within the current QA acceptance limits, see your supervisor or QA it staff.

74 A spiked sample must be analyzed for every 20 samples. Add 0.5 mL of stock IC solution, using a tensette
pipette, into a 10 mL volumetric flask. Bring to volume with the sample being spiked and mix well. This results
in an addition of S0 mg/L C.

7.5 All quality control data must be within the current established limits before entering sample data into the
LIMS system Complete angd submit the QC result form.

SECTION 8.0 STEP-BY-STEP PROCEDURE

8.1 Daily Start-up

8.1.1 Check the pas supply. Ensure that there is enough gas for a day's operation. Change the air tank
when pressure goes below 100 psi.

8.1.2 Check the acid reservoir level (located on the inside of the analyzer). Make sure that the reservoll
at least ¥2 full before beginning the analyses.

8.1.3 Check the humidifier level (located on the inside of the analyzer). Make sure the water level is
between the marks on the container, i{ not add DI water.

8.1.4 If the instrument power is not on, refer to section 10.3 and follow the procedure to power up the
instrument.

o
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SECTION 8.0 STEP-BY-STEP PROCEDURE (CON'T)

8.2 Placing samples into the autosampler.

8.2.1 Create a workgroup for the samples to be analyzed (see section 9.1} and complete a sample D
worksheet. The worksheet is preformatted with the proper location of standards, check standards and QC
samples. Enter the sample ID, and type {or each sample in the workgroup. This worksheet will be used as
guide to place the samples 1n the autosampler.

8.2.2 Remove the samples from the refrigerator, and using the worksheet as a guide, pour the standards,
QC solutions and samples iato disposable test tubes and place them into the antosampler in the location
indicated on the worksheer

8.3 Starting the analytical run.

£.3.1 From the main menu on the analyzer select *Autosampler”, The screen will display the initial and
final sampler positions to be analyzed. Make sure that the initial sample is set to 1 and the final sample
positon is set to the number of the last tube in the autosampler tray.

8.3.2 Press the “cht;' key twice and Press “Start/Stop™ on the analyzer keypad to begin the analyses. A
tray of 74 samples will take ~14 hours to complete. Because of the susceptibility of the sample to
exchange CO; with the atmosphers, do not pour more than 20 samples at a tme.

8.4 Completion of the run

8.4.1 When the run is completed, remove the printed results from the analyzer and wrte the h.:dilvid_ual_
results on the sample ID worksheet. Check to make sure that all of the QA/QC samples are within limits.

8.4.2 Complete an instrument log form for the run and place it into the instrument logbook.

8.4.3 Enter the results to LIMS (see Section 9.3).

SECTION 9.0 DATA HANDLING
9.1 Follow the instructions given in the LIMS manual to create a workgroup for TIC or DIC.

9.2 Review the data printout and complete the INSTRUMENT LOG, QC KESULT and MAINTENANCE
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SECTION 9.0 DATA HANDLING (CONT'D)

9.3 Log into the LIMS, and at ISOTOPE%, type lims. At the mainmenu select “Workstat”, “Datacatry”, and
“Manual”. Enter TIC or DIC under parameter, then enter the Workgroup #, Type the each sample concentration
corresponding to the sample number from the sample ID workshecet and hit ENTER, after each entry. Press
ENTER again after confirming that the correct result has been entered.

SECTION 10.0 - INSTRUMENT CLEANUP/SHUTDOWN/TROUBLESHOOTING

10.1 Leave the furnace, gas and the insirument on, unless the unit will not be used for a pmlopgcd period.

10.2 Remove used test tubes, empty the contents on the sink, and dispose of glass test tubes in designated glass
disposal receptacle. Wipe up any spill around the work area and on the instrument.

10.3 Instrument Startup

10.3.1 If the instrument has been powered off, make sure that the gas flow 1s tumed on, and switch the
power on by pressing the switch on the left side of the analyzcr It will take a few seconds for the

u:uUaJJzauon screen to appear,

10.3.2 When the initialization screen appears, press the “Initialize Autosampler” key to initialize the

autosampler. This will take about one minute.

10.3.3 After the autosampler has initialized, the furnace will begin to heat. Again, check the gas flow and
make sure it is set to 150 ml/mun; adjust, if necessary, by turming the camer gas knob inside the analyzer
front panel. Allow the insttument to stabilize for 2-3 hours before beginning any analyses.

