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Abstract: This Sampling and Analysis Plan (SAP) provides direction for
sampling of fuel canister and floor S1udge from the K East Basin to
complete the inventory of samples needed for S1udge treatment process
testing. Sample volumes and sources consider recent reviews made by the
S1udge treatment subproject. The representative samples will be
character zed to the extent needed for the material to be used
effective y for testing. Sampling equipment used al1ows drawing of
large volume sludge samples and consolidation of sample material from
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SAMPLING AND ANALYSIS
FROM THE CANISTERS

1.0

1.1 PURPOSE ANO BACKGROUND

PLAN FOR CONSOLIDATED SLUDGE SAMPLES
ANO FLOOR OF THE 105-K EAST BASIN

SAMPLING OBJECTIVES

The data quality objectives (DQOS) related to this sludge sampling
campaign are provided in Makenas (1999, 1998a). The objectives related to
the quantities of S1udge material needed for future process testing were
reviewed recently by the Spent Nuclear Fuel (SNF) project S1udge treatment
process subproject and summarized in Petersen (1999). The purpose of the
present sampling and analysis plan (SAP) is to define the strategy and the
methods that will be used to sample and analyze consolidated sludge samples
taken at the 105-K East Basin. These samples will come from: (1) fuel
storage canisters and (2) the Main 8asin floor where additional quantities of
sludge are identified as needed for process treatment testing.

Basic requirements for the sampling were developed by the SNF sludge
treatment process subproject over the past 18 months. Supporting documents
include the general subproject DQO(Pearce 1998a), the testing strategy
documents (Del egard 1998; F1ament 1998a), the recent subproject review
(Petersen 1999), and specific sampling DQO documents (Makenas 1999, 1998).
The objectives were further confirmed by the independent review team for the
initial sludge process flow diagram (PFD) for treatment (Flament 1998b;
Fink 1998). This team strongly encouraged continued character zation and
analyses of the sludge feed materials to clarify the nominal and bounding
cases involved.

Two sampling campaigns were initially planned for FY 1999 to complete all
the sludge sampling required for the projects at the K 8asins. Initially
these campaigns were to be (1) floor and pit sampling and (2) fuel storage
canister sampling. Each campaign was to address S1udge in both K East and
K West Basins. The primary purposes of the sampling were to (1) provide
characterization of any significant areas of S1udge that were not sampled
to-date and (2) provide the balante of character zed S1udge required for
completion of all the sludge treatment process testing.

In November 1998 a decision was made by the SNF project to take no
further sludge samples from the K West 8asin (Gerber 1998; Petersen 1998). The
cancellation of the K West samples deleted a major portion of material that
was required to perform S1udge treatment process development and validation
testing. In response to this cancellation, a review was made of the remaining
sampling plans for K East Basin to determine the most efficient method of
obtaining the correct volume of S1udge material required to complete the
treatment process testing. The conclusions were (Petersen 1999) to:
(1) complete the planned FY 1999 “floor and pit” sludge sampling campaign for
the K East Basin (Baker 1998), and (2) modify what was originally termed the
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FY 1999 “canister sludge” sampling campaign, to now be a final sludge sampling
campaign where the total volume of S1udge required for treatment process
testing would be pulled from ~ the floor and canister locations.

The key to providing the large volume of sludge material required within
the constraints of budget and schedule is the “consolidated” sludge sampling
equipment, Hecht 1999. This sampler provides the option to continuously draw
sludge sample material into large (10 1iter) underwater shipping containers.
A sample container may be moved in the basin to draw sludge from multiple
locations (i.e., samples are “consolidated”) in the basin. Prior sampling
equipment (Baker 1998b) functioned in one mode only, a “single pull“--
retaining in the shipping containers all the water and sludge sampled. This
is ideal for detailed characterization but not necessary for the current
campaign where bulk material for treatment process testing is needed. For
this bulk material it was judged acceptable (Petersen 1999; Hecht 1999) to use
a very fine filter (5 micron) to exhaust excess water back to the basin pool
from the sample containers, greatly improving efficiency while maintaining a
high quality sample. Acceptance tests of this sampler have shown with
simulants there is very 1ittle loss of “fines” with the filter system.

Specifically the present SAP contains (1) the plan to acquire the
consolidated sludge samples from the floor and canisters of the K East Basin,
and (2) the overal1 requirements for the analytical 1aboratories to subsample
and analyze these samples.

. SamDle Acquisition Activities: Based on the DQO documents
(Makenas 1999, 1998a) and the review made by the subproject
responsible for the treatment of the K Basins sludge
(Petersen 1999), a sampling campaign utilizing six sample containers
addressing a minimum of about 16 basin locations was planned and is
described in this SAP. The sampling will actually use both modes of
sampling: (1) the “single pull” system to vacuum a sludge sample
into shipping containers (for the instances where maximum
representative material is required) and (2) the “consolidated” or
“continuous” sampling system, that provides for a continuous suction
of sample material and water into a container with the excess water
exhausted through a fine filter trapping the sludge sample; this
system also allows sampling of two or more similar physical
locations into one container (“consolidated” samples). Once the
sample containers are filled as desired they will be loaded into a
Chem-Nuclear (CNS-13G) cask and transported from the K East Basin to
the Hanford 327 Building facility. There they will be unloaded
underwater and moved to hot cel1s for transportation to the
neighboring 325 Building laboratory.

e P1an for Detai1ed Laboratory Analvses of SamDles: The second
purpose of this SAP is to provide the basic specific requirements
for detailed handling and analysis of the sludge samples after
completion of initial acquisition activities noted in the previous
paragraph. At the laboratory the samples will be recovered from the
shipping containers and will be analyzed to establish their
composition and character. This will allow these samples to be
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effectivelv related
integrated-into the
in this SAP form the general scope (i.e., specific laboratory

to past treatment process testing results and
future test PIans. The 1aboratory requirements

procedures, accuracies, etc.) and criteria (i.e., Quality Assurance,
reporting, etc.) for the analyses of the sludge samples. Statements
of Work (SOW) will be written to the laboratories to supplement this
SAP after the samples are recovered from shipping containers and
initial observations are complete in the hot cell. The SOWS will
provide specific instructions to the laboratories and confirm
exactly which samples are to receive particular analyses and any
special handling requirements. The final results of the laboratory
analyses and their subsequent evaluations plus the bulk sample
material made available for treatment process testing, will satisfy
the sampling goals of this campaign.

1.2 SAMPLING AND ANALYSIS ACTIVITY OBJECTIVES AND GOALS

The DQO documents (Makenas 1999, 1998a) for the present activities and
the recent S1udge treatment project review summarize the objectives and goals
of the present sampling effort related to key Spent Nuclear Fuel (SNF) project
activities and decisions.

. Ob.iectives: The basic decisions requiring characterized
representative sample material for future treatment process
development testing activities include: (1) “can one of several
proposed treatment schemes convert S1udge to a product which is
acceptable for disposal at one or more sites (e.g., TWRS DST,
Environmental Remediation Disposal Facility (ERDF), etc.)?,”
(2) “does the proposed sludge treatment processes work on a larger
scale (i.e., larger than current 1aboratory tests using several
hundred milliliters of sludge)?,” and (3) “does fresh sludge (i.e.,
unoxidized sludge materials versus previously sampled, circa 1995,
sludge that was stored, and in most cases dried) influence the
proposed S1udge treatment process?”.

● Samolinu Goals: The indicated project decisions have a basic set of
sampling goals that are addressed by the present campaign. These
include obtaining representative fresh samples of S1udge from select
multiple regions of the K East Basin. The volumes obtained must be
consistent with the S1udge treatment process testing needs
(Petersen 1999). Local basin samples for use in process testing,
will be consolidated or composite either during sampling or at the
laboratory to represent the primary basin physical regions required
for the process testing. Aliquots of the composites will be
submitted for laboratory analyses to determine chemical and isotopic
compositions of selected constituents. These analyses will provide
estimates of the analyte concentrations considered important to
S1udge treatment testing and development. Important physical
properties of S1udge samples wi11 also be obtained from some samples
(e.g., settled density, volume, weight, settling time, behavior of
selected 1ayers, particle size, theological properties, etc.).
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Additional attributes may need to be addressed during these
1aboratory analyses if alternate S1udge process treatments (e.g.,
grinding, direct disposal to solid waste, etc.) are “down-selected”
in current studies and prove to be sensitive to parameters other
than those of the current chemical treatment process. Optionally
(as resources are available), scoping treatment process unit tests
may be performed on select sludge samples to assist the sludge
treatment process subproject in the ultimate use of the bulk sample
material.

8
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2.0 105-K EAST BASIN STATUS AND SAMPLING INFORMATION

2.1 105-K EAST BASIN SLUDGE CHARACTERIZATION STATUS

The 105-K East Basin was designed and constructed in 1950 to 1951. The
purpose of the basin was to receive and store irradiated fuel from the K East
reactor. The basin provided the freshly irradiated fuel with cooling and a
150-day period of time to allow short-1ived isotopes to decay. The water in
the basin provided the workers with shielding from the nuclear radiation
resulting from the isotope decay whi1e they sorted and handled the fuel
elements underwater.

The K East reactor stopped the irradiation of fuel in 1971. In 1976,
the basins started receiving irradiated N Reactor fuel from the 105-N Basin.
The fuel was stored in the basin in open twin barreled canisters
(Baker 1995a). A portion of this fuel is still stored in the basin today, and
some fuel elements have breached cladding such that significant corrosion of
the exposed uraniurnfuel material may have occurred (see Appendix A). These
corrosion products are primari1y hydrolyzed metal and deteriorated fuel
compounds that precipitate as a flOCCU1ent sediment in the bottom of the
canister barrels. The canister barrels in some instances also have S1otted
sides and open bottoms that can 1eak much of the canister S1udge as they are
moved in the basin during normal handling (see Figure 1 in Baker 1998b). The
basin itself is formed of uncoated concrete, as opposed to K West 8asin where
the basin was drained and the concrete sealed prior to the current storage
mission. As noted in Appendix A of Baker (1998), the K East Basin contains
significantly more sludge on its floor and in the pits than K West Basin
(about 50 m K East versus 7 m3 K West).

The K East Basin main floor and Weasel Pit sludges were characterized in
1995, based on the analytical results of 20 samples (Makenas 1996c). In
addition nine (9) samples of sludge from K East Basin fuel storage canisters
were subsequently taken in 1997 (Makenas 1997). The nine canister samples
were taken to compare the mean property measurement values from the canister
sludge to those of the floor/pit S1udge. The K East Basin floor sludge was
also periodically sampled prior to 1995 (Baker 1995b). Overall the analytical
results have indicated the floor sludge material to contain predominantly
sands, ferric oxides, aluminum oxides, and uranium oxide residuals. The
sludge has also been found to contain trace amounts of barium, cadmium,
chromium, lead, and samarium. Some S1udge samples from the floor, Weasel Pit,
and canisters show the presence of polychlorinated biphenyls (PCBS). Canister
samples also showed that the sludge generated gas in some of the sample
shipping containers and during the settling studies. The canister samples
contained high concentrations of fuel or fuel corrosion products (e.g.,
uraniurnconcentrateion in dry canister S1udge was high as 65 wt%). The gas
formed in the K East canister sludge was found to be hydrogen with traces of
fission gases and tritium. This leads to the conclusion that unreacted
uraniurnmetal fuel could be present, however no such metal fuel was detected
in the samples analyzed by X-Ray diffraction (XRD). This lack of confirmation
may result from there only being comparatively few particles of uraniurnor
that the particles are quickly coated with an oxide layer masking the uranium
metal from the XRD analysis.
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The sludge in the 105-K East Basin Sand Filter Backwash Pit (SFBWP) and
its transfer channel are sampled periodically by K Basins operations to
monitor fissile inventory buildup. A special sampling effort was completed in
1994 related to a safety issue (Bechtold 1994; Baker 1995b).

