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DISCLAIMER

This report was prepared as an account of work sponsored
by an agency of the United States Government. Neither
the United States Government nor any agency thereof, nor
any of their employees, make any warranty, express or
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rights. Reference herein to any specific commercial
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or imply its endorsement, recommendation, or favoring by
the United States Government or any agency thereof. The
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1.0 Introduction

BNFL Inc. (BNFL) is under contract with the U.S. Department of Energy, River Protection
Project (DOE-RPP) to design, construct, and operate facilities for treating wastes stored in the
single-shell and double-shell tanks at the Hanford Site, Richland Washington. The DOE-BNFL
RPP contract identifies two feeds to the waste treatment plant: 1) primarily liquid low-activity
waste (LAW) consisting of less than 2 wt% entrained solids and 2) high-level waste (HLW)
consisting of 10 to 200 g/L solids slurry.

The RPP contract includes three options for disposition of the entrained solids contained in
low-acu'vity waste feed solutions: 1) washing to remove sodium, cesium, and technetium then
returning #a pipeline to DOE-RPP, 2) vitrification along with pretreated LAW solutlons or 3)
vitrification along with pretreated high-level waste (HLW)).

BNFL requested Battelle test inhibited water (0.01 M NaOH) and caustic leaching (3 M NaOH)
as methods for pretreating the solids entrained in the AW-101 sample. These methods are meant
to remove certain nonradioactive components (e.g., Na, Al, Cr, P, and S) from the HLW
fraction so as to reduce the volume of immobilized HLW.

"This report describes the results of a test conducted by Battelle to assess the effects of inhibited
water washing on the composition of the entrained solids in the diluted AW-101 low-activity
waste (LAW) sample. The objective of this work was to gather data on the solubility of the AW-
101 entrained solids in 0.01 M NaOH, so that BNFL can evaluate whether these solids require
caustic leaching. The work was conducted according to test plan BNFL-TP-29953-9, Rev. 0,
LAW Entrained Solids Water Wash and Caustic Leach Testing. The test went according to plan, with
no deviations from the test plan. Based on the results of the 0.01 M NaOH Washmg, a decision
was made by BNFL to not proceed with the caustic leaching test. The composition of the
washed solids was such that caustic leaching would not result in significant reduction in the
immobilized HLW volume.

2.0 Personnel

The Battelle personnel and their responsibilities in performing this test are given below.

Staff Member Responsibilities
Cognizant scientist. Prepared test plan and designed

GJ. Lumetta experiment. Supervised performance of the test. Prepared

’ analytical service request. Interpreted data and reported

results.

RC, Lettau Hot cell technician. Performed test.

M.W. Urie Managed chemical and radiochemical analytical work.

BM. Rapko Technical reviewer.

K_.P. Brooks Task Leader.




3.0 Experimental

Sample Description. The sample used in this' test was labeled as AW-101 CL-1. The
homogenization, dilution, caustic adjustment, and representative subsampling were
performed as described in test plan BNFL-29953-6, Sub-Sampling and Characterization of
AN-107 and AW-101 Diluted Feed Samples (Urie et al. 1999). The total volume of sample
AW-101 CL-1 was 85 mL and it contained approximately 5 mL of settled solids. This sample
was half of the material indicated as the “Caustic Leach” sample in Figure 1.1 of Urie etal.
(1999).

Apparatus. The apparatus used consisted of an aluminum heating block placed on a hot
plate/stirrer. The hot plate/stitrer was modified so that separate power could be applied to the
heating and stirring functions. This allowed for continuous stirring, while the hot plate was
powered by a temperature controller. The temperature controller used was a J-KEM Model 270
(J-KEM Electronics, Inc., St. Louis, MO). This temperature controller consists of two separate
circuits. One is the temperature control circuit, while the other serves as an over-temperature
device, which shuts down the system if a preset temperature is exceeded. The set point for the
ovet-temperature circuit was set at 100°C for this test. A dual K-type thermocouple (model
number CASS-116G-12-DUAL, Omega Engineering, Stamford, CT) was used to provide inputs
to the temperature controller and over-temperature circuits. Both the J-KEM Model 270 and the
dual thermocouple were calibrated before use. The aluminum heating block contained two wells.
A vial containing water was placed in one of the wells, with the thermocouple wedged between
this vial and the aluminum block. The vial containing the sample was placed in the other well.

Procedure.?) The sample in AW-101 CL was mixed by swirling. The homogenized slurry was
then filtered through a pre-weighed 0.45-um nylon filtration unit (Nalgene no. 150-0045, Nalge

~ Nunc International, Rochester, New York). The weights of the filtrate and filtered solids were
determined to be 108.127 g and 2.075 g, respectively. Five 4-mL aliquots of 0.01 M NaOH were
used to transfer the filtered solids to a 30-mL high-density polyethylene (HDPE) vial (this vial
also contained a Teflon®-coated magnetic stir bar). The weight of the washing slurry was 18.769
g This value is ~15% less than expected based on the weight of the filtered solids and the
0.01 M NaOH (washing soluiton) added; this was perhaps due to loss of liquid through the
membrane during transferring process. The vial was equipped with a condenser tube, which
allowed the system to vent during heating, but minimized evaporation. The mixture was heated ‘
and stirred at 85 £ 2 °C for 17 h. After cooling to room temperature, the mixture was weighed.
The weight was 18.242 g, indicating 0.527 g lost to evaporation. The washing slurry was filtered
through a pre-weighed 0.45-um nylon filtration unit. During the transfer to the filter funnel, the -
stir bar also fell into the filter funnel. This was lifted out and the solids stuck to it were rinsed
into the filter with a small amount of 0.01 M NaOH. The weights of the filtrate and filtered
solids were determined to be 17.461 g and 1.317 g, respectively. Two aliquots (~10-mL each) of
the filtrate were taken for analysis. There were no solids in this solution after 21.5 h, indicating
no precipitation following filtration.

® See Appendix A for a copy of the test plan and procedural notes.