SECTION 11.0 - REFERENCES

11.1 U. S. Environunental Protection Agency. March 1979. Methods for Chemical Analysis of Water and Wastes.
EPA-GODM—?Q—OZO_

11.2 American Public Haalth Assoc 1989. Standard Mcthod for the Examination of Water and Wastewaler, 172
Edition.

11.3 Shimadzn 5050A Operators Manual.
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APPENDIX G
Procedures for Collecting Sediment and Porewater Samples

and Monitoring Sediment Deposition Rates in Wetlands

SEDIMENT CORE COLLECTION

1.1 Field Sampling Procedurcs

1.2

To avoid disturbing the sediments, soil cores are collected from the airboat. Sediment cores will be obtained
by driving a stainless steel coring device, fined with a clear butyrite sleeve, to a depth of approximately 30 cm
into the pear.

Before the cores are pulled, the water depth is measured. The core sleeve is marked to indicate the water depth
pluz 30 cm. A rubber band is placed on the slesve to indicate how deep to insert the corer into the sediments.

The corer device is inserted into the sediments, up to the level indicated by the rubber band. Then, the sedirment
core, with the overlying water, is pulled out of the sediment. If the core is not intact, the core is discarded and
antither one collected.

Intact cores are measured to determine it there was any compaction of the sediments. If no compaction occurred,
the amount of sediment eolieeted will be about 30 ¢ deep. If the amount of sediment collected is significantly
less than 30 cm (i.e., if the amount of sediments is < 25 cm), this suggests that compaction has occurred and the
core is discarded and another one collected. Compaction ratios, which is the amount of sediment collected
divided by the expected amount, is recorded on the chain-of-custody sheets.

Once compaction has been measured, the butuyrite slegve is labeled, capped at both ends using rubber stoppers,
stored out of direct sunlight, and transported W the laboratory for analysis. Each sample label will contuain the
following information:

a.  Station designation,

b. Sample replicate information if appropriate
¢. Date,

d. Time, and

C.

Initials of field personnel collecting sample.
Triplicate cores, for replication, are collected ar each site.

Field personnel will complete all appropriate sections of the sample chain-of-custody form (see Appendix)
immediately after collecting a sediment core sample at each station.

Both crew members will verify that all necessary samples have been collected and the information recorded on
the sample label and chain-of-custody form is correct belore leaving a station,

All samples should be delivered to laboratory and placed in the walk-in refrigerator. Arrangements for sample
pick-up should be made with the contract lab prior to sampling .

Sediment Core Field Equipment

Butyryte Sleeves (37) with spares
PVC coring attachment

rubber stoppers

hammer

pipe pounder

wooden pounding block

knife
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sample labels and rubber bands
COmPass
melTic measuring tape
clipboard
pencile/pens
water-proof marking pens
deionized water
Chain-of-custody and treld data sheets
field notebook
ENR Sediment/Porewater Monitoring Plan S0P

20 POREWATER COLLECTION

Porewater will be collected using porewater wells. Each porewater well is composed of a PVC pipe with a well sereen.
The size and position of the sereet on each well will depend on the desired sampling depth (e.g., 0-5 cm, 5-10 cm, or
10-30 cm depth increments). The end of the well that enters the soil is capped with a pointed PVC fitting while the
sampling end is closed off with a rubber stoppet. A clear acrylic (or similar inert plastic) tubc extends through the *
rubber stopper to the base of the well. The acrylic tube is closed to the amosphere by the attachment of a small length
of impermeable hose which is closed with an inert stopper. This hose is also used to attach the well 1 a peristaltic
pump. The wells are inserted into the soil and left to equilibrate for two weeks.

2.1 Porewater Sampling Procedure

1. Each well is evacuated using a peristaltic pump. The pump is run at low speed. The well is then allowed t©
recharpe for approximately 15 minutes or overnight uniil there is enough volume to meet sample needs.

2. Afier the well has been evacuated and before samples are collected, the pH of the porewater is measured using a
compact pH meter.

3. Plastic gloves will be worn when collecting and processing the sample. Because the analytes of highest priority
come from fillered samples, the filtered samples will be collected first. Samples will be collected with a

peristaltic pump and will be deposited directly into labeled sample bottles. In-line 0.45 micron filters will be used
for filtered samples.

4. Each sample iz processed immediately (i.e., filtered and preserved, if necessary), labeled, and stored on ice ina
light-tight cooler, The sample preparation, filtering, and handling protocols used for this study will follow
procedures listed in the SFWMD's Laboratory Comprehensive Quality Assurance Plan and the contract
laboratory’s sampling instruction sheet. Samples will be transported back 1o the laboratory within 24 hrs from the
ume of field collection. Each sample label will contain the following information:

a. Station designation,
b. Sample replicate information it appropriate
c¢. Date

5. Field personnel will complete all appropriate sections of the chain-of-custody and ficld data form (see Appendix)
immediately after collecting a porewater well sample at each station.