The most recent overal1 set of measurements of floor S1udge depths in
the 105-K East Basin main basin were completed in 1994 and have shown that the
basin floor is covered with sludge ranging from a depth of 5 cm to 19 cm
(Baker 1995a) and that the Weasel Pit is covered with sludge up to a meter or
more in depth (Makenas 1996c, see Appendix B, Figure Bl). Potential local
sources of sludge that could influence the floor sludge characterization were
evaluated by the Spent Nuclear Fuel Character zation Project organization
(SNFCP) at that time (Baker 1995b). The local sources (besides the
environmental sand, insects, etc.) considered were:

e Fuel sludge passing through openings in canisters containing
breached fuel elements

0 Corrosion of the aluminum canisters
e Sloughing of the unsealed concrete walls that form the basin
e Flaking paint off the fuel storage racks
. Historical activities (e.g., fuel handling, IXMmaintenance, etc.)

affecting areas near the mouth of the pits (i.e., Weasel Pit,
Tech View Pit, Dummy Elevator Pit, North Loadout Pit, and South
Loadout Pit).

As noted earlier, detailed sampling and analyses of the floor sludge in
the K East Basin main basin and Weasel Pit (Makenas 1996c) agreed with
expectations, with the exception of the unexpected identification of PCBS in
some of the sludge samples and the quantity of IXMbeads found in certain
locations.

In FY 1999 a sampling campaign was initiated to obtain additional floor
and pit sludge samples in K East Basin. This included areas not previously
sampled in the campaign of 1995. These samples also were to provide sample
material required for sludge treatment process testing. [This initial
campaign was also supposed to include sampling K West Basin but this was later
deleted. This deletion led in-part to the scope of the present K East Basin
campaign, see Section 1.1.]

2.2 SAMPLING INFORMATION

2.2.1 Sample Col1ection and Handling

The sampling at K East Basin wi11 be conducted such that the operation
does not impact the water quality/air emissions. The sampling apparatus is
described in Hecht (1999). One set of equipment will be used but it will be
used in two different sampling modes, Figure 1.

10
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Figure 1. Overview of the Consolidated Sludge Sampling Equipment.

SUPPO?7 POLE
COWROL ROO

CRAWG

11



HNF-4016, Rev. O

● In the first or “single pull” sampling mode, the sludge will be
drawn from the fuel storage canister in a manner simi1ar to that
used in the prior campaigns (e.g., Makenas 1998b). A special
“vacuum extraction tube,” Figure 2, wi11 be 1owered into the fuel
canisters just above the S1udge; then the S1udge and water wi11 be
vacuumed into the 10 1iter sample container until the container is
filled (in this mode the sample container receives all water and
sludge sampled and retains it). A check-valve is used to stop the
sampling as soon as the sample container is full of the water and
sludge.

. In the second or the “consolidated or centinuous” sampler mode,
operation is similar to the first except it is designed to collect
sludge samples from areas where larger sample quantities are
required. In this mode the system uses the same vacuum extraction
tube but does a continuous draw of material (water and S1udge) into
the sample container exhausting excess water through a fine (e.g.,
5 micron) filter back into the basin pool. Thus, it captures the
preponderance of particles greater than 5 microns and a large
portion of those 5 microns or less. Full scale acceptance tests
with this equipment showed excellent performance with simulants,
and very minimal loss of “fines” apparent in the exhausted water
(Hecht 1999). It was judged much more important to obtain
significant volumes of representative sample material efficiently,
than the minor concern for the effects of the filter on physical
properties and minor loss of very fine particles. This was further
reinforced by the knowledge that base cross-checks against “single
pull” sample material will be available for most types of sludge
recovered using the consolidated sampler.

While this sampling equipment can be used in two operating modes (i.e.,
either “single pull” or “consolidated continuous” sampling methods), the
equipment in the present text will be referred to as the “consolidated
sampler.” The application of this equipment at K 8asins is described in the
K Basins operations procedures OP-43-037E and OP-07-0132E. The consolidated
sampler equipment uses the underwater sample containers simi1ar to previous
equipment used for sludge sampling (Makenas 1997, 1998). Thus, the basin
water provides the shielding for the radioactive samples. The sampler design
provides for a flow of water high enough in the extraction tube such that it
can collect particles up to a 1/4 inch in diameter, having a density of
uraniurnmetal. The nozzle has ports sized to exclude particles greater than
l/4 inch.

Each sludge sample container will be labeled or marked with a unique
sample number. The SNFCP organization Test Engineer shall verify to ensure
the samples are properly identified and the sample 1ocation recorded prior to
moving the sample from the K Basins area. The SNFCP organization Test
Engineer will ensure that the sample custody during transportation will be
tracked at al1 times by “chain-of-custody” protocol, resulting in documented
accountability of the sample.

12
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Figure 2. Nozzle Area of Extraction Tube.
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After the S1udge samples are CO11ected, they wi11 be 1oaded underwater
into the CNS 1-13G cask per K Basin procedures. Then the cask will be
transported from K Basins to the 327 Building facility, unloaded at the
327 Building facility pool, and from there the sample will be moved to the
325 Building Laboratory using a Hanford 300 Area inter-building cask.

It is the intent of this SAP to ship the samples to the analytical
laboratory within one month of when they are collected. If logistics preclude
this type shipment from the date of sampling, the SNFCP organization Project
Coordinator will evaluate the situation to provide applicable storage for the
samples. In the basin pools these containers remain in an environment (i.e.,
temperature, chemistry, etc.) simi1ar to what the S1udge WOU1d be under normal
basin conditions, so the stored samples should maintain their integrity.

Once the sludge samples arrive at the laboratories they will be stored
and handled to avoid evaporation as much as possible. Because chemical
preservation steps do not make allowance for slurries and would adversely
affect the sample (PH change), chemical preservation of samples will not be
performed. It should be noted that since hydrogen gas generation has occurred
in the canister sludge samples, safety precautions are required in sealing any
smal1 containers in 1aboratories and hot cel1s.

As in the past campaigns, it is planned that the analytical laboratories
will dispose of the remains of the sludge and water samples after the analyses
and S1udge treatment process development tests are completed.

2.2.2 Sample Record Keeping

A vital part of the sampling activity is the assurance that all of the
information and data associated with each sample are accurate and verifiable.
Therefore, al1 pertinent information and data CO11ected during the sampling,
sample breakdown, analyses and reporting wi11 be recorded. The pertinent
(e.g., sample locations, sludge depths container numbers, etc.) data to be
CO11ected and the correspond ng records wi11 be maintained in accordance with
the requirements of the sampling procedure (K Basins OP-43-037E and
OP-07-0132E), and the QA at the laboratory doing the sample breakdown,
analysis and reporting (see Section 8.0). Chain of custody (COC) forms will
be used at each step of collection and transfer by field and laboratory
personnel (i.e., required in K Basin Project Work Plan, etc). The SOWS for
the sampling effort may also provide additional direction on record keeping.

2.2.3 Field Sample P1an Modifications

Any modifications to the sludge sampling plan made in the field must
be made/approved by the SNFCP organization Test Engineer and/or SNFCP Project
Coordinator and documented. Changes affecting quality related information
will include QA approval.

14
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2.2.4 Basis and Locations of Sampling

Samples will be taken from locations consistent with the recent review
by the S1udge treatment subproject (Petersen 1999) and DQOS (Makenas 1999,
1998a). In addition to these general criteria, the selection process also
considered: (1) accessibility of the areas by the sampling crew at the
basins, (2) possible disruption of the base sludge 1ayers by recent operation
and construction activities, and (3) current safety restrictions at the
basins. As in past sampling campaigns, a criterion was used to sample in
reasonably accessible locations (i.e., sampling through grating S1ots--no
grating removal, sampling around debris--no major debris removal, and sampling
around operation obstructiens--not removing current restrictions around floor
drain valves, etc.). The use of these criteria were judged (8aker 1998c) to
have no significant impacts on the quality of the samples with respect to
their use. This follows since the sludge within the areas being sampled is
expected to be uniformly deposited across these areas due to the expected
dispersion of the material through the pool of water.

Table 1 Column H (from Petersen 1999) defines the basic volumes and
source locations of sludge required from the current campaign. This includes
2,800 grams (dry basis) from canisters, 1,750 grams (dry basis) from the Main
8asin floor and 1,200 grams (dry basis) of floor sludge with a high percentage
of IXMbeads. Table 2 (from Petersen 1999) provides an,overview of the six
samples to be obtained and their objective.

Table 3 indicates the locations (cubical numbers in K East Basin) that
were selected as potential sampling sites for the six samples of the present
campaign. In most instances no more than three general areas were indicated
in Table 2 as sources for a particular “consolidated” sample (i.e., floor
sludge sample KC-5 is to be collected from each of the three bays in K East
Basin). Realistically multiple sites are needed within each region (i.e.,
each bay) so the test engineers have the 1atitude to obtain the full volume of
sample needed within a region, even if the initial site used does not yield
enough material (e.g., it may take two cubical positions in the east bay to
obtain the desired volume).

Three sample containers (of the total of six) are to be used to obtain
canister sludge samples. The first sample (KC-l), a “single pull” sample will
be used as a reference basis for this fresh canister sludge. This sample will
contain a full distribution of particle sizes. The second (KC-2) and third
(KC-3) samples provide the 1arge volume samples required for treatment process
testing. For these the sampler equipment will be moved from bay to bay in
order to obtain a range of material from across the basin. An ultra sound
(UT) measurement’probe will be used (K Basin Procedure OP-43-037E) to
establish “before” and “after” sampling sludge depths (and thus corresponding
S1udge volumes) in the fuel canister. This method was very successful in the
prior K East canister sludge sampling campaign (Makenas 1997).

The remaining three sample containers will be used for the large volume
floor S1udqe samDles. F1oor and Dit S1udae samolina started in the K East
Basin in D~cember
S1udge samples to

1998 (8aker 1998) will ~rovidk th~ fresh “single pull” floor
be used as baseline fresh sample material if needed to
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Table 1. Projected Quantities of Sludge Material Needed
for Treatment Process Testing (dry sludge basis).
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Table 1. (Continued)

Notes and Comments:

lEstimated quantities of additional sludge from KE Basin required ‘or
process development testing--December 1997 estimate (Delegard et al., 1998).
Note: these estimated quantities of additional sludge were calculated by
subtracting the existing quantities of archived sludge from the total
quantities of required sludge for all process development testing.

2Based on knowledge of the state of development of the K Basin Sludge
Treatment Process as of November 1998, it was determined that an additional
500 g of sludge should be collected from the KE Floor, KE Floor IXM, KE
Weasel Pit, and the KE Canisters. Increased quantities of sludge
(i.e., beyond the December 1997 estimates) are projected to be required
for: evaluation of alternative S1udge treatment technologies; 1arger seale
testing of elutriation and solid/1iquid separations; demonstration of sludge
transportation within the treatment process; and tank waste compatibility
testing (demonstrateon that treated K Basin S1udge is compatible with the
waste currently stored in DST AW-105).