The washing procedure described above was repeated three times for a total of four washes. The-

heating and mixing times for the second, third, and fourth washing steps were 16, 20, and 21 h,
respectively. There was no evidence of precipitation in the wash solutions after standing
overnight. The weight of the wet filtered solids were 1.210, 1.314, and 1.128 g after the second,
third, and fourth washing steps, respectively. These weights can be viewed as neatly constant
given the potential for variable water content in the wet solids. After the fourth washing step,
the solids were transferred to a pre-weighed glass vial using deionized water. Excess water was
evaporated at 80°C, then the solids were dried overnight at 105°C. The final weight of the dried
washed solids was 0.058 g. This low weight was surprising given the wet weight of ~1 g. The
solids apparently have a strong propensity to retain water within the filter unit.

‘The wash solutions were subjected to the following analytical procedures: IC(anions),
TOC/TIC, acid digestion, ICP/AES, ICP-MS(Tc-99), St-90, total alpha, total uranium, and
GEA. '

Because of the small quantity of washed solids, it was not possible to perform all the analyses
originally stated in the test specification. To dissolve the solids for analysis, 5 mL of 12 M HCI
was added to the glass vial containing the dried washed solids. After heating at 90°C for ~1.5 h,
most of the solids had dissolved, but some remained. In an attempt to dissolve the remaining
solids, 1 mL of 16 M HNO, was added. Again, the mixture was heated at 90°C. After 1.75h, a
white solid had collected around the threads of the vial cap. The sample was evaporated to
dryness at 90°C, then five 5-mL aliquots of 0.1 M HCl was used to quantitatively transfer the
material to a clean HDPE vial. One-mL of 10 M HF was added and the mixture was evaporated
at ~80°C until only about 2 mL remained. Another 5 mL 0.1 M HCl was added and the solution
was filtered through a 0.2-um nylon membrane. The filtered solution was diluted to 25 mL with
0.1 M HCL. This solution was subjected to' the following analytical procedures: ICP/AES, ICP-
MS(Tc-99), Sr-90, total alpha, total uranium, and GEA. The small amount of gray filtered solid
was saved, but was not further analyzed.

4,0 Results

Table 1 presents the concentration of the analyzed AW-101 components in each washing
solution and in the washed solids. A caveat must be placed on the results for the washed solids:
the concentrations listed in Table 1 assume that the washed solids were dissolved completely for
analysis. As indicated in the experimental section, a small amount of material did not dissolve on
treatment with acid. Table 2 lists the mass (or activity) of each analyzed component present in
each wash solution and the washed solids and Table 3 gives the percentage of each component
found in each solution and the washed solids. These values were obtained by dividing the
amount of the given component found in a particular solution or the washed solids (i.e., the -
value in Table 2) by the total amount of that component found in all the wash solutions and the
washed solids; the resulting fraction was multiplied by 100 to give the percentage values.

Aluminum, K, and Na were removed reasonably well from the AW-101 entrained solids. The
Na concentration in the final wash solution (243 pg/mL = 0.0106 M) was essentially the same as
that in‘the wash solution added (0.010 M NaOH) indicating that essentially all soluble Na-
containing components were removed. Only about 40% of the Cr was removed by dilute
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hydroxide washing, The washed solids contained 3.5 wt% Cr. The main eler;'lents in the residual
solids were U (18.5 wt%o), Si (17.2 wt%), Na (5.7 wt%), Fe (4.9 wt%), Mn (4.5 wt%), Cr (3 5
wt’), Al (2.9 wt%), and Ca (2.3 wt%).

The radiochemical data indicated nearly quantitative removal of **’Cs from the AW-101
entrained solids. Approximately 70% of the *Tc was also washed from the solids. The wash
solution could be processed along with the liquid fraction of the AW-101 LAW to remove these
two radioisotopes. Small fractions of the *’Sr and TRU might also be present in the wash
solution.

Much of the material found in the first wash solution can be attributed to dilution of the
interstitial liquid rather than actual dissolution of entrained solids. Table 4 illustrates this. The

volume of interstitial liquid in the filtered solids was estimated in the following manner. First, it
was assumed that the Na present in the first wash solution was due only to dilution of the

diluted AW-101 supernate and the 0.01 M NaOH (230 pg/mL Na) used as the washing medium.

'The Na concentration in the first wash solution was 12150 pg/mL, of which 12150 — 230 =
11,920 pg/mL is attributed to dilution of the interstitial supernate. Given the wash solution
volume of 16.9 mL and the Na concentration in the diluted AW-101 supernate was 148,500
pg/mL (Urie 1999), the volume of the interstitial liquid was estimated as

V = (16.9 mL)(11,920 pg/mL)/( 148,500 pg/mL) = 1.36 mL

This value was then used to determine the concentration expected for each AW-101 component
expected in the first wash solution based on dilution (Table 4). In‘'many cases, the difference
between what was expected from dilution and what was actually measured was within 20%,
indicating dilution was primarily responsible. Notable exceptions were *Tc, Cr, Si, U, TOC, and
TIC. Thus, the washmg procedure appeared to actually remove fractions of these latter
components.

_ Table 5 presents the mass recoveries for the major waste components. These mass recoveries
were calculated using the composition of the diluted AW-101 feed material reported by Urie et
al. (1999). In that work, the AW-101 solids were dissolved for analysis using a KOH fusion
method. The mass recoveries were generally low. This is probably due to 2 combination of loss
of material during the various transfers made during the test (e.g., the transfer of solids from the
filter membrane back into the Waéhing bottle) and the incomplete dissolution of the washed
solids for analysis. If the latter reason is the dominant cause, we can adjust the concentrations in
the washed solids for the material not accounted for.

For example, based on the data in Urie et al. (1999) and the mass of the sample used, the
amount of Al in the sample was calculated to be 31,542 pg. Yet, only 23,454 ng were determined
in the wash solutions and the washed solids (2 74% recovery). Thus, 8,088 pg of Al was
unaccounted for. Assuming this was in the undissolved portion of the washed solids, the
adjusted Al concentration in the washed solids is given by (1682 + 8088 ng)/(0.0577 g solids) =
169,000 pg/g (Note: The 1682 pg is the amount measured in the washed solids and 0.0577 g was
the weight of the washed solids). In this manner, the following adjusted values for the washed
solids were determined: Al (16.9 wt%), Cr (5.5 wt%), Fe (6.6 wt%), Mn (6.7 wt%), and U (25.6 .
wt%).