6. Both crew members will verify that all necessary samples have been collected and the information recorded on
the sample label and chain-of-custody form is correct before leaving a station.

7. Samples analyzed for Alkaline Phosphatase Activity (APA) should be delivered to the laboratory as soon as
possible. Samples going w the contract laboratory are placed in a cooler and completely iced. Copies of the
chain-of-custody and field data form are sealed in a zip-lock plastic bag and placed in the cooler. The cooler is
then securely taped, addressed and put in the proper location for over-night pickup.
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22 Porewater Fileld Equipment

2.2.1 Item Checklist

Peristaltic pump

marine battery

sample labels for APA analysis and rubber bands
60 ml. SFWMD bottles

Contract lab bottles

0.45um groundwater filters, 25 mm plain
light-tight ice chests w/ice

preservation chemicals (H:504, HNO; , NaOH, Zn Acetate)
deionized water in 5 gallon carboy

drinking water

latex disposable gloves

pH test strips (<2, =0}

spare parts for wells

clip board”

pencils/pens/water-proof marking pens

waders

Chain-of-cusiody and field data sheets

field log book

ENR Sediment/Porewater Monitoring Plan SOF
Band Saw

23 pHMETER CALIRRATION

1. Two pH buffers which bracket the analytical range of interest (e.2., 4 and 7) should be used to calibrate the pH
meter following the manufacturer's instructions. Calibrate the meter in the prior to taking any readings.

2. All calibration records must be kept in the field notebook.
3.0 SEDIMENT AND POREWATER SUBMISSION PROCEDURES

Sediment and porewater samples will be collected by field personnel and subsequently delivered o the contract
[aboratory for analysis. The sample transfer mechanism will be coordinated with the collection crew and the contract
laboratory. The chain-of-custody sheets will accompany the samples at all times. These sheets will document the
transfer of samples between departments within the District and between the District and the contract laboratory.

4.0 QUALITY ASSURANCE/QUALITY CONTROL

The I'roject Manager will issue all field and laboratory personnel a copy of the Standard operating Frocedures (S0F)
and will verify that each staff member has read the SOP. A Quality Control program will be established for the
analyses of sediment and porewater. Results of the QC analyses will be reported along with the regular data by the
contract laboratory to the Project Manager. Sample chain-of-custody lorms will document the transfer of samples
between departments within the District and between the District and the contract laboratory. The Quality Control
Program will follow the approved QA/QC procedures, as outlined in the project SOP.
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5.0 Sediment Deposition Rate

The long-term TP removal mechanism is generally regarded to be through peat accumulation which can be
documented using sediment deposition markers called Feldspar Clay Markers. Feldspar is a white elay material not
found in this repion and clearly visible against the dark peat soils. To prepare the site, deposit a layer of feldspar in
an even layer over the sediments. Sediment cores will be collected at yearly intervals and will be used to measure
the amount of sediment deposited over the feldspar layer.

5.1 Field Procedures

511  Slte Preparation

1. Locate sites adjacent to existing sediment/porewater sites.

2. Place a round fiberglass mesocosm enclosure, 4 feet diameter and 4 feet tall into the wetland and press it
about 5-10 cm into the sediment. The enclosure serves to contains the feldspar material as it settles through
the water column on to the sediment.

3 Insert four PVC poles around the mesocosm enclosure. These poles support the mesncosrfg and will mark
the location of the feldspar site once the feldspar material has settled and the ring is removed. ’
4, Using a'colander, shift the feldspar equally within the ring 1o form a 1-2 cm uniform layer on the sediment.

The enclosure remains undisturbed and in place in the wedand for at least 24 hours, to ensure that all the
feldspar has settled out of the water column.

3. After the feldspar hag seutled, remove the enclosure, leaving the PYC poles in place to mark the site
location.

512 Sampling Procedures
1. Sediment cores will be collected annually.

2, To avoid disturbing the sediments, soil cores are collected from the airboat. Collect 3-6 replicate cores at
euch feldspar marker location using a 5 cm diameter corer fitted with a clear butuyrite sleeve. Each core
will be taken at a 20 - 30 cm depth. The core sleeve will be pra-labeled with the station name, replicate
nmumber, and date collected.

3 Cores will ba retrieved, capped, and transpotted back to the laboratory in a vertical position. Ar the
laboratory, the cores are placed in the freczer.

3.2 Laboratory Procedures

1. Melting ruins the cores. To ensure that the cores remain frozen, they are stored in coolers or in the freczer
during processing.