30n November 9, lgg8, a decision was made to cancel all KW Basin sludge sample
acquisition activities (Gerber 199B). Consequent y, additional S1udge from
KE Basin will be required to complete testing activities. For example, for
canister sludge requirements, 2000 g has been added to the KE Canister sludge
target to compensate for the cancellation of the acquisition of 2000 g of KW
canister sludge.

40rigina1 campaign planned at beginning of FY 1999 provided five “single pull”
samples to obtain a target of 580 g. With this sampling method, the maximum
volume in five “single pull” samples would be about 1,400 g.

5Baker 1998.
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Table 2. Sample Matrix for Consolidated Sampling Campaign.

Eadmated %timatd Weight of

Volume of Sludge Sludge for Te@ing
.%mple (ret) (8 dry) Dewtiption

KC-1 2oot0400 250 “Single pall” baseline mple taken fmm a canister barrel for pnxe8s testing ad
characterization Use a “single pulI” sampler methcd to draw a “fresh” sample of sludge fmm
a canister barrel with highly damaged fuel. ‘t% sample wilt have material with the most
re+we$ente.tiveparticle size and condition as no falter in used and all particlea are retaimd M
Vacuumedinto sample container.

KC-2 lm to 2s00 1275 “Conmtidated large volume mple” from at least threa canister barrets for pmceas testing
Use the consolidated sampler equiprn.mtto draw a “fiwh” consolidated sample fmrn at least
~ canister barrels each codaining highly damaged fuel and reammbly deep (e.g., greater
than 3 in.) sludge. ff pasible draw fmm one canister barrel in each of the three bays. CMa
best effoti basis, -pie will be targeted at abut SW mt fmm each canider barrel eampkd,
resulting in a total volume of about 2400 mt of as-sestled sludge. The quantity sampled will
be verit%d in magnitude with before and &r sludge depth mensm’ermntsin the bends.
AU bards would likely b+ fabricated fmm aluminum swmost highly damaged fuel reaidea in
these. The sample will be checked against .%mpl. #1 (as most reprwente.tive material) to
verify umsistemy of material.

KC-3 lm to 23@3 1275 “C0ns01id8tedlarge volmne sample” from at least three barrels of mcdemtely damaged fuel
for pmce.w testin& Same as Sample #.? except the earnpleswould k drawn fmm at least
three ban-da each with a nwdemte level of fuel damage. Samples may come, fmm barrels
fabrkaed of either aluminum or stainless steel.

KC-4 71XIto 2500 875 “Conmtidated large volume.mple” from floor betwem at least thee pa.imof slotted cenister
barrels for process testing Use the consolidated sampler quipment to draw a wmwlideted

eamPle from floor area hdween slotted barrels of at least ~ canistem, each containing
highly damaged fiel and reasonably deep (e.g., gre-ster than 3 in.) sludge. If possible one
will be drawn fmm near a canister in each of the three bays. On a bent effort basis each

~Ple W ~ @ti at about SW mt each, ins totnl VOIWIW of abut Z.$OCIm~ of m.
settled sludge. A visual perimeter will be used to estimate the volume in each paition. This

mple will be val@.kd with Sample KE-13 fmm the on-going floor sludge sampting KE.13
is a single pulI sample (Baker 1P9SC)].

KC-5 7@l to 2W3 875 “Consolidated large volume sample” for process testing taken from at least three deep sludge
areas of the flmrinthe KEa.st Main Bs.sim Similar to Sample #4,0nly theeamplewculd be
drawn fmm at least three areas of the main basin where the sludge is deepest. Sfpowible one
potion would be drawn from each of the three bays. This sample would exclude IXM Lwad
seas and between bm-relareas. It would be compared to the similar mnnllersingle pull
composite sample res”lk from the on-going flc+r d“dge mpling in K Snst Win w-1,
KE-2, etc.).

KC4 1000 to 2500 12CQ “Comolidatd large volume sample” for pm.sess testing from multiple tbr areas in the
K East Win West Wy where quantities of spilted SKM beads are known to be p~ti
Multiple Iccations in cubicles will be sampled in the area near mouth of North Loadout Pit of
the main bwii of K East where IKM beads were spilled. The materiat will be verified by
compmison to the single pulf metaial drawn during the on going K East Swim floor sludge

-Ptign (i.e., Samples KE-3 and KS-12).
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Table 3. Sample Location Options.

Location Optionsl
Sample
No. Type East Bay Center Bay West Bay

KC-1 Canister--Single Pull 1236W 4569E
Highly Damaged

KC-2 Canister--Consolidated 668E, 668W, 2904W, 4564E, 6068W, 6070W,
High Damage 2229E 4564W, 4571E 6071W

KC-3 Canister--Consolidated 450E, 455W, 2905E, 2943W, 4B50W, 4869E,
Moderate Damage 1234E, 1252W, 3125W, 3727W, 5056E, 5069E,

2024E, 2031W 3937W, 4138W 6451E, 6452E,
6757W, 6760W

KC-4 F1oor--Consolidated 1168/1267, 2952/2953, 5465,
Between Barrels 1234/1236 2958/2960, 5445/5446/5447

4573 (al1 moved)2

KC-5 F1oor--Consolidated 2235 4535 4650
Process Testing

Kc-6 F1oor--Consolidated 6753 to 6761
IXMBeads

‘Locations in K East Basin are indicated by the unique four digit
“cubical” numbers, and if applicable also indicate either east (“E”)
or west (“W”) following the four digits referring to the “east” or
“west” barrel of the twin barrel canister in this cubical (see
Baker 1995; Baker 1998c for summary of K East Basin cubical numbering

$~~~~~~~~~~~h damaged fuel and slotted barrels were 1ocated in these

positions in 1994. Later these were moved to other locations leaving
sludge on the floor that would have dropped out the slots and screened
holes in the bottom of the barrels.
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compare to these consolidated floor samples. Therefore, all three of the
floor sludge samples in this campaign will use the consolidated mode of
CO11ection. Sample KC-4 is taken from between S1otted canister barrels where
there is minimal data on sludge composition, sample KC-5 is to be taken to
provide S1udge from general floor areas, and sample KC-6 is to provide S1udge
high in IXMbead content. Samples KC-2 through KC-5 wi11 be taken from al1
three bays if possible to provide a physical representative composite of the
basin.

Appendix A provides further detai1 on the plan and 1ogic for the
sampling. This appendix also includes photos of the condition of the fuel
at the locations indicated in Table 3.

In addition to the sludge sampling noted here-in during this campaign if
possible canister 6070 should be 1ifted and video taped to confirm if it does
or does not have screened bottom holes. This canister has had sludge samples
taken in and around it in the past and the status of the barrels have been
questioned. The S1udge treatment process subproject has requested this
(Petersen 1999) to correctly interpret the current data obtained thus far.

2.2.5 Sample Recovery, Compositing, and Preparation at Hot Laboratory

Procedure(s) or test instructions for the recovery of the sample material
from the shipping containers (i.e., 10 1iter sludge containers) and subsequent
sample preparation and handling wi11 be prepared by the designated Hanford
Laboratory. These procedures will be similar to those used for the K East
Basin canister sludge samples (Makenas 1997). The sample preparation and
handling procedure will contain the detailed instructions necessary to safely
and properly record observations, monitor, settle, decant and subsample (as
needed), digest (if necessary), handle, package, and label each sample and its
derivatives in the hot cell/hood. The SNFCP organization Project Coordinator
wi11 concur with the procedures or test instructions prior to their
application.

Samples may be designated either “normal” or “research” after settling.
The handling of the “normal” and “research” samples differ in that the
research samples will be separated for analyses of individual layers. A
“normal” sample wil1 be homogenized and analyses wi11 be performed on the
integrated properties. The “research” samples will be separated into major
“1ayers” and each 1ayer analyzed. This is necessary for meaningful rheology
measurements and is of interest for possible impact of settled 1ayers behaving
differently than the mixed mass of the sample (e.g., plutonium concentration).
Layers will be identified as was done for the prior K East Basin floor sludge
samples--that is a visual identification by color and/or texture of regions of
S1udge material appearing as stratum after settling studies are completed.
Typically two or three 1ayers were found in the K East Basin sludge samples.

At the present time only sample KC-1 is selected as a “research” sample,
all other samples are to be handled as “normal” samples. This selection could
kuev~sed in subsequent SOWS after the material has gone through settling

Only the single pull KC-1 sample was chosen for research type
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analyses because the balante of the samples are 1arge in volume and judged as
being better kept intact rather than being separated into 1ayers. Sample KC-1
with its full range of particle sizes will confirm the particle size
distribution in fresh high fuel content sludges.

A subsample of throughly mixed material from the “normal” samples may be
subjected to seiving and particle size analysis in each case. This will be
identified in a SOW after sample settling is complete.

Subsamples for organics analyses and other analyses affected by either
drying or acid digestion (TIC, TOC, TC, OSC, IC, XRD, etc.) need to be
obtained prior to sample preparation.

In some cases, as specified in subsequent SOWS, the 1iquid portion and
the wet sludge should be sampled for the various analyses. Table 4 indicates
the condition of the sample material for the various analyses.

It is very important that the analytical laboratories measure and record
the evolving densities (i.e., volumes and weights) of the sludge samples
(i.e., as-settled, centrifuged, partially dried, dried, etc.). These
densities will allow comparisons to past work and the state of sludge as
CO11ected.

21



Table 4.

HNF-4016, Rev. O

Proposed Responsible Laboratory
and Sample Condition for Sludge Samples:

Acceptable
Proposed to Acid

Analysisl
Acceptable

Laboratoryz Digest ? to Dry ? Comments

lad-Chemistry~

!6!A:O!$’’2J+M 222-S (325) Yes Yes 238PU, 239/240pu

222-s Yes Yes
U To{al 222-s Yes Yes
U Isotopes 325/222-S Yes Yes 233u, 234U 235U 236U 238U

GEA 222-s Yes Yes
Total Alpha 222-s Yes

y, Cs, aid Eu ‘Isoto’pes
Yes

~:~19!::a 237N
222-s Yes Yes
222-s Yes Yes

ieneral Chemistry
ICP Metals 222-s Yes Yes
IC Ions 222-s No No
TOC/TIC/TC 222-s No No Optional
SVOA/PCB 325 No
PH

No
222-s No No

>hvsical Properties
Gas Generation 325 No No
Settling Rate 325 No No
Appearance 325 No No
Viscosity

Report Ful1 Curves
325 No No

Den~~~;le%) 325 No No
325 No No

Dry Particle 325 No No
XRD
Pyrophoric Material 325 No Yes
Residuals (digest) 325 No Yes

Particle Size 325 No No
Particle Shape 325 No No
Zeta Potential 325 No No

rhermal ProI)erties
TGA/DSC 325 No No Report Ful1 Thermogram

‘recessTestinq SamDles 325, 222-S No No

‘Some S1udge materials have PCB 1evels that may reauire a TSCA Dermit for further. .
process tksting.

2222-S is the Hanford 222-S Laboratory facility, 325 is the Hanford/PNNL 325 Building
Radiochemistry Pracess Laboratory.