Table 6 presents further comparisons to the data for the entrained solids reported in Urie et al.
(1999). The concentrations could not be compared directly because the composition for the
untreated entrained solids were reported on a wet-weight basis, whereas the washed solids were
analyzed on a dry-weight basis. For this reason, the data were normalized to the Fe content. The
percent of each component was determined based on the differences in the component
concentrations relative to Fe before and after washing, For certain components (e.g., Cs, Tc, Al,
Cr, K, and Na), the percent removals obtained in this manner agreed well with those reported in
Table 3. However in most other cases, the removals indicated in Table 6 appear unreasonably

hig_h.‘

5.0 Conclusions and Recommendations

The results of this test suggest that caustic leaching would not provide much benefit for
processing the AW-101 entrained solids. Washing with 0.01 M NaOH appeared to remove

> 90% of the Al from the AW-101 solids. There is some uncertainty in this conclusion because
of the low mass recovery for Al. Taking this uncertmnty into account, the Al concentration in
the washed solids was 2.9 to 16.9 wt%. Uranium is a major component of the washed AW-101
solids. Caustic leaching test with other tank sludges indicated that U in not generally soluble in
the caustic media use (but there are some exceptions) (see Lumetta et al. 1996 and 1997; Rapko
et al. 1995).

The Cr concentration (3.5 to 5.5 wt%) might present some problems in immobilizing the
washed AW-101 solids. Previous studies we have done with other sludges suggest that caustic
leaching might remove additional Cr, but a better strategy would be to add an oxidant during the
washing process. Permanganate works very well, but sparging with air or ozone has also shown
some promise (Rapko et al. 1996 and 1998). If the HLW volume is dictated by the Cr content,
then an oxidative leaching process is recommended.

The concentrations of the major radionuclides contained in the washed solids were 4.51 pCi
TRU/g (as indicated by the total alpha concentration), 2.43 pCi **Am/g, 1,950 uCi *°Sr/g, and
35 uCi *’Cs/g, indicating the solids should be treated as HLW. The washed solids represented
only 0.05 wt% of the diluted AW-101 feed material. The blending of this material with the HLW
sludge to be processed in Phase 1 Privatization should be considered. The impact to the overall
flowsheet assuming the worst-case 16.9 wt% Al and 5.5 wt% Cr values, should be evaluated.
Perhaps even with these assumed high Al and Cr concentrations in the washed LAW entrained
solids, the overall impact of these solids on the flowsheet would be minimal if they were blended
with the bulk HLW feed. '
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Table 1. AW-101 Component Concentrations in the Wash Solutions and the Washed Solids.*®)

First Wash Second Wash Third Wash Fourth Wash - Washed Solids
Analyte AWI101-AQ-30A®  AWI0I-AQ-50A AWI0I-AQ-70A AWI0I-AQ-90A  AW101-AQ-100
Cesium-137 1.70E+01 1.14E+00 3.15E01 1.88E-01 3.50E+01
Strontium-90 3.80E-02 1.75E-02 7.19E-02 6.85E-02 1.95E+03
Technetium-99 235E-02 2.53E-03 8.06E-04 3.93E-04 3.22E+00
Americium-241 <3E-04 < SE-05 <7E-04 <1E-03 2.43E+00
Edropium-154 <2E-03 <2E-04 <8E-05 <2E-04 6.33E-01
Europium-155 <1E-02 <2E-03 < SE-04 <SE-04 7.80E-01
Total Alpha <3E-04 < SE-05 2.70E-04 2.52E-04 4.51E+00
Ag <19 <038 <0.8 <0.8 382
Al 1090 89.6 49.6 38.5 29159
Ba <13 ©.1) ©.1) 0.2) 2803
Ca <125 <50 <50 <50 23050
cd <19 <0.38 <0.38 <0.8 1135
Co <3.1 <13 <13 <13 159
Cr 65.0 536 172 047 34965
Cu <19 <03 <0.8 <0.8 563
Fe® <31 (0.38) (0.65) 067 48960
K 1615 (58) <100 <100 (2166)
La <31 <13 <13 <13 1
Mg <125 <5.0 <50 <5.0 2080
Mn <0.6 ©.1) 0.428 0382 45494
Mo <338 <15 <15 <15 <13
Na 12150 783 283 243 56759
Ni 1.49) <1$ <15 <15 7149
P 12 1.2) ©.57) <5.0 2045
Pb <75 <3.0 <3.0 <3.0 3726
si® 742 62.9 724 61.2 172444
Ti <0.6 <03 (0.03) (0.03) 332
14} 3.03 119 445 4.16 175325
Zn® <25 <10 <10 (0.25) 6716
Zr <3.1 <13 ©.27 0.25) 7496
TOC 1900 <170 <80 <380 ®
TIC 410 190 120 120 ®
cr 250 11 3 2.5 ®
F 100 6.0 <14 <14 ®
NOy 7300 360 34 27 ®
SO& 120 6.5 <238 <238 ®
PO,* <50 <238 <23 <28 163}

(#) For the liquids, concentrations for radionuclides are in units of pCi/mL; all other components are in units of pg/mL. For the
washed solids, concentrations for radionuclides are in units of pCi/g dry solids; all other components are in units of pg/g dry
solids. Values in parentheses are within 10 times the analytical detection limit.

(b) The reported values for the metals are the average of two duplicate ICP/AES analyses.
(c) The process blank had a relatively high Fe content of 0.4 pg/mL.

(d) The process blank had & relatively high Si content of 119 pg/mL.

(c) The process blank had a relatively high Zn content of 0.3 pg/mL.