2., Cut frozen cores lengthwise using a band saw,

3. Immediately after the cores have been cul, place a piece of wax paper between the two core halves. The wax

paper prevents the two halves from re-freezing together. The halves are put back together, secured with a
rubber band, and placed back into the fregzer and stored there until the measurements are made.

4, Measurements of the newly deposited peat layer, located above the feldspar line, will be made on one-half
of each of the cores. Starting at the top of the white feldspar layer to the top of the newly deposited
sediment and working left to right, the new peat layer will be measured every 5 mm, to the nearest mim,
using calipers. Measurements were made to the nearest mm. Record areas without feldspar is missing. All
measurements will be recorded on pre-printed datasheets.

5. The thickness of the newly deposited pear layer is recorded as the average of all the measurements for that
core.
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APPENDIX H -
STANDARD OPERATING PROCEDURES FOR FIELD DOCUMENTATION
L Field Loghook Entries - General
IL Field Lopgbook Eniries - Specific
111 Chemistry Field Data Log Enries

This section contains guidelines that are general in nature. and therefore apply to all field logbooks. It is
the minimurm information required. Secetion II of this SOP delineates guidelines specific to different types

of projects. Section III covets proper entries onto the Chemistry Field Data Log (CFDL) or "Header"
sheets.

Purpose: This SOP is written for the purposes of standardizing the field reportable data and dialogue so
that the intermediate and end-users can more readily access, comprehend and utilize it. All SFWMD field
units responsible for submitting dara w the SFWMD laboratory or database shall follow these Standard
Operating Procedures. Accuracy, consistency and legibility are key factors that will be enhanced by the
utilization of these SOP's. Printing instead of using cursive writing enhances legibility. In the likely event
that field notes are electronically scanned into a computer, inaccuracies and messy logging will be frozen,
thereby rendering some of the difficult work of the field crews virtually useless.

1. Relevunt field observations are noted in a bound waterproof notebook, hereafter referred to as a field
loghook or field book, that is specific 1o each ficld project.
2. Entries shall be made into the field logbook with a waterproof ink pen.
3. Toavoid any confusion, entries for the number 0 will have a diagonal slash "@" 10 differentiate them
from the lecter O, particularly in alphanumeric fields.
4. Each field loghook must be clearly labeled on its cover and spine with the project name.
The first few pages of the field book should contain information such as: full project name, project
start date, logbook starl date, sites/ stations covered by the project, SOP revision date, cuntact person
(usually the field supervisor), and abbreviations commonly used within the field book, etc.  Maps,
directions and a condensed version of the project SOP are examples of additional information that
could appropriately be added ta this section.
6. Each field logbook entry for a given project day will adhere to the fallowing zuidelines:
2) Each trip of the project will cover, at a minimum, one page of the loghbook. In other words, at no
time will more than one trip be included on the same page of a field logbook.
b) At the top of the first page for a given project day. the following information will be noted:
1y Project name (1.¢. STAD)
2) Trip frequency (i.c. quarterly)
3y Trip type (i.e. 8W grabs)
4) Full date, including year '
3)  Collectors' initials, Spell put the entire name for first time entries of collectors.
6) Cormresponding responsibilities for each collector (i.e. AB - grabs, processing: CD - Hydrolab,
books). Note if an individual is new to the project or learning.
7y Weather - at the first sample site, or beginning of the project day. Aim for objectivity here.
For instance, "low 90's" instead of "HOT". Items to include here are temperature, wind, sky
conditions and any prevailing weather phenomena such as "Tropical Storm Warning today”,
or "apparent heavy rain recently”. Any changes in weather conditions throughout the course
of that project day shall be logged accordingly at the site and time that those changes become
apparent, t.e, "Go06 1300  Wind has shitted from the South”. Remember that wind
direction is that direction FROM which the wind is blowing.
8) Acid - the acid(s) used for sample preservation on that project day.
D) Labs - if any laboratory other than SFWMD is to be used for sample analysis, it must be
annotated here {i.e. "organics to DEP, inorpanics to SFWMD").
10) Notes - any general notes that could apply to that project day, or that could affect the
chemistry of the sample, but may not be site specific, should be noted. For example,
"Construction angoing at South end of the project, with heavy rucks traversing along the

L
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APPENDIX H (CON'T)

interior levee roads”. 1f applicable, metering equipment ID and calibration information should be
noted here as well.

€)

d)

&)

£

k)

);
k)

For subsequent pages of a project day, the following minimum items mast be included at the top
of those additional pages: the project name, date, collectors' initals and "continued from page _ "
block.