3Shipping between 1aboratories may require 325 Bui1ding to run selected radiochemistry
to supp~$:ush~nv#~4b

4Report , , Pu, 241Pu,and 242Puif generated as part of other analyses.
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3.0 LABORATORY ANALYSIS INSTRUCTIONS

3.1 GENERAL

Specific additional instructions on processing of each sludge sample in
the analytical 1aboratories may be provided by Statements of Work (SOW) from
the SNFCP organization prior to shipment of samples or after the observation
of the recovered samples. For shipping subsamples between laboratories,
analyses may be requested on sludge samples initially to ascertain properties
such as fissile and fission product content for criticality, shielding and
accountability (it is expected, however, estimates based on historic data now
available will be sufficient).

Each sludge shipping container (10 1iter container) will be received by
the analytical 1aboratories. The S1udge samples wi11 then be recovered from
the shipping containers and prepared for settling studies. Certain samples
may be combined to provide further composites, as directed by subsequent SOWS.
During the settling studies, any observations of gas generation from the
sludge material should be immediately noted to the SNFCP organization. If
significant, an evaluation will be conducted to determine if gas monitoring is
required. High resolution video taping will be made of samples during
settling studies and if gas generation is observed.

Selected sludge physical properties (e.g., settling rate, wet and dry,
density, etc.) will be obtained prior to any subsampling efforts. Other
properties (such as viscosity and particle size/shape) must be determined from
aliquots taken prior to any other preparation steps. Prior to heating or
caustic fusion for solids, aliquots of both the 1iquid and the solids will be
obtained from the appropriate samples. These aliquots will be used by the
laboratories for organic, TIC, TOC, XRD, DSC, TGA, and other analyses
sensitive to either drying or acid digestion. An aliquot of the thoroughly
stirred dried sludge, of sufficient weight to minimize sample heterogeneity,
will then be subjected to caustic fusion.

The laboratory will analyze each aliquot in duplicate or as directed in
Section 8.0 of the present SAP or as directed in subsequent SOWS. Each
subsample taken from that aliquot must go through separate sample preparation,
if sample preparation is required. If a sufficient amount of dried sludge is
not available for the caustic fusion step, then analyses for that sample may
be 1imited to higher priority data which will be determined on a case-by-case
basis by the SNFCP Project Coordinator. The laboratory should subsequently
document the reason for not performing any of the analyses called for in the
SOW in the narrative of their data report. An alternative to not performing
the analyses is to have K Basin Operations take additional samples for the
“other” required analyses. The choice of not performing analyses or
requesting additional samples will be at the discretion of the SNFCP
organization Project Coordinator.

A flowchart showing the general analysis scheme for the sludge samples
in the laboratory is presented in Figure 3. The analytical tests for the
analytical 1aboratory work are shown in Table 4. The reason or need for each
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Figure 3. F1ow Chart of S1udge Sample Processing and Analyses.
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of these analyses is defined in the DQO (Makenas 1999, 1998a). In general the
samples designated as “normal” will receive all the analyses in Table 5 with
the exception of those related to rheology measurements. The “research”
samples will be split into samples of the observed 1ayers or strata, and these
will generally receive all the analyses in Tables 5 and 6 including rheology
measurements (also see Sections 2.3.5 and 3.1).

Note that no analyses for waste designation are called for in the DQO
documents (see Section 2.2 of those documents). This follows directly from
the assumption made by the SNF Project for K 8asin sludge that the waste
designation will be made based on “process knowledge.” As discussed in the
DQO document, pyrophoricity of the S1udge is being assessed from the XRD
measurements for metal1ic zirconiurn,metal1ic uraniurn,and uraniurnhydrides.
Exothermic reactions may be evaluated by differential scanning calorimetry
(DSC).

A primary objective of this sampling campaign is to provide
representative S1udge material to the K Basin S1udge treatment process
development subproject testing activities. Any material not directly used for
initial analyses will be kept as close as practical to an “as-collected” state
during storage in the hot cells and shipping activities. The material must
not be allowed to dry out (avoiding oxidizing materials or causing physical
changes such as forming clumps), nor be mixed with non-prototypic materials
(e.g., de-ionized water, etc.) or subjected to extremes in environment (i.e,
higher than room temperatures, high pH, contact with potentially contaminating
surfaces, etc.). The disposition of the sample material will be the subject
of a SOW after the samples are obtained and initially observed. This SOW will
provide additional direction on storage environment requirements. The actual
testing and analyses related to sludge process development testing itself will
be covered under separate SOWS from the S1udge treatment process subproject.
The exception to this is for possible scoping treatment process testing done
with the initial samples in direct cooperation with the sludge treatment
process subproject. This would be done in order to improve the efficiency of
the overal1 project.

3.2 ANALYSES

Table 6 shows the analytes, methods, and the 1aboratory procedures
required for the analysis of the samples. The table also 1ists the
requirements for detection levels, precision, and accuracy of data results.
Note that if di1ution factors change from what is expected based on factors
from the 1995 K East Basin floor sludge sampling (Miller 1995), the detection
levels, precision, and accuracy values shown in Table 6 will have to be
re-evaluated. The SNFCP Project Coordinator will be notified of the condition
and a decision wi11 be made and documented on how to proceed. One reagent
blank will be run if required by the 1aboratory procedure for each analytical
batch. An equipment blank from the K Basin sample collection mockup may be
analyzed for each set of new sampling equipment. At least one hot cell blank
(if the hot cell is used) will also be analyzed. One method control standard
wi11 be run with each batch. A matrix spike will be run per matrix, where
applicable, as indicated in Table 6. Also see Section 8.0 on QA requirements.
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Table 5. 105-K East Basin Consolidated S1udge Sample Analyses.

Requested Analysis Analysis Technique Constituents to be Reported

241AM, 243124f+Cm Separation and AEA or 241A 238P

‘1
239/240PU, and

Pu-Isotopic ICP/MS 243/2~$.m(2‘cm if in suite Of

analyses)

Sr-90 Separation and beta 9osr

counting

Np-237 Extraction and alpha 237NP

counting or ICP/MS

Total Gamma GEA 241AM, 134c5 137c5 60c0 152Eu 154Eu

155EU, 212Bi ,‘ 208T1 ‘ 125s~, 226R:, 95Nb:

106Ru/Rhand l’+LCe~prand other gamma
emitters in library (e.g., 94Nb)

Gross Alpha Gas proportional Detectable alpha emitters
counting

Gross Beta Gas proportional Detectable beta emitters
counting

U Total Laser fluorescence or Total uraniurn
phosphorescence

U Isotopics TIMS or ICP/MS 233U , 235U 236U234U 23*U~a;usoz~$);rt
ava{lable data’on *6PU, , ,
241Puand 242PU)

Metals ICP/AES Al, Cd, Sm, B, Fe, Ba, Cr, Pb, Ag,
Be, Tl, Zn, Cu, Mn, Mg, Ca, Na, K,
Se, U, Zr, Bi, P, and Ni (Hf, Sn if
in current suite of analyses)

IC Analyses IC P043”,S042-,F-, Cl-, Br”, N02”,N03-

Tc-99 Solvent extraction 99TC

with liquid
scintillation counter

Organics SVOA Any TICS found by the analysis,

Endothermic/Exothermic DSC/TGA (use TWRS DSC/TGA include annotated thermogram
Reactions (Optional) method with nitrogen

and air cover gas)

Settling Rate Settling columns and Volumesettled versus time, video
video camera tape
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Table 5. 105-K East Basin Consolidated Sludge Sample Analyses. (Continued)

Requested Analysis Analysis Technique Constituents to be Reported

Polychlorinated PCB as near EPA PCB concentration in indicated solids
Biphenyls (PCB) methods as reasonable on a dry basis (1 ppm) and water

(0.2 ppb) (Limited analyses-see
Section 3.2)

Settled and Dry Gravimetric/sample Settled and dry density, volume, and
Densities preparation procedure weight

Residual from Digest Gravimetric/sample Weight percent of original material
preparation procedure left after digest (wet and dry)

Residual Analysis XRD Qualitative analysis of any
undigestible residue

Pyrophoricity XRD Qualitative analysis of the sludge
prior to heating or digestion.
Unreacted metallic uranium and
Zr; unoxidized uranium hydride;
uranium oxide; hydrates of A1203,
UOZ+ and FeOX

Particle Size Particle size Size, distribution
Distribution analyzer and sieves

Particle Shape Optical microscopy, Shape
SEM, or TEM

Particle Density Gas pycnometer/ Density dry/density wet
calculation

Viscosity Viscometer Viscosity

TIC/TOC/TC Persulfate oxidation TIC (C032-),TOC, TC
and coulometry

Zeta Potential Zeta plus instrument mV

Gas Generation from Capture measured Rate of gas volume generated (as a
Settlers (Optional) volume of gas over function of hours), composition of

specific time and gas released, and temperature of
analyze for sludge sample
composition

pH pH probe pH units

Cyanide (Optional) Standard methods Cyanide concentration

27



Table 6.

HNF-4016, Rev. O

Analytical Requirements for the 105-K East Basin Consolidated
Sludge Samples (222-S and 325 Laboratories).

Process Constituents Procedure Required MDL’ Precision’ IAccuracy

Separation. AEA I I I I I

*20%*8PU LA-953-104 8.0 ,uCi/g
PNL-ALO-
417/496/422

-------

Phosphorescence orlU total

.,
GEA

+20%

t20%

+20%

*25% SP

*25% SP
Am only

SPC

SPC

I I+20% 1 -- II

‘9PU Z“’JP..
and 242Pu)7 I

LA-548-121
PNL-ALO-450

-i34CS 0.20 #Ci/g
137CS 0.015 .uCi/g *2

~oco 0.010 ,uCi/g *2

241Am 15.0 pCi/g *2
152Eu 1.5 yCi/g *2

154Eu 1.5 pCi/g *2
155Eu 2.0 ,uCi/g *2
-..

m
20% I -- II
20% I -- II
20% --

I ‘“8i IIO. O .uCi/g 1i20% --

1208T1 130.0 ,uCi/g *213% --

1
Required Methcd Oetect ion Limit (140L) has been established based on expected concentrations and use of the data,
taking into account different ca~bil ities of the laboratories for the equipmnt and analysis methods in use.

2
Measured sanple precision determine by duplicate tmatyses. The ReLative Percent Difference (RPD) bstween the duplicate
analyses is uithin the s~cif ied bowds; e.g., -20% . RPD . 20%. RPO = E(resu Ltl - resutt2)/rrea”J *100.

3
Att spike recoveries shou~d be uithin *25%. AL( methcd standard recoveries shou(d be within statistical process
control (SPc). A serial dilution (SO) Mill be used to evaluate the method accuracy for scme metal analytes.

4
-The si!mple preparation procedure Hi(( provide the calcu~ ation used to determine the sludge settled density.

‘Analyze for PCB Using same methcds as used for K East canister sludge samples or as directed in LOI/SC41.

CCWOIJXJS shOuld be identified and quantified.

All Aroclor

6
If available frun routine analysis, extraordinary measures (purchase of new equipment) not required.

7
Rewrt if data are generated as part of other requestd analyses, information is desired to ccapare to past studies.

sp--At leastme spikeanalysis required.
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Table 6. Analytical Requirements for the 105-K East Basin Consolidated
Sludge Samples (222-S and 325 Laboratories). (Continued)

‘“Sb 10.0 pCi/g +20% --
106Ru/Rh 35.0 &Ci/g *20% --

144Ce/Pr 25.0 uCi/a *20% --

Process Constituents Procedure Required MDL1 Precisionz IAccuracy3
...