(f) Not determined because of acid dissolution method used to prepare analyte solution.
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Table 2. Quantities in Each Wash Solution and in the Washed Solids®

Analyte First Wash Second Wash  Third Wash ~ Fourth Wash ~ Washed Solids
Cesium-137 2.87E+02 221EH01 5.96E+00 3.35E+00 2.02E+H00
Strontium-90 6.42E-01 3.39E-01 1.36E+00 1.22E+00 L13E+02
Technetium-99 3.98E-01 4.92E-02 1.53E-02 6.99E-03 1.86E-01
Americium-241 <5E-03 <1E-03 <1E-02 <2E-02 1.40E-01
Europium-154 <3E-02 <4E-03 <2E-03 <4E-03 3.65E-02
Buropium-155 <2E-01 <4E-02 <9E-03 <1E-02 4.50E-02
Total Alpha <5E-03 <1E-03 5.11E-03 4.48E-03 2.60E-01
Ag <32 <16 <15 <14 22
Al 18407 1741 939 685 1683
Ba <22 (1.8) (1.2) (o)) 162
Ca <211 <97 <95 <89 1330
cd <32 <16 <15 <14 66
Co <52 <25 <25 <23 9
Cr 1098 104 33 8.4) 2018
Cu <32 <16 <15 <14 33
Fe <52 (7.4) (12.3) (11.9) 2825
X 27273 (1127) <1893 <1779 (125)
La <52 <25 <25 <23 6
Mg <211 <97 <95 <89 120
Mn <10 (1.8) 8.1 6.8 2625
Mo <64 <29 <28 <27 <1
Na 205180 15211 5358 4324 3275
Ni 24 <29 <28 <27 413
P (203) (23) an <89 118
Pb <127 <58 <57 <53 215
Si 1252 1222 1371 1089 9950
Ti <10 <6 (0.59) ©.57 19
U 511 23.1 84.3 74.0 10116
Zn <42 <19 <19 @49 388
Zr <52 <25 G.1) @.49) 433
TOC 32086 <3303 <1515 <1423 ®

TIC 6924 3691 2272 2135 ®

cr 4222 214 57 44 ®

F 1689 117 <27 <25 ®)

NO; 123277 6994 644 48 ®

S0% 2026 126 <53 <50 ®)

PO <844 <54 <53 <50 ®

(8) Radionuclides are given in puCi; other compoents are in pg. Values in parentheses are for

components that were within 10 times the analytical detection limit.
(b) Not determined because of the acid dissolution method used to prepare the analyte solution.

8




Table 3. Percentage of Each AW-101 Component in the Wash Solutions and in the Washed Solids®

Analyte First Wash Second Wash Third Wash Fourth Wash Washed Solids

Cesium-137 90 7 2 1 1
Strontium-90 1 0 1 1 97
Technetium-99 61 8 2 1 28
Americium-241 <3 <1 <7 <10 >79
Europium-154 <43 <5 <2 <4 >46
Europium-155 <61 <14 <3 <5 >16
Total Alpha <2 0 2 2 96>x>94
Ag <32 <16 <15 <14 >22
Al 78 7 4 3 7
Ba <12 ¢)) (¢)) ¢)] 88>x>85
Ca <12 <5 <5 <5 >73
Cd - <23 <11 <11 <10 >46
Co <39 <19 <18 <17 >7
Cr 34 . 3 1 ©0.3) 62
Cu <29 <14 <14 <13 >30
Fe <2 0.3) " (04 0.9 97
X 85 A3) <6 <6 <15
La <40 <19 <19 <18 >5
Mg <34 <16 <15 <15 >20
Mn <0 ©.1n 0.3 03 99
Mo <43 <20 <19 <18 >1
Na 88 7 2 2 1
Ni o) <6 <5 <5 95>x>79
P 46) ® ® <20 47>x>21
Pb <25 <11 <11 <10 >42
Si 8 8 9 7 67
Ti <28 <16 ® ¥)) >53
U 0.5 0.2 0.8 0.7 98
Zn <9 <4 <4 0.9 >82
Zr <10 <5 (1.0) 0.9 >83

(8) Parentheses indicate that component was within 10 times the analytical detection limit.




Table 4. Expected Concentrations in the First Wash Solution Based on
Dilution of the Interstitial Liquid®

Concentration in First Wash

Analyte Diluted Supernate®™ Based on Dilution® Found  Difference, %
Cesium-137 230 185 17.0 3
_Strontium-90 <0.5 <0.04 0.038 %
. 'Technetium-99 ©0.094 0.0075 0.024 213
Al 16350 1317 1090 17
Cr 56.1 4.52 . 65.0 1339
K 23000 1852 1615 -13
Na 148500 11959 12150 2
Ni 4.8) (0.39) (1.4) 262
- P 323 26.0 12) 54
Si (130) 10.5) 742 608
U ' 3.22 0.259 3.03 1067
TOC 1560 126 1900 1412
TIC 2155 174 - 410 136
cr ' ’ 3300 266 250 -5
F _ 830 . 67 100 50
NO; 123000 9906 7300 26
S0> 1850 . 149 120 -19

(a) Radionuclides are reported in units of pCi/mL; all other components are in units of pg/mL.
(b) Values taked from Urie 1999. Each value is an average of duplicate measurements.

(c) It was assumed that there were 1.36 mL of interstitial liquid. This value was determined
assuming the Na concentration in the wash solution was strictly due to dilution of the interstitial
liquid plus the 0.01 M NaOH used as the wash medium.

10
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Table 5. Mass Recoveries for Key

AW-101 Waste Components
Component Recovery, %
Cesium-137 78
Strontium-90 28
Technetium-99 71
Americium-241 26
Total Alpha 20

Al 74
Cr 74
Fe 76
K 91
Mn 66
P 50
U. 69




Table 6. Comparison of the Compositions of the Washed AW-101 Solids to the Wet Untreated Solids

Wet Entrained Solids® Dry Washed Solids

Analyte nCi/g or pg/g Ci/gFeor g/gFe uCi/g or pg/g Ci/gFeor g/gFe Removed, %
Cesium-137 192 0.138 35.0 7.14E-04 99
Strontium-90 151 0.108 1954 3.99E-02 63
Technetium-99 0.350 0.00025 3.22 6.57E-05 74
Americium-241 ’ 0.25 0.00018 243 4.96E-05 2
Europium-154 <0.2 <0.0001 0.63 1.29E-05 91
Europium-155 <0.5 <0.0004 0.78 1.59E-05 96
Total Alpha , 0.511 0.00037 4.51 9.20E-05 as
Ag (S0) (0.064) 382 0.0078 88
Al 14500 104 29159 0.596 94
Ba 25) (0.018) 2803 0.057 218
Ca (1700) (122) 23050 0471 62
Cd (35) (0.025) - 1135 0.023 7
Co <44 <0.03 159 0.0032 "L 90
Cr 1620 1.17 34965 0.714 39
Cu <22 <0.02 563 0.012 27
Fe 1390 1.00 48960 1.00 -