Entries shall be made into the logbook chronologically and sequentally by sample number, unless

noted with explanation otherwise. For example, "Note: sampling out af numerical sequence due

to unforeseen adverse weather conditions at GO0 at 0900."

Information may be entered in a four-column format in the following manner, from left to right:

1y Sample ID¥ #, 2) Sample. Site/Station, 3) Time Collected, 4) Comments/Observaticns.

Alternatively, loggers may wish to arange the above items 1.3, vertically, on the left third of the

puge and leave the right two-thirds for the Comments/ Observations. To lessen redundancy and

improve elarity, loggers may also add columns for items such as bottle, acid, flow, and vegetation
cover. Maintain consistency of format and keep it clean and neat, remembering the intermediate
and end-users who will access this information. (NOTE: The following guidclines apply to the
current field "black” books. In the future, a more specific type of book may be implemented.

These guidelines will be updated at that time.)

1} The sample number is the same ID} # that is noted on the sample tag and on the Chemistry
Field Data Log (CFDL) sheet.

2y The Site/ Station name 15 the same as noted on the CFDL sheet. A note should be placed in
parenthesis here if, for example, it Is an autosampler sample at the same site where 4 grab
sample was also taken.

) Time is logged in 24-hour formar (i.e. 1430) and corresponds to the same time labeled on the
sample tags and CFDL sheet. Writing "hrs" after the time is not required in this format,

4) Comments and observations shall be comprehensive yet concise, and as objective as possible.
They shall include informaton about sample description and sumounding conditions
including such things as flow and stage conditions. sample color. amount of suspended
particulates, ador, ambient conditions such as "stauon is choked with water hyacinth” or "ash
fallout from crop burning o NE", aboormal animal activity such as "lots of birds tlew off as
we arrived”, 1ype and amount of acid added w each bottle, equipment ID #'s (if applicable to
that site). and visitors or persons other than sampling personnel at that site. Generally, the
information noted here should accurately describe the sample, sampling activities and
surrounding sampling conditions so that a future reader would clearly understand them as if
he/she were actually there. An example of such an entry would be "All gates open 1.0°, with
light flow South. Sparse clumps of water lewuce in vicinity. Alrboar passed area within 30
yards just prior to sampling. Two fshermen on West side of structure. Sampled from East
side. Walter column clear. Some litter along banks, Sample is light golden yellow with very
light amount of fine suspended solids. Negligible odor. H2504; 8 drops Magenta, 4 drops
Grey. "

At the bottom of a logbook page, logger will sign and date the pape in the appropriate spaces,

Should additional pages be requirad, the "Continued on page __" and "Continued from page "

blocks shall be filled accordingly, with each page signed and dated by the logger.

Al a later time, another collector from the same field unit shall read the logbook entries, checking

tor both accuracy and compreheasion,

If any corrections or deletions are necessary, a single ling shall be drawn through the undesired

material and the correcting person will place their initials, date and, if appropriate, comments

adjacent to it

Upen fully reading, agreeing and undersianding the entries for that project day, the collector will

sigh and date the appropriate "Read and Undersiood By" spaces of each page.

Any portion ol an unused logbook page shall be struck through, signed or initialed, and noted "No

further entrics this page” or words similar.

Arrows may be drawn down for repetitive items, such as QC sampling art the same site, but at all

times $hall be clear and accurate.
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APPENDIX H (CON’T)

m) Standard abbreviations such as "EB" and "FB" generally follow a station name when that QC
sampling is performed for that sample number. However, comments should still be recorded here.
For instance, "SITExyz (EB} TIME Equipment includes Niskin, bucket, syringe and filter.
H2804: 7 drops Mapenta, 3 drops Grey.” The QC zamples and codes must comrespond o the
entries on the CFDL sheet.

When the field scienufic collector returns to the laboratory, he/she will make photocopies of all field

loghook pages that correspond to the CFDL sheet(s) being submitted. In some cases. such as the

RAIN project, there may be two or more field logbooks that contain information pertinent o one

CFDL sheet.  [n order to fully encompass the logbook page, 1t 18 recommended that the copier setting

be reduced to copy near the 80-85% range. [t is the field seientific collector’s responsibility to ensure

that the copies are legible, all-inclusive and antached appropriately w their corresponding CFDL

sheet(s). Paper clips are adequate for attachment since disassembly will be necessary shorily

thereafter.

Time stamp both the CFDL sheer(s) and the field logbook copies prior to relinquishing them to the "To

be Logged In" clipboard.

When a field loghook becomes full, both the beginning and ending dates are noted on the cover.