,“
95Nb 1.0 #Ci/g *20% --

226Ra 45.0 flCi/g *20% --

Gross Alpha Total a LA-50B-101 3.0 pCi/g *20% *25% SP
PNL-ALO-
420/421

Gross Beta Total B LA-5OB-1OI 0.50 ,uCi/g *20% *25% SP
PNL-ALO-
430/431

ICP Metals LA-505-161
PNL-ALO-211

Al 100 Ilgfg i20% +10%SD

Cd 15 /.lg/g 120% *25% SP

Sm 200 ,ug/g *213% *25% SP

B 100 U!l/g i20% *25% SD

II IFe 100 #g/g *20% I*1O%SD

IBa 100 uala I*21J% I+25% so

.-.,,# l----- 1
—- . . -r

. ..- .,
Cr 20 ,ug/g t20% +25%Sp

Pb 200 uala +20% +25% Sn

Ag 20 /Lg/g +20% *25% Sp

Be 10 pgfg *20% *25% Sp

T1 400 fig/g *20% *25% SP

Zn 20 P9/9 *2f)% *25% SP

u [Cu 20 pgfg *20% +25%SP

1
Required Hethod Oetect ion Limit (MDL) has been established based on expectd concentrations and use of the data,
taking into account different capabi 1i ties of the tab.aratories for the equifanmt and ana( ysis methcds in use.

2
Measured sanple precision determined by dupt icate ana[yses. The Relative Percent Di f f eremce (RPD) between the duplicate
analyses is within the specified bowds; e.g., -20% . RPD . 20%.

3
RPD = l(resu~tl - resultZ)/rceanl* 100.

Al 1 spike recoveries should & uithin *25%. AL 1 n!ethcd standard recoveries should be uithin statistical process
Ccwltrol (sPC).A serial dilution (SD) ui 11 be used to evaluate the methcd accuracy for sure metal analytes.

4
The sanple preparation procedure iii ( 1 provide the ca~cu [at ion used to determine the sludge sett Led density.

5
Anal yze for PCB using sam methcds as used for K East canister sludge sanples or as directed in LO1/SOU. Al 1 Aroc Lor

COTPO@S shOutd be identified and quantified.
6

1f available f ran routine anat ysis, extraordinary measures (purchase of new equipwnt ) not requi red.
7

Report if data are generated as part of other requested analyses, i“foruat ion is desired to ccmpare to past sttii es.

sP_-At Least one spike analysis required.
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Table 6.

Process

Analytical Requirements for the 105-K East Basin Consolidated
Sludge Samples (222-S and 325 Laboratories). (Continued)

6

Solvent Extraction
with Liquid
Scintillation
Counter

Exothermic/
Endotherm c

Drained Solids
(TWRS)

Constituents I Procedure I Reauired MDL1

K [1000 pg/g

Se 200 ,ug/g

Mn 20 pg/g

Mg 200 ,Llg/g

Ca I 200 ufl/fJ

Na I I 200 ucl/q

Zr 20 /lgJg

Ni 40 pg/g

P

Bi

Hf

Sn

u

Anions--F-, Cl-,
NO - N03:, POG3-,S022?
,. Br

400 /.Lg/g

200 #g/g

LA-533-105 I 20 ,ug/mt
PNL-ALO-212

99TC

DSC (with air and
nitrogen caver gas)

Percent water (TGA)

LA-438-101 0.05 pg/g

I

LA-514-114 --
PNL-ALO-508

&

=3=
Precision Accuracy

*213% 125% SP
+20% *25% SP
fzo% *25% sp

=+=

*20% k25% SP

i20% *25% SP

i20% +25% SP
izo% kz5% Sp

7

+

k20% SPC

~zo% SPC

1
Req+i r+ Methcd Detection Limit (MDL) has been established based on expected concentrate ions and use of the data,

-taking Into account different capabi 1i t ies of the laboratories for the equipment and ana~ysis methcds in use.

‘Measured sariple precision determined by dupl icete anal yses. The Relative Percent Difference (RPD) b-etueen the dupt icate
analyses is within the specified baunds; e.g., -20% . RPD . 20%. RPD = l(resu(tl - result2)lmean2 *100.

3
Al 1 spike recoveries should be ui thin *25%. Al 1 methcd stardard recoveries should be within statistical process
ccmtrol (sPC). A serial dilution (SD) Hi 11 be used to evaluate the methcd accuracy for some metal analytes.

4
The sarrple preparation procedure ui 11 provide the ce.lculat ion used to determine the sludge sett led d.msity.

5
Analyze for PCB using saw rc.?thcds as used for K East canister skige samples or as directed in LO1/SW. Al 1 Arockor

CGTPO~S shOuld be identifi~ and quantified.
6

If available f rum routine analysis, extraordinary measures (purchase of new equi~nt ) not required.
7

Report if data are generated as part of other requested analyses, in forfrmt ion is desired to c~are to past studies.

sP--At least one spike ana~ysis required.
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Table 6. Analytical Requirements for the 105-K East Basin Consolidated
Sludge Samples (222-S and 325 Laboratories). (Continued)

Process Constituents Procedure Required MDL1 Precision2 Accuracyf

lotPersulfate/ TIC (C032-) and LA-342-1OO 40 .ug/g *20% *25% SP
oulometry TOC/TIC/TC PNL-ALO-381

eparation and 90Sr LA-22O-1O1 1.0 pCi/g *20% *25% SP
eta Counting PNL-ALO-

430/431

xtraction and 237NP LA-933-141 5 pCi/g +20%
lpha Counting PNL-ALO-

f25% Sp

415/422

ravimetric Settled and dry Sample N/A N/A N/A
before and after density/volume preparation
igest, etc.) procedure4

LA-519-132

RD--Prior to U (metallic), PNL-ALO-268 N/A N/A N/A
ample Heating and Fe hydrates,
cid Digestion Al hydrates,

U hydrides,
U oxides, and Zr
metal

RD--Digestate Any identifiable PNL-ALO-268 N/A N/A N/A
esidue compounds

(analytes) after
acid digest and
caustic fusion

ettling Rate Volume settled Sample N/A N/A N/A
versus time preparation

procedure

article Size Particle size
1. Analyzer (submicron to 1. LT-519-101 N/A N/A N/A
2. Sieving 0.25 in.) and PNL-ALO-530

distribution 2. Test
instruction
approved by
SNFCP

1
Required Method Detect ion Limit (MDL) has been estab[ i shed based on expected concentrations and use of the data.

-taking into account different capabilities of the laboratories for the equipment and ana[ysis methcds in use.
L

Measured sanple precision determined by dup[ icate ana[yses. The Re[at ive Percent Difference (RPD) between the cbipl icate
amalyses is within the specified bourds; e.g., -2D% . RPD < 20%. RPD = [(resultl - resu[t2)/meanl* 100.

3
All spike recoveries should be uithin i25%. Al 1 method standard recoveries should be ui thin statistical process
control (SPC). A seriat dilution (SD) Hi 11 be used to evaluate the rrwthod accuracy for sane metal analytes.

.4
The sanple prepa rat icm procedure ui 11 provide the calcu hat ion used to determine the sludge settled density.

5
Analyze for PCB using same mthods as used for K East canister studge samples or as directed in LDI/SOU. Al I ArOClOr
cwumdS should b identified and qumtif ied.

6
If available f ran routine analysis, extraordinary measures (Wrchase of new equipnent ) ~t required.

7
Report if data are generated as part of other requested analyses, inforn!at ion is desired to ccmpare to past studies.

W--At least cm+ spike analysis required.
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Table 6. Analytical Requirements for the 105-K East Basin Consolidated
Sludge Samples (222-S and 325 Laboratories). (Continued)

Process Constituents Procedure Required MDL1 Precision2 Accuracy3

Particle Shape Shape PNL-ALO-530 N/A NfA N/A

Viscometer Viscosity LT-519-115 N/A N/A N/A
PNL-ALO-502

Organics SVOA--al1 TICS LA-523-131/406 Report TICS N/A N/A
PNL-ALo-120/ >10 ppm
344/345

Organics - PCBS Polychlorinated PNL-ALO-3465 1 ppm 5

(Limited Analyses- biphenyls (PCB)5
--

LA-523-136 (solids) ::: 5--
see Section 3.2) 0.2 ppb

(water)

Zeta Potential Zeta potential TWRS-95-5.6a- TBD TBO TBO
2, Rev. O

pH (electrode) pH LA-212-106 0.1 pH units *15% SPC
PNL-ALO-225

Gas Generation Gas volume as rate Test plan TBD
Rate

TBD TBD
of data time (e.g., approved by
hours), volume, and SNFCP
temperature of
S1udge

Gas Composition H, He, Ar, N2, Xe, PNL-ALO-2B4 TBD TBD TBO
(optional) Kr, tritium, and

any other
significant gases

Cyanide (optional) LA-695-102 LA-695-103 5 pgjg %20% +25% Sp
PNL-ALO-287/289 PNL-ALO-

287/289

1
Required llethcd Detection Limit (HDL) has been established based on exp.sctd concentrate ions and use of the data,
taking into account different capabi 1i t ies of the laboratories for the equipnent and analysis meth.ds in use.

2
Measured sample precision detenmin+d by duplicate analyses. The Re[at ive Percent Difference (RPD) between the duplicate
analyses is uithin the specified bcmuxis; e.g., -2o% . RPD . 20%. RPD = [(resultl - result2)lmean3 *100.

3
Al 1 spike recoveries should be iii thin *25%. Al 1 methcd standard recoveries should b-e Hi thin statistical process
contro[ (sPC). A serial dilution (SD) Hi LL be used to evaluate the methcd accuracy for scme metal analytes.

4
The sample preparation procedure ui 11 provide the ca[cu (at ion used to determine the sludge settled density.

5
Ana Lyze for PCB using sam nwthcds as used for K East canister s~udge sarrp~es or as directed in LOI/SCIJ. Al 1 Aroc(or
cwtis should be identified and q“emtif ied.

6
1f avai table f ran routine analysis, ext rac.rdimmy measures (pwchase of new equipment) not required.

7
Rep-art if data are generatd as part of other requested ana[ yses, inf ormat ion is desi red to c~re to psst studies.

sP_ ‘At least one spike analysis required.
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General1y analyses noted in Table 6 may be performed at either the
325 Bui1ding 1aboratory or the 222-S 1aboratory depending on S1udge treatment
process subproject logistics and past support in the K Basins sludge char-
acterization efforts (for consistency of data), fol1ow-on test needs, specific
laboratory capabilities, sample quantities, schedule, and contractual and
HAMTC restrictions. The SOW including the detailed analyses requirements will
define which laboratory will perform which analyses. All analyses will be
performed consistent with doing work at the Hanford Site and as part of the
Project Hanford Management Contract (PHMC).

Additional analyses of the 1iquid fraction of the sludge samples, beyond
those noted in Figure 3, are potential options to support (1) calculation of
maximum theoretical 1eachate concentrateon for RCRA heavy metals, and/or
(2) bench scale water/sludge processing tests. These will be addressed in the
SOW to the 1aboratories if they are to be performed. It is acknowledged that
due to the potential dose rate of these samples such analyses could require
significant additional preparation and costs at the laboratories.