K. 17200 124 (2166) (0.044) 100
La <44 <0.03 111 0.0023 93
Mg - (255) (0.183) 2080 0.042 77
Mn 1415 1.02 45494 0.929 9
Mo <4 <0.03 <13 <0.0003 99
Na " 127500 91.7 56759 1.16 99
Ni 215 0.155 7149 0.146 6
P (385) 0277 2045 0.042 85
Pb 20 (0.086) 3726 0.076 12
Si (2200) (1.58) 172444 3.52 -123
Ti <22 <0.02 332 0.0068 57
U 5440 3.91 175325 3.58 9
Zn <44 <0.03 6716 0.137 -333
Zr . (220) (0.158) 7496 0.153 3

(a) Urie et al. 1999.
(b) Percent removed = 100*(C,-C)/C, where C, is the Fe-normalized concentration in the wet centrifuged

and C is the Fe-normalized concentration in the washed solids.
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Applicability

This test plan is to be used to determine 1) the aqueous-insoluble fraction of the entrained solids
from BNFL LAW samples and 2) the caustic-insoluble fraction of the entrained solids from
BNFL LAW samples. The work will be conducted in the SAL hot cells. The work will be
conducted by Radiochemical Processing Group staff. This work is being done as part of the
Technical Support to BNFL for Phase 1B project.

Test Objectives

Justification: This activity supports confirmation of the process sequence, equipment
performance, and design parameters for caustic leaching of solids separated from the low-activity
waste (LAW) solutions.

Objective: This task will gather data on the inhibited water solubility of solids entrained in the
LAW solutions. Caustic leaching experiments will estimate the removal efficiency for caustic
soluble components and aid in determining the disposition of these solids.

Definitions

BNFL British Nuclear Fuels Ltd.

HDPE High-density polyethylene

HLW High-level waste

RPL - Radiochemical Processing Laboratory

Emergency Response

In the event of building audible alarms (e.g., fire or criticality) personnel should proceed in
accordance with the RPL Building Emergency Procedure. If time permits, ensure that test
materials are secured from spilling prior to exiting the area.

Quality Control

Quality assurance for work conducted under this Test Plan is governed by the Standards-Based
Management System (SBMS). The quality control for each analysis will be established per
Quality Assurance Plan MCS-033. MCS-033 specifies the minimum calibration and verification
requirements for analytical systems, as well as batch processing quality control samples to
monitor preparations (i.e., blanks, duplicates, matrix spikes, and laboratory control standards).

A work place copy of this document shall be present at the work location. Specific information
regarding each test (e.g., sample numbers) will be recorded on the work place copy and kept as
project records.

As discussed in the Prerequisites section, calibrated balances must be used in performing this test.
Likewise, a calibrated temperature controller is required. The calibration ID, date of calibration,
and calibration expiration date must be recorded on the work place copy for each balance used
and for the temperature controller.

Measured weights will be recorded on the work place copy at the indicated spot in the work
instructions.
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Hand written changes or corrections made to the work place copy will be made by means of a
single line-out. Such changes or corrections shall be initialed and dated by the staff member
making the change and by the cognizant scientist.

Equipment Description

A standard laboratory hot plate/magnetic stirrer will be used for this test. An aluminum heating
block will be placed on the hot plate/stirrer to heat the sample. The apparatus will be equipped
with two thermocouples. One of the thermocouples will be connected to a temperature controller,
while the other will be connected to an over-temperature shut-off device. The latter will be used
to ensure the sample is not over heated, which could result in lose of sample.

Prerequisites
Staff performing the work must read and understand the entire test plan prior to beginning work.

The following are items that should be staged prior to start of the test.

Wide-mouth HDPE bottle; size to be determined (2) Pvepavatism of 001 # W10/
20-mL HDPE vial (14) V ot
30- to 40-mL glass vials (2) 10t O-1014: 0,000 & X

Hot plate/stirrer (/10758 ¥8S Clm R Y3
Aluminum heating block vas  sliloded 4o 00mL
Temperature controller with temperature read-out With  dlelaaeed watee.
Over-temperature shut-off device A freT

0.45-um nylon syringe filters (2) ,‘_ /4 /54

5-mL syringes (2) W,
0.45-um nylon disposable filter units (9) Antler batch was Prepr”
Adjustable 5-mL pipette i e o Sewt v

0.01 M NaOH . : 2/17h% ALk

3 M NaOH

:I‘he temperature controller shall be calibrated by maintenance services. Record the following

information regarding the temperature controller used. -:—LE:; lva .
Calibration ID: oro%3 o2gGs 91200
Calibration Date: 1/12/94 1794 s
Expiration Date: 1/ v000 1/ 2001 172001

A calibrated balance is requifed for this test. Record the following information regarding the
balance(s) used.

Qell- 2
Calibration ID: 360-0b-0(-0l( Calibration ID:
Calibration Date: __ 9-2-9% Calibration Date:
Expiration Date: _ 2-99 Expiration Date:

BNFL-TP-29953-9 Page3 of 19
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Before beginning work, a routine performance check should be performed and documented in the
space below.

SN # HN2 11y UJa‘aM‘s due 4/99 5'5: 3, 0000 LY
o -2, 4t
AL <ell-2 104 = 10,0000 »

fem
gog:lo,oooﬁ
503’:50.0002
Work Instructions

Notes A
Where practical, catch pans should be used when working with the tank waste samples,
so that they can be recovered if spilled.

Throughout this test plan bottle, vials, etc. are labeled as “ ~XX-YY.” The labels
XX and YY are defined in the text. The tank number should be filled in the blank, e.g.,
“AW101.”

Part 1. Determination of Aqueous-Insoluble Fraction
—~> AwW-iol CL! ‘
1.1.  Obtain a LAW sample containing ~5 mL of settled solids, as directed by the cognizant
scientist. Stir to homogenize the sample.
12 Lai:el a disposable filter unit'(0.45-gm nylon) as A 10| .AQ-10
2/49/99 » 1.3 Weigh AwI01-AQ-10
A : '
A Wt A0l AQ-10=45.7749 g (134)
Also Weigh just the bottom part of the filter unit; i.e., the receiving bottle and cap
Wt. receiving bottle&cap = 42.21(,0 g (1.3B)

/)47 14  Connect _Aw 10t -AQ-10 to the vacuum line
,)0\'0"

BNFL-TP-29953-9 . Page 4 of 19
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2z/ioja4 15  Filter the homogenized sample through A w01 -AQ-10

l\{sOO

Al 16 Disconnect from the vacuum once the liquid has filtered

1.7 Place the cap on the top of the filter unit and weigh _Awlie! -AQ-10
wlshed Ty froo pleas. *

Ratoom W7o cap > 1361230 yry Awlio]-AQ-10=_175.9744 g (1.74)
Top = 3q. 84 H .

Carefully remove the funnel part of the apparatus from the receiving bottle, place the cap
on the receiving bottle and weigh.

Tl
et
AQ-20,

'Wt. receiving bottle&cap = _150.342k ¢ (1.7B)

Save the filtered solution.

oA
SS1pt ~

.5.&-('-«»3‘«*'

;i %1'8 Determine the total weight of the sample
3 ,,E, Wt. Sample = 1.7A-1.3A = 110.72°l ¢ (1.84)
3 i 3 .
';i_ § Determine the weight of the filtered liquid
a3
~A. Wt. Liquid=1.7B-1.3B=__108.126L g (1.8B)
N .
X
1 Py Determine the weight of the filtered solids
g g Wt. Solids = 1.8A-1.8B=_2.6150 o (1.8C)
~ £
I N
Y §1.9 Measure out the appropriate volume of 0.01 M NaOH as instructed by the cognizant
¢ ¥ scientist into a plastic bottle
3
i 2 Vol.Used=__ 2° mL (1.9A)
%% 110 Label an appropriately sized wide-mouthed HDPE bottle as Awiol -AQ-20. Place a stir
' \\.i'é bar in this bottle. :
?
§:§ 1.11  Weigh Awiol -AQ-20 including cap and stir bar
4:3? Wt. Aw!I0l -AQ-20= /2 4780 g (1.11A4)
i% ~> Y ml emell
1.12  Slurry the filtered solids using a portion of OJ:EB: M NaOH (volume = 1.9A + 5); transfer
o this slurry to Aw 101 SAQ-20  Seluds s fricdy well 4o Fre €6 (e rmeabica—t
é ssturryto A0 2" -AQ — Do +3 sowg , St was oK omee weHed gy olown

1.13  Repeat step 1.12 four times to ensure complete transfer of the solids to_Aw!0! -AQ-20 *
ot t Ou HOrd Vsl of Glie, a Lo g imissel oy bttty ~—

1.14  Place the cap back on _Aw 10} -AQ-20 and weigh

‘ Wt Awiol.AQ20= 3. %17y (L144) ¢
. , X
p10I—AR 20
%A' saail WJ.J of salil coidns  rlpecnad o
s Gile - TS wss dgiardad, o k
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11/\\{4‘\

|$‘$\5’

1.15

* 1.16

1.17

1.18

1.19

1.20

121

1.22

1.23-

1.24

Determine the weight of the slurry
Wt. Slurry = 1.14A-1.11A = 18.-76287o (1.14B)

Equip Awio| -AQ-20 with a condenser, then place in an aluminum heating block at
85°C

Stir the sample in _Aw(ol -AQ-20 at 85°C for a minimum of 8 hours

Start date/time: __ 2//0/ 9% 18420
Stop date/time: _2/1 /94 0751

Allow to cool to ambient temperature (/ Aowr)

Remove the condenser and replace the original cap on _Awi°l -AQ-20.
Weigh Awiol -AQ-20 :

Wt. _AwIC(-AQ-20= 20,1198 g (1.18A)
Determine mass loss due to evaporation

Wt. Lost=1.18A-1.14A= 0277 (1.18B)
Label a disposable filter unit (0.45-um nylon) as _Aw1°l -AQ-30
Weigh Awin -AQ-30

Wt. Awiel AQ-30= 15,4040 g (1.20A)
Also weigh just the bottom part of the filter unit; i.e., the receiving bottle and cap

Wt. receiving bottle&cap = 41,9178 g . (1.20B)

’ Aol ‘

Connect _Aw!91 -AQ-30 to the vacuum line e el o ol Comels T )
Las hCM oot el ringsd .,o:""\ a Sw

Filter the wash slurry dout of DO M WOH, Tt vinte wAS

allowed o cplleck = B & e é..wshd
-t as P"”"‘ oy b o fn vaSuuy,

Disconnect from the vacuum once the liquid has filtered Team procasled Wit skep B3,

Place the cap on the top of the filter unit and weigh _A w10l ~AQ-30
Wt._Awil AQ-30=_FY. M8 4 (1.24A)

Carefully remove the funnel part of the apparatus from the receiving bottle, place the cap
on the receiving bottle and weigh.

Wt. receiving bottle&cap = S%.2792¢ (1.24B)

Transfer two 10-mL aliquots of the filtered solution to clean 20-mL HDPE sample vials
labeled as _Awidt -AQ-30A and _Awi®\ -AQ-30B.