As noted earlier, additional scoping characterization analyses or
combined characterization and process development tests, supporting the
development and validation of treatment process may also be performed if
warranted. If performed, these will be consistent with the DQO and the sludge
treatment process subproject objectives in order to uti1ize 1imited sample and
maximize the use of resources (i.e., funding, laboratory waste disposal,
ALARA, etc.). Such analyses wi11 be documented in SOWS to the 1aboratories.

The analyses of K Basin sludge for PCBS was recently reviewed by the
SNF project (Gerber 1999). The direction being followed is provided in
Appendix B. For the present samples PCB analyses should only be made if
(1) they are part of building a Baseline composite sample for the measurement
of PCBS, (2) if it is required for waste disposal at the laboratories (and
then on as large a sample as possible), or (3) if directed by a subsequent
sow.

Quality assurance (QA) and quality control (C/C)information will conform
to those required for a “full” data package (as discussed in the following
section). The QA/QC standards must conform to Table 6 and/or the applicable
analytical procedures. The control standards, spike recoveries, precision
between duplicates, hot cell blanks, and equipment blanks need to be within
the specified requirements as noted in Table 6. If the precision between
duplicates or the spike recoveries exceed the appropriate criteria there are
two options; (1) make one rerun to see if acceptable results are obtained
(if acceptable results are not obtained, report the C/Cfailure to SNFCP
organization) or (2) report QC failure and suggested actions immediately to
SNFCP Program Coordinator for evaluation.

The method detection level (MDL) as used in this document is the
detection 1evel which is expected to be achievable by the 1aboratory to
analyze a 1istealconstituent, yet is 1ow enough to detect whether the
constituent is present in concentrations significant to resolving data quality
objectives (Makenas 1999, 199Ba).
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Precision and accuracy requirements for 1aboratory analytical results
specified in this document are based on an assessment of achievable 1aboratory
capabilities, given the complex nature of the samples to be analyzed, their
radioactive nature; and the consequent handling, dilution, and analysis
methods prescribed. The precision and accuracy statements calCU1ated from the
1995 K East Basin sludge samples were also considered in determining the
requirements presented in Table 6. The DQOS for the present sampling effort
(Makenas 1999, 1998a) consolidate and incorporate the various analyses
performed to assure that the overall process will produce the analytical
results leading to a realization of the sampling objectives.

34



HNF-4016, Rev. O

4.0 LABORATORY REPORTING REQUIREMENTS

The laboratories will be required to submit a final report within a
period defined in the SOW from SNFCP Project Coordinator to the 1aboratories.
Opportunities for parallel operations wil1 be developed and schedules will be
prepared for laboratory work which will minimize the time actually required.
Samples will be processed through the laboratory with the priority required to
meet the completion date given in the SOW. The 1aboratory wi11 be required to
submit interim preliminary data reports to the SNFCP Project Coordinator as
requested.

The final reports wi11 be internal1y reviewed by the performing
1aboratory (as per HNF-SD-SNF-PLN-010, Rev. 1), submitted to the SNFCP Project
Coordinator for technical review and conform to the requirements for a “full”
data package (e.g., similar to Silvers 1997; Miller 1997). If a laboratory
uses its own set of internal sample identification numbers in the data
reports, a clear cross-reference of these numbers to the original sample
identifications will be provided. A narrative that summarizes the results
and their quality will also be included, as well as the signature of the
individual(s) responsible for the report. The data package will give the
duplicate results, all the QC data (1aboratory method control standard
results, spike recovery results, hot cell blank results, the equipment blank
results), deviations from any of the requirements, chain of custody forms,
and a narrative. Additional information on the data report content is given
in Sections 3.1 and 3.2.

If required data related to dose rates measured on samples to be
shipped between the 325 Building and 222-S analytical 1aboratories, should be
transmitted from the shipping 1aboratory to the receiving 1aboratory at 1east
5 working days prior to the actual shipment.

The 1aboratory performing any analyses of the PCB concentrateons in the
sludge samples will inform the SNFCP Project Coordinator as soon as definitive
data are available. This information will also be transmitted to the other
involved laboratories, in case there are any impacts on managing waste. The
information will also be provided to K. L. Pearce, NHC, for assessment of
impact on S1udge treatment process feed stream assumptions.

4.1 DATA PACKAGING

Analytical results will be reviewed and processed on a priority basis by
the analytical laboratories and other supporting organizations to meet the
schedules provided in the SOW.
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5.0 FINAL SUMMARY REPORT REQUIREMENTS

The completed data packages from the analytical laboratories will be sent
to the SNFCP Project Coordinator who wi11 coordinate data review and final
summary data report preparation. The data wil1 be reviewed specifically
against the criteria set in the DQO document (Makenas 1999, 1998a). The
Project Coordinator will ensure the data and reports become a part of the
permanent Project Records.

5.1 STATISTICAL ANALYSIS REQUIREMENTS

A statistical analysis of the data will be performed as a separate
activity from the overall laboratory final data package. This analysis will
be reported as part of the final summary evaluation report to be completed by
the SNFCP. For each analyte, analysis of variance (ANOVA) techniques will be
used to fit a statistical model to the data. This statistical model can be
used to:

● Estimate the variability between samples (heterogeneity of the
samples)

● Estimate the analytical variability (precision)

o Compute confidence intervals (e.g., 95% 90%, etc.) on the mean
concentration for each analyte consistent with the requirements of
the DQO and S1udge treatment process subproject at the time of the
report

● Compare present sludge data to past campaigns.
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6.0 SAFETY PLANS

6.1 RADIATION/INDUSTRIAL SAFETY

An industrial safety assessment wi11 be performed prior to the start of
these activities consistent with the requirements of each performing facility
or 1aboratory. The requirements of HSRCM-1, Hanford Site Radiological Control
Manual, shall be adhered to during the performance of sampling activities.

6.2 NUCLEAR CRITICALITY SAFETY

A Criticality Safety Assessment wi11 be performed in accordance with
requirements of each faci1ity or 1aboratory involved [e.g., K Basin Master
Work Plan (MWP-99-001)], prior to the start of each activity. The
requirements determined by these assessments shal1 be adhered to during the
performance of the sampling activities.
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7.0 GENERAL ALARA PLAN

The sampling procedure for the activities discussed in Section 2.3.1 will
take into consideration exposure reduction techniques which will minimize the
radiation exposure to the sampling team.

ALARA considerations wi11 be an integrated part of the design effort for
the sampling and sampling equipment to minimize personnel exposure. The
application of the sampling equipment wi11 be made under specific ALARA plans
developed and applied at the K Basins during the campaign. Each 1aboratory
wi11 apply its own review and ALARA plan consistent with operation on the
Hanford Site (e.g., the Hanford Site Radiological Control Manual, HSRCM-1).
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QUALITY ASSURANCE AND CONTROL PLAN

All sampling, sample handling, sample packaging/shipping, and analytical
process activities will be performed in accordance with the requirements of
this plan, along with the approved sampling and analysis procedures.
Activities at K Basins will be performed consistent with AP-11-014, the SNF
project QAPP. The controls identified in this plan have been established to
assure the applicable quality assurance requirements of 10CFRB3O.12O and FDH
QAPD (HNF-MP-599, Rev. 2), are satisfied during the performance of this
activity. In addition, the analytical laboratory will perform the analyses
to its internal quality assurance program plans. The 222-S laboratory will
fol1Ow WHC-SD-CP-QAPP-016, Quality Assurance Program P1an for Laboratory
Analwis and Process Testing. The 325 Building laboratory will follow
MCS-033, Qualitv Assurance P1an for Activities Conducted by the Analytical
Chemistry Laboratory.

Method specific quality control (QC) and quality assurance (QA) such
as calibrations and blanks are found in the analytical procedures noted
in Table 6. Sample quality control (duplicates, spikes, and standards) are
identified in Section 3.2 or in the following paragraph. If no criteria are
provided in the current document, the performing 1aboratory shal1 perform to
its quality assurance plan(s).

Sample groups wil1 be assigned categories in the SAP or SOW that reflect
the number of duplicates and spike analyses that should be run. The
categories are:

Cateaory
1

2

Duplicate analyses will be performed on Samples KC-2, KC-4, and
KC-5. One of the samples used for duplicate analyses wil1 be chosen
by the laboratory for spike analyses. The balance of the samples
will be handled as normal 1aboratory batches with QC as defined per
each 1aboratories internal QA plan.

For the one “research” sample the 1aboratories will run duplicates
on layer analyses, no spike analyses are required.

As noted previously, duplicates are repeats of all analyses after
completion of settling analyses. Selection of samples within categories
should optimize the use of samples with 1arger volumes for duplicates,
al1owing the maximum number of requested analyses to be performed for each
category.

Care should be taken with water samples processed in conjunction with
the sludge analyses (e.g., equipment blanks, etc.), processing them on a
best effort basis with criteria similar to that called out in Table 6, the
applicable laboratory procedures, or as called for in the final SOW.
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APPENDIX A

SAMPLING LOCATIONS FOR THE K EAST BASIN
CONSOLIDATED SLUDGE COLLECTION CAMPAIGN

A.1 INTRODUCTION

A total of six sludge samples are to be taken in the consolidated sludge
CO11ection campaign (Petersen 1998). Three of the samples wil1 come from
canisters containing damaged fuel and three will be collected from various
floor locations in the K East Basin. This document provides recommended
locations for collecting the sludge samples. The bases for selecting the
candidate locations were the in-basin video survey performed in 1994
(Pitner 1995) and reported floor sludge depth measurements obtained by using
a steel ruler and an underwater camera (Mel1ing 1994). Results of previous
canister S1udge depth measurements performed using an U1trasonic probe
(Pitner 1996) were also used to some degree in selecting the candidate sample
locations.

A.2 METHODOLOGY

The consolidated sludge sampler (Hecht 1999) will be used to acquire all
sludge samples in this campaign. All samples will be collected from locations
under slots in the grating over the basin. For five of the six samples
CO1lected, the sampler will operate in the filtered mode and composite samples
will be collected from various locations. For the one “single pull” sample,
the sampler will not be operated in the filtered mode and a float valve will
be employed to terminate the,sample collection. The “single pull” sample will
be a sludge/water mixture that fills the 10 1iter collection vessel. The
remaining samples are targeted for total S1udge sample volumes of about
2.5 liters each.

Sample KC-1 will be a single pull sample collected from a canister barrel
containing highly damaged fuel. Sample KC-2 will be a consolidated sample of
sludge drawn from canisters containing highly damaged fuel in all three bays
of the basin. Sample KC-3 is similar to Sample KC-2, except the canisters
selected contain moderately damaged fuel. Sample KC-4 will be taken from the
floor between slotted barrels of canisters containing highly damaged fuel, and
will also be a consolidation of sludge drawn from locations in all three bays.
Sample KC-5 will again be a consolidation of floor sludge samples drawn from
known deep S1udge areas in al1 three bays. Sample KC-6 wil1 be taken from the
floor near the North Loadout Pit in an area where spil1ed IXM beads are known
to be present.

For the canister sludge samplings, before and after measurements of
sludge depths will be made using a an ultrasonic system similar to that
employed in the previous canister sludge depth campaign (Pitner 1996).
Canister barrels for this sampling campaign were selected to ensure that the
ultrasonic probe could be inserted between fuel assemblies. Multiple depth
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measurements in each canister barrel wi11 be made and averaged before and
after sampling to provide an estimate of the S1udge volume removed (the
calculation will consider the number of fuel assemblies loaded in the canister
barrel).