Ay
< 1 [aa
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Cletked ok 12545 4a 2/12/94
. Mo pn'dawit .gc le-us. R
Note: Monitor the solution after ~24 h to determine if any solids form. Abetes

1.25  Determine the total weight of the slurry
Wt. Slurry = 1.24A-1.20A= 12.778 ¥ g. (1.254)
Deteﬁnine the weight of the filtered liquid
Wt. Liquid = 1.24B-120B=_'7. 46! o (] 25B)

Determine the weight of the filtered solids

Wt. Solids = 1.25A-125B=_1.3174 o (1.25C)
126  Measure out the appropriate volume of 0.01 M NaOH as instructed by the cognizant
scientist into a plastic bottle
Vol. Used=_ 29 mL (1.26A)
128 Weigh_Awiol -AQ-20 - L o woh ~4-"' =W/ “
- £ovs® »
Wt. _Awiol -AQ-20 =_— . g (1.28A)

1.29  Slurry the filtered solids using a portion of 0.01 M NaOH (volume = 1.26A + 5); transfer
this slurry to Awi01 ~AQ-20  wete:  Sotids wert mithe zasisr do slomry Hee Llelove(ier sip 12),
130  Repeat step 1.29 fou-r times to ensure complete transfer of the solids to _Awio1 -AQ-20 it

131 Weigh _gwiol -AQ-20

Wt._awiol -AQ-20= 31: 790 o (1314)
Determine the weight of the slurry o
. \o
Wt. Slurry = 1.31A-128A = 1%2290 g (131B)

132 Equip Awiol -AQ-20 with a condenser, then place in an aluminum heating block at -
85°C .

1.33  Stirthe samplein _Aw10] -AQ-20 at 85°C for a minimum of 8 hours

Start date/time: /1t/24 o [2:00
Stop date/time: _2-12-99 __ o7i4z

1.34  Allow to cool to ambient temperature ‘o rns

135  Remove the condenser and replace the original cap on _Aw10} -AQ-20.
Weigh _awiol -AQ-20

Wt Awiol .AQ20=21.5136 ¢ (1.35A)
’),\.4-.

/e84
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1.36

1.37

1.38

/% 139

13

k)

1.40

141

1.42

143

Determine mass loss due to evaporation
| Wt. Lost = 1.35A-1.31A= o. 1414 ¢- (1.36B)

Label a disposable filter unit (0.45-um nylon) as_Awrol _-AQ-50
Weigh _Awiot -AQ-50 .

Wt._Awiot AQ-50=¢5.ig44 ¢ (1.374)
Also weigh just the bottom part of the filter unit; i.e., the receiving bottle and cap

Wt. recciving bottle&cap = AL 982 g (L37B)
Connect Awio! -AQ-50 to the vacuum line

A-ﬁou‘h wiasles <¢H J u)'."”(\ 2.0l M AaOlt  as ot J'{"-P 1.2 .
~ Soms g \ide sdouck Ao s\ bour PV, “c{‘, f‘ﬁ""‘a ,

Filter the wash slurry
Disconnect from the vacuum once the liquid has filtered
Place the cap on the top of the filter unit and weigh _Aw(ol -AQ-50

Wt. Awlol AQ-50= _55.914¢ ¢ (1.41A)

Carefully remove the funnel part of the apparatus from the receiving bottle, place the cap
on the receiving bottle and weigh.

Wt. receiving bottle§&cap = 61-50¢4 o (1.41B)

Transfer two 10-mL aliquots of the filtered solution to clean 20-mL HDPE sample vials
labeled as _awiot ~AQ-50A and _Aw101-AQ-50B.

Polled  gumpl, =€P& o (2240 om /12099, bot Lt vimii iy solobon 1 Aa-c0, 50 Pt
Note: Monitor the solution after ~24 h to determine if any solids form. too\A Lt woitor’ €

solids, (s bt is cla |

Y raq 10:00 checked Solua, in
Awior= AR ~SO

Wt. Slurry = 1.41A-1.37A=_20-2344g  (L424) e clo’

Determine the total weight of the slurry

o precitit
Determine the weight of the filtered liquid e ‘*:é
. qus S L0
Wt. Liquid = 1.41B-1.37B=_!12.5290 o (1 49B) _jus wﬁ‘j;,,g.
X0 Mol -
Determine the weight of the filtered solids AN
. /iR
Wt. Solids = 1.42A-1.42B=__ [-21°3 (1.42C)
Measure out the appropriate volume of 0.01 M NaOH as instructed by the cognizant
scientist into a plastic bottle
Vol. Used=_ 22  mL (1.43A)
Akt X
2f12! K
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i ¢ 1.56  Filter the wash slurry

145 Weigh Awiol -AQ-20

Wit. _awlo! -AQ-20 12.6000 o (1.454)
> Al paek
1.46  Slurry the filtered solids using a portion of 0.01 M NaOH (volume = 1.43A + 5); transfer ’H+t

this slurry to _Aw101 -AQ-20
1.47  Repeat step 1.46 four times to ensure complete transfer of the solids to &-AQ-ZO
148 Weigh_Aw ol -AQ-20 '
Wt. _Awrol-AQ20= 318450 o (1.484)
Determine the weight of the slurry
Wt. Slurry = 1.48A-1.45A = _ja. 2450 ¢ (1.48B)

—, Stoppad lact o 07995 will veroa vat  oHeR.
v 149  Equip A9 -AQ-20 with a condenser, then place in an aluminum heating block at

85°C
1.50  Stir the sample in _Aw!10t -AQ-20 at 85°C for a minimum of 8 hours

Start date/time: 2-16-99 1313 am
Stop date/time: 2-17.49 CTi42Z ap

1.51  Allow to cool to ambient temperature- 2 ks

152 Remove the condenser and replace the original cap on _Awio| -AQ-ZO
Weigh Awiol -AQ-20

Wt. Awio| -AQ-20=3.6388 ¢ (1.52A)
. Determine mass loss due to evaporation
Wt. Lost = 1.52A-148A= 0-2062 ¢ ~  (1.52B)
1.53  Label a'disposable filter unit (0.45-pum nylon) as _4wio; -AQ-70

1.54 Weigh _Awio -AQ-70

Wt. Aw10l-AQ-70 = (52459 g (1.544)
Also weigh just the bottom part of the filter unit; i.e., the receiving bottle and cap
Wt. receiving bottle&cap =47,1{54 g (1.54B)

1.55 Connect Aw!01 -AQ-70 to the vacuum line
Ma« Mn' sk~ kw ringadt u’"‘“\
& Lo wl 001 M waOH,

1.57 Disconnect from the vacuum once the liquid has filtered

Ak
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1.58  Place the cap on the top of the filter unit and weigh _awi2! -AQ-70 '
Wt._awiof AQ-70=_&5-5|z6 (1.584)

Carefully remove the funnel part of the apparatus from the receiving bottle, place the cap
on the receiving bottle and weigh.