For the single pull sample, the ultrasonic sludge depth measurements will
provide an estimate of the total volume of sludge collected from the barrel
containing highly damaged fuel. For the remaining composite canister sludge
samples, running totals of S1udge volumes wi11 be calCU1ated after each barrel
sampling. Multiple barrels in each bay may be sampled to obtain the desired
sludge quantities. An objective is to obtain roughly one-third of the goal
2.5 1iter consolidated sludge sample from each bay of the basin.

For the floor sludge samples, the estimated volumes obtained will be
based on visual observations of sludge depths and suctioned areas. Sludge
depths wi11 be measured before and after sampling using a tube with depth
markings readable by a video camera [i.e., marked isolation tubes used in
prior floor sludge sampling (Baker 1998c)]. The sampled floor area wi11 be
visually estimated using the video camera. Sampling will be such that a full
range of S1udge (from upper surface to floor) is drawn.

It is anticipated that more sludge is available for sampling in canisters
containing highly damaged fuel than in canisters containing moderately damaged
fuel. Accordingly, three or more prospective locations are identified in each
bay for the highly damaged fuel sampling, while a minimum of six locations are
identified in each bay for the moderately damaged fuel sampling to provide a
sufficient number of candidates to meet volume goals for the sludge samples.

The consolidated sampling of highly damaged fuel canisters will be
conducted prior to the sampling of S1udge from moderately damaged fuel
canisters. It is not anticipated that all three highly damaged fuel canisters
will need to be sampled in each bay to obtain the targeted sample quantity
from each bay (approximately 800 mt). At the Test Engineer’s judgement the
unused candidate barrels containing highly damaged fuel (including the single
pull sample) would then be available to supplement sludge collections from the
moderately damaged fuel canisters to meet total S1udge volume goals if
necessary. These highly damaged barrels would only be used if the moderately
cl~fi~d fuel canisters were significantly short of the needed sample material

A.3 SAMPLE LOCATIONS

The candidate locations for collecting the six sludge samples are
summarized in Table Al. For the single pull sample (KC-1), either one of the
two locations given may be used to collect the sludge sample. For the
consolidated canister samples (KC-2 and KC-3), multiple locations are
identified in each bay to meet sampling objectives. Sampling may begin in any
bay, with any location 1isted. Alternate locations 1isted can then be sampled
as needed to meet sample volume goals (approximate y 800 ml from each bay).
Once the goal sludge volume is obtained from a given bay, sampling shall
proceed to another bay to continue the consolidated sludge sample collection.
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All candidate canisters in this 1isting are aluminum canisters. Fuel
elements placed in stainless steel canisters were generally in relatively good
condition, and not 1ikely to contribute significant fuel corrosion products to
the S1udge inventory. An objective of the canister sludge sampling is to
CO11ect S1udge from canisters with damaged fuel (Petersen 1999). Since
K Basin Operations has placed all significantly damaged fuel in aluminum
canisters, these canisters provide al1 the candidates for the canist.erS1udge
samplings.

Several 1ocations are also identified in each bay for the KC-4 floor
sludge sample. This S1udge is to be CO11ected from the floor between the
barrels of slotted canisters containing highly damaged fuel. Any one of the
locations 1isted in each bay may be selected for the sampling. Multiple
locations from each bay will be sampled to comprise this consolidated sample
to obtain the volumes required.

Given the general sampling location criteria of the prior paragraphs,
specific descriptions of the sample types and candidate locations follow.
Where sludge depths were previously measured, the measured depth
is indicated in parentheses following the canister barrel identification.
Photographs of candidate 1ocations are included, but these are as they
appeared in 1994. With over four years of additional corrosion having
elapsed, current appearances may be notably different. Video tape from
underwater cameras wi11 be used to provide current status of the fuel
canisters and floor areas sampled during this campaign. These will become
part of the resulting sample data basis.

A.3.1 Sample KC-1

This sample will be a single pull sample collected from a canister barrel
containing highly damaged fuel. This sludge material will be the most
representative of the settled sludge in the basin with respect to particle
size and condition since no filter is used and all particles are retained as
suctioned from the canister. Sampling will be terminated by a check valve
once the 10 1iter container is filled with a mixture of sludge and water.

The two locations identified for this sampling [1236W (3.4 in.--as noted,
throughout the balante of text S1udge depths in canisters are indicated in
parentheses after cubical numbers)] and 4569E (4.6 in.), are shown in
Figures Al and A2, respectively. Each of these canister barrels contains fuel
elements that show substantial corrosion and voiding at the top end and should
therefore contain significant sludge inventories. The canister in location
4569 has barrels with solid sides, while that in location 1236 has barrels
with slotted sides; thus the former candidate (4569) might be expected to have
better retained its S1udge inventory. Conversely, location 1236 is also
identified as a candidate for “between barrels“ sampling of floor S1udge (see
Section A.3.4), which could influence the selection should there be an
incentive to obtain sludge samples from both inside and outside a given
S1otted canister.
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A.3.2 Sample KC-2

This sample will be a consolidated sample of sludge taken from canisters
containing highly damaged fuel in each of the three bays. Based on ultrasonic
measurements of before and after S1udge depths for each canister sampling,
multiple samplings in the same bay may be required to achieve the targeted
S1udge volumes (approximate y 800 mt per bay). S1udge extractions from al1
three bays should collectively total about 2.5 1iters in the consolidated
sample container.

The candidate canister barrels selected from the east bay [668E
(3.2 in.), 668W, and 2229E (3.3 in.)], are shown in Figures A3, A4, and A5.
Center bay candidate canister barrels are 2904W, 4564E, 4564W, and 4571E, as
shown in Figures A6 through A9. West bay candidates are 6068W, 6070W, and
6071W (8.7 in.), as shown in Figures A1O, All, and A12. All of these
candidates contain fuel elements that show significant voiding on their top
ends and should thus offer substantial S1udge inventories from which to
sample.

A.3.3 Sample KC-3

This sample will be collected in a similar fashion as that described for
Sample KC-2 above, but will be taken from canisters with lesser levels of fuel
degradation. Fuel elements in these canisters show definite indications of
failed cladding with significant reacted fuel present, but do not display the
extensive fuel voiding (at least in their 1994 appearances) shown in those
candidate canisters chosen for the KC-2 sample.

8ecause of the lesser degree of fuel damage in these canisters, sludge
inventories in individual barrels may be less and a greater number of sludge
samplings may be required to obtain the targeted 800 mt per bay. Accordingly,
at least six candidate locations are identified for each bay. For the east
bay, the candidate barrels are 450E, 455W, 1234E, 1252W, 2024E, and 2031W, as
shown in Figures A13 through AIB. Center bay candidates are 2905E, 2943W,
3125W, 3727W (3.0 in.), 3937W, and 4138W (3.3 in.), as shown in Figures A19
through A24. For the west bay, the candidates are 4850W, 4869E, 5056E,
5069E (2.7 in.), 6451E, 6452E, 6757W, and 6760W, as shown in Figures A25
through A32. The sludge inventories in locations 6757W and 6760W 1ikely
contain IXMresin beads that were spilled in this area and would only be used
as a 1ast resort as enhanced concentrateon of IXM beads is being addressed
separately (Sample KC-6).

As indicated earlier, should CO11ected S1udge volumes in any one fal1
less than the targeted 800 m! level after all candidate barrels have been
sampled, the option remains to supplement the sludge collection with material
drawn from the unused canisters 1isted for the KC-1 and KC-2 samples in the
same bay. The Test Engineer will decide if sufficient sludge from the
moderately damaged fuel has been collected to satisfy goals. While it is
desirable to compare the S1udge from the two fuel conditions it is a secondary
goal compared to obtaining sufficient sludge overall for process testing needs
(Petersen 1999).
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A.3.4 Sample KC-4

This is a floor S1udge sample that is CO11ected between the barrels of
slotted canisters containing highly damaged fuel. Approximately equal
samplings will be drawn from each of the three bays for a total sample volume
of approximate y 2.5 1iters.

For the east bay, one candidate site is in the area of locations 1168 and
1267 (4.8 in.), as shown in Figure A33. These canisters are diagonally
adjacent, and both contain degraded fuel. An alternate candidate site in the
east bay is in the vicinity of locations 1234 and 1236 (4.6 in.), as shown in
Figure A34. These canisters both contain highly damaged fuel and are
separated by an empty canister.

For the center bay, a candidate area is around the east barrels of the
canisters located in 2952 and 2953, as shown in Figure A35 and identified by
the arrows. Another candidate site is in the area of locations 2958 and 2960,
as shown in Figure A36. Both of these slotted canisters contain badly damaged
fuel and are separated by an empty canister. An alternate candidate 1ocation
is 4573, where the west barrel is shown in Figure A37. The east barrel of
this canister has an identification disk lying atop the fuel, but badly
degraded fuel is evident around the outside of the disk.

One west bay candidate location is 5465 (6.8 in.), as shown in
Figure A38. Another site is the combination of 5445 (7.5 in.), 5446, and
5447, as shown in Figure A39. In all of these candidate locations in the west
bay, the canisters have been relocated to other positions in the basin since
1994. However, the movement of these canisters with slotted sides and
screened bottoms 1ikely caused substantial sludge quantities to escape from
the canisters during their initial upward extraction for relocation.
Accordingly, these areas should be replete with corroded fuel deposits.

A.3.5 Sample KC-5

This sample is being collected to provide material for process testing.
It is floor sludge material exclusive of that containing high fractions of
corroded fuel products (between barrels) and IXM beads. The total
consolidated sample collected should be at least 2.5 liters, and should be
taken from all three bays in the basin. Based on the results of previously
performed floor S1udge depth measurements (Mel1ing 1994), areas were selected
where the sludge depth is expected to be on the order of 3 in. to 4 in. or
more. These are areas around cubicle locations 2235 (east bay), 4535 (center
bay), and 4650 (west bay).

A.3.6 Sample KC-6

This is another large volume floor sludge sample to be collected for
process testing, but taken from an area where IXM resin beads are known to
have been spilled. This spill occurred along the west wall of the west bay
in the vicinity of the North Loadout Pit. Based on the video survey taken
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in 1994, IXMresin beads can be seen in the area of cubicles ranging from 6753
to 6761. Figure A40 shows beads present on the floor in cubicles 6752, 6753,
and 6754. Areas in cubicles 6755 and 6756 are reserved for a separate floor
sludge sampling campaign. However, it is expected that substantial quantities
of IXMresin beads remain in the rest of the designated target areas such that
a large volume floor sludge sample can be CO1lected with the consolidated
sampler that contains significant levels of imbedded IXMbeads.
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Table Al. Sample Locations.

.

Location Optionsl
Sample
No. Type East Bay Center Bay West Bay

KC-1 Canister--Single Pull 1236W 4569E
Highly Oamaged

KC-2 Canister--Consolidated 668E, tj68w, 2904W, 4564E, 6068W, 6070W,
High Damage 2229E 4564W, 4571E 6071W

KC-3 Canister--Consolidated 450E, 455W, 2905E, 2943W, 4850W, 4869E,
Moderate Damage 1234E, 1252W, 3125W, 3727W, 5056E, 5069E,

2024E, 2031W 3937W, 4138W 6451E, 6452E,
6757W, 6760W

KC-4 Floor--Consolidated 1168/1267, 2952/2953, 5465,
Between Barrels 1234/1236 2958/2960, 5445/5446/5447

4573 (al1 moved)z

KC-5 Floor--Consolidated 2235 4535 4650
Process Testing

Kc-6 F1oor--Consolidated 6753 to 6761
IXMBeads

.
‘Locations in K East Basin are indicated by the unique four digit
“cubical” numbers, and if applicable also indicate either east (“E”)
or west (“W”) following the four digits referring to the “east” or
“west” barrel of the twin barrel canister in this cubical (see
Baker 1995; Baker 1998c for summary of K East Basin cubical numbering
conventiens).
ZcaniSters With damagedfuel and S1otted barrels were 1ocated in these
positions in 1994. Later these were moved to other locations leaving
sludge on the floor that would have dropped out the slots and screened
holes in the bottom of the barrels.
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Figure Al. Single Pull Canister Candidate--Location 1236W.
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Figure A2. Single Pull Canister Candidate--Location 4569E.
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Figure A3. High Fuel Damage Canister Candidate/East Bay--Location 668E.
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Figure A4. High Fuel Damage Canister Candidate/East Bay--Location 668W.
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Figure A5. High Fuel Damage Canister Candidate/East Bay--Location 2229E.
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Figure A6. High Fuel Damage Canister Candidate/Center Bay--Location 2904W.
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Canister Candidate/Center Bay--Location 4564E.
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Figure A8. High Fuel Damage Canister Candidate/Center Bay--Location 4564W.
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Figure A9. High Fuel Damage Canister Candidate/Center Bay--Location 4571E.
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Damage Canister Candidate/West Bay--Location 6068W.
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Figure All. High Fuel Damage Canister Candidate/West Bay--Location 6070W.
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Figure A12. High Fuel Damage Canister Candidate/West Bay--Location 6071W.
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Figure A13. Moderate Fuel Damage Canister Candidate/East Bay--Location 450E.
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Figure A14. Moderate Fuel Damage Canister Candidate/East Bay--Location 455W.
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Figure A15. Moderate Fuel Damage Canister
Candidate/East Bay--Location 1234E.
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Figure A16. Moderate Fuel Damage Canister
Candidate/East Bay--Location 1252W.
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Fiqure A17. Moderate Fuel Damaae Canister

Candidate/East Bay--Locatio~-2024E.
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Figure A18. Moderate Fuel Damage Canister
Candidate/East 8ay--Location 2031W.
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Figure A19. Moderate Fuel Damage Canister
Candidate/Center Bay--Location 2905E.
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Figure A20. Moderate Fuel Damage Canister
Candidate/Center Bay--Location 2943W.
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Figure A21. Moderate Fuel Damage Canister
Candidate/Center Bay--Location 3125W.

A-31



HNF-4016, Rev. O

Figure A22. Moderate Fuel Damage Canister
Candidate/Center Bay--Location 3727W.
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Figure A23. Moderate Fuel Damage Canister
Candidate/Center Bay--Location 3937W.
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Figure A24. Moderate Fuel Damage Canister
Candidate/Center Bay--Location 4138W.

—
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Figure A25. Moderate Fuel Damage Canister
Candidate/West Bay--Location 4850W.
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Figure A26. Moderate Fuel Damage Canister
Candidate/West Bay--Location 4869E.
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Figure A27. Moderate Fuel Damage Canister
Candidate/West Bay--Location 5056E.
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Figure A28. Moderate Fuel Damage Canister
Candidate/West Bay--Location 5069E.
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Figure A29. Moderate Fuel Damage Canister
Candidate/West Bay--Location 6451E.
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Figure A30. Moderate Fuel Damage Canister
Candidate/West Bay--Location 6452E.
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Figure A31. Moderate Fuel Damage Canister
Candidate/West Bay--Location 6757W.
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Figure A32. Moderate Fuel Damage Canister
Candidate/West Bay--Location 6760W.
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Figure A33. Between Barrels/East Bay--Locations 1168 and 1267
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Figure A34. Between Barrels/East Bay--Locations 1234 and 1236.
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Figure A35. Between Barrels/Center Bay--Locations 2952 and 2953.
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Figure A36. Between Barrels/Center Bay--Locations 2958 and 2960.
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Figure A37. Between Barrels/Center Bay--Location 4573.

A-47



HNF-4016, Rev. O

Figure A38. 8etween 8arrels/West Bay--Location 5465.
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Figure A39. Between Barrels/West Bay--Locations 5445, 5446, and 5447.
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Figure A40. IXMBeads in Locations 6752, 6753, and 6754.
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APPENDIX B

REVIEW OF NEEDS FOR PCB ANALYSES FOR FUTURE K BASIN SLUDGE
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99-ShTIEWG-006
To: D. W. Bergmarrn HO-4O Dote: February 2,1999

‘E; Gee ~-,,
From . . Tckphmc: 376-9356

cc P.,T. Day R3-11

L. B. McDaniel R3-11

W. B. Mller H5-25

W, W. Rutherford HO-34

s“bjcc~ K EAST BASIN SLUDGE SAMPLE ANALYSIS IN REGARDS TO
,,-.

POLYCHLORINATED BIPHENYLS

References: (1) Letter, A. J. Schmidt, PNL to R. P. Omberg, DESH” Evehration of
PolychlorirratedBiphenyls (PCB) Data ffom K East Basin Sludge
%nples~ January 7, 1997

,. (2) R.B Br+er, T. L .Wekh, B. J. Makenas, and K. L. Pearce, “Sampling and
.AnalysisPlan for Sludge on the Floor and in the Pits of the 105-K
Basins,” HN’F-3556,Rev., &ted November, 1998.

(3) B. J. Makenas and R. B. Baker, “Data Quality Objectives for K West and
K East Basin Floor and from Other Basin keasfl HNT-2033, Rev O,
October 1998.

TMs letter documents the Spent Nuclear Fuel (SNF) Project approach for furthercharacterizatitm
of Polychlorinated Biphenyls (PCBS)in the K East (I@ Basin sludge.

Background

Anrdyses of sl~~ge samples collectedfrom the KE Basin during pest characterization efforts
detected the presence of PCBs at low concentrations. This raised the issues of whether the
sludge is regulated under the ToxicSubstances ControlAct(TSCA) and, if so, what the TSCA
requirements are relative to the sludge. For the past year, the U.S. Environmental Protection
Agency (EPA), the Department of Energ, Richland Operation Office (RL), and SNFP have had
ongoing dkcussions to resolve these issues,

The highest ccmcentsationof PCBs detected was approximately 140parts per million on a settled
solids basis (Reference 1). There is no information available to identi~ the source of the PCBS
or the time period in which they were introduced into the sludge. Based on this, RL and SNFP
have determined that the sludge meets the definition of a PCB remediation waste under the

B-3



HNF-4016, Rev. O

INTEROFFICE

Mr. D. W. Bergrnann
Page 2
February 2, 1999

99-ShV/EWG-006

TSCADisposd fientien@ of1998md issubjectto TSCAdisposal requirement. However,
tiepti~risk msociatedwith tiesludge conthues to bera&onuc1ides. Therefore, IUand
ShTP intend to use the risk-based approachallowed by the TSCA Disposal Amendments to
address the PCBs. EPAendorses theuseofthe risk-based approach forthe sludge.

~ereare ~obasic compnenk totieproposed risk-breed approach. Themostcritical
component is a demonstration tha~ without any treatment, the total mass of PCBS in the sludge is
so low that they do not present a risk to human health or the environment. The second .-
component is,a requirement to incorporateinto the”sludge treatment system a process or
technology that removes or destroys PCBS. The selection of a process or technology can be
based on general PCB guidance and literature. Process testing with actual or simulated K Basins
sludge for the purpose of demonstratingthat PCBSwill be removed or destroyed will not be
required. Furthermore, there will be no specific performance standards for sludge treatment
relative to PCBS, nor will there be a requirementto sample and analyze for PCBs after treatment.

Future PCB Analysis

Sludge samples are currently being collectedfrom the floor sod pits of the KE Basin to support
development of the sludge treatment system. Most of the planned analyses will be performed on
samples that represent a given area. In marrycases, these area-specific samples till be
composites of samples from two or more indlvidurdlocations within that area. For example,
samples from threelocations on the floor of the basin will be composite into a single sample
representing the KE Basin main floor sludge. There will be a total of seversarea-specific
samples for the KE Basin.

Because the proposed risk-based approachdoes not depend.on the specific performance of the
sludge treatrne?j system with respect to PCB removal or desbuctiou there is no significant value
in knowing the range or variability of potential PCB concentrations in the areas of the basin.
Therefore, PCB analyses should not be performed on the area-specific samples. However, it is
important to have information on the average concentrationof PCBa in the sludge to support the
demonstration that the PCBSpresent no threat to human health or the environment. Therefore,
the SNFP approach to analyzingsludge samples for PCBSin the near-term is as follows:

1< Determine a baseliie composite PCB concentration. This should be done by preparing and
analyzing a sludge sample that is a composite of the sludge currently being collected from
the KE Basin floor and pits. This baseline compositesample should be base~ to the extent
practicable, on the relative volumes of sludge located in the primary physical seas in the
basin. The ratio of vohnnes from each samplingarea should be similar to the ratios indicated

B-4



HNF-4016,

.+”?*“%

@

INTEROFFICE $“-”,/%%
.....%

M.D. W. Bergmarm
Page 3
February 2,1999

2.

3.

Rev. O

CORRESPONDENCE

99-SiNFI’EWG-006

inthefigure onpage71 of thecurrent ssmpling smalysisplan (SAP) (Reference 2), withthe
exeeptio-nthat ~e ‘Canister” and “Wash” ;Iudie cornpo~entsshoti”d-notbe included. The
individual area-specific composite samples (identified in Table 6 of Reference 2) should be
used to prepare the baseline composite sample.

Incorporate the second sludge sampling campaign. A second sampling campaign is planned
to provide samples of canister sludge a, well as additional samples offloor sludge. If
samples from the second campaign are available at the time the baseline composite is
creat~ the material tiom the second campaign should also be considered in building rhe.’-
baseliie composite sample.

Archive individual samples. The balance of material from the individual area-specific
composite samples should be archivedso that area-spec~lc PCB analyses can b; performed
if necessary at a later date. If it is more efficient or tectilcally appropriate to archive
samples from the individual samplinglocations rather than area-specific composite samples,
this should be done. At the present time, area-specificcomposite samples and individtkil
sludge samples should not be analyzedfor PCBS.

Management of Laboratory Wastes

Waste streams”generated by the laboratcrks during general analysis or process testing of the
sludge samples should be accumulatedto the maximum volume practicable prior to designating
the stieams for disposal. Accumulation is prodent both to minimize waste disposal costs and
ensure that analyses performed to assist waste designation me as representative as possible. The
accumulated waste should be analyzedfor PCBS.”If any waste stream is regulated under TSCA,
it should be disposed in accordancewith the TSCA requirements for laboratory waste.

The data quali~ objectives (DQO) report (Reference3) and SAP (Reference 2) for tbe cruient
floor and pit sludge sampliig in K Basins shouldbe revised to reflect the direction provided
here. The DQO and SAP being prepared for the second sludge sampling campaign should also
incorporate this direction.

If you haveany questions, please call me.

bb
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