Wt. receiving bottle&cap = £!-0480 (1.58B)

Transfer two 10-mL aliquots of the filtered solution to clean 20-mL HDPE sample vials
labeled as _Awior -AQ-70A and _awidl -AQ-T0B.  (Agein, left &ttt Afoml belioed §n 42220
G dbsacvabomD)

. \ids
Note: Monitor the solution after ~24 h to determine if any solids form. z/’?/ R 9;«{; N_:a ”
T F\y.)lb - -

1.59  Determine the total weight of the slurry G, PO L
3+ Awiol -AQ-P8
Wt. Slurry = 1.58A-1.54A = _20.2667 o (] 59A)
Determine the weight of the filtered liquid
Wt. Liquid = 1.58B-1.54B=_12. %2L o (] 50B)
Determine the weight of the filtered solids
, Wt. Solids = 1.59A-1.59B=_ -3l o (1.59C)
1.60  Measure out the appropriate volume of 0.01 M NaOH as instructed by the cognizant
scientist into a plastic bottle
Vol. Used=_*°  mL (1.60A)
1.62 Weigh AwI0] -AQ-20
Wt. Awlo] -AQ20=_1% %3¢ o . (L.624)
) . S x Yy mL *H’r
1.63  Slurry the filtered solids using a portion of 0.01 M NaOH (volume = 1.60A + 5); transfer
this slurry toAviov -AQ-20
1.64  Repeat step 1.63 four times to ensure complete transfer of the solids to_4~'! -AQ-20
1.65 Weigh Awiol -AQ-20 .
Wt._Awiv) -AQ20= 3I. 9106 4 (1.654)
Determine the weight of the slurry
Wt. Slurry = 1.65A-1.62A= _[4.37al g (1.65B)
1,66  Equip Aw10) -AQ-20 with a condenser, then place in an aluminum heating block at
85°C
Nk
7_1 v |q'o\
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84

M‘
’24.0

1.67

1.68

1.69

1.70

- 171

1.72
1.73
1.74
1.75

1.76
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Stir the sample in _aw 0] -AQ-20 at 85°C for a minimum of 8 hours -

Start date/time: __2/17 /49 Jivos~
Stop date/time: _ 2-18-99 07142

Allow to cool to ambient temperature { 4.,

Remove the condenser and replace the original cap on _4Aw1v) -AQ-20.
Weigh Awiol  -AQ-20

Wt _agwpl -AQ-20=3L.7471 g (1.694)

Determine mass loss due to evaporation
| Wt. Lost = 1.65A-1.69A=_0- %3575 (1.69B)

Label a disposable filter unit (0.45-um nylon) as _gwio; _-AQ-90
Weigh Awie] -AQ-90. .

Wt. _4w)oi-AQ-90 = £5,22.34 g (1.714)
Also weigh just the bottom part of thc;, filter unit; i.e., the receiving bottle and cap

Wt. receiving bottle&cap = 42,0873 g (1.71B)
Connect Awioi- -AQ-90 to the vacuum line

She bow vinsd Wl Cnall awsi~F of .0l M aladH, wifh
Filter the wash slurry rint Ly pussel Hesusl, He Clie iode A¥OI-AQ-22
Disconnect from the vacuum once the liquid has filtered
Place the cap on the top of the filter unit and weigh 4wl -AQ-90

Wt awrol - AQ-90=_%H4. 2s¥ o (1.754)

Carefully remove the funnel part of the apparatus from the receiving bottle, place the cap
on the receiving bottle and weigh. )

'Wt. receiving bottle&cap=_<1. 9714 (1.75B)
. ' : e
Transfer two 10-mL aliquots of the filtered solution to clean 20-mL HDPE sample vials ';,?t:k ) “f‘
labeled as _Awiol -AQ-90A and _Awiwl -AQ-90B. P .ﬁ&';" o
- vt L
, 0
Note: Monitor the solution after ~24 h to determine if any solids form. - B o ¥
| é"f”/q( 2 "w/.
Determine the total weight of the slurry L Ty é,,«;;
. <~ 9 .
Wt. Slurry = 1.75A-1.71A = _1%-4524 5 (1.76A) (:.;:;‘"_' poro®
.ﬁ&
At
1 l \Q’ 44




2| \"\'q(‘

1.77
1.78
1.79

1.80

1.81

1.82

1.82

1.83

1.34

1.85

1.86

1.87

Determine the weight of the filtered liquid
Wt. Liquid = 1.75B-1.71B=_t7-¥81 o (]176B)
Determine the weight of the filtered solids
Wt. Solids = 1.76A-1.76B=__1.12§3 o  (1.76C)
Label a glass vial as Awt91 -AQ-100
Dry Awlol -AQ-100 at 105°C for a minimum of 1h  &8:45 > lei48
Cool _Awi19! -AQ-100 to ambient temperature in a desiccator
Weigh awlot ~AQ-100
' Wt. 419 -AQ-100= (8270 g (1.80A)
Sxdmbt

Using several portions of deionized water, quantitatively transfer the washed solids from T

the filter membrane to Aw (o1 -AQ-100 wok: Firsh pwo alijuoks oF wake wove tised
o acl vial AW01-4R~20, (o ttat

Weigh 4w 01 -AQ-100 all cofids cauld b udirmwu. -P-éto«»k
Bl et P“H(:i fw&« ;o oy
Wt. agwtol ~AQ-100= 257761l ¢ (1.824) ctee co-es,

Heat _Aw o1 -AQ-100 at 80°C to evaporate excess water
Heat Awi0) -AQ-100 at 105°C overnight  2-25-99  remocd flem evcrwight heat
Cool _Awiel -AQ-100 to ambient temperature in a desiccator
Weigh.A+ o1 -AQ-100 _
Wt._Awiot -AQ-100 = 168847 g (1.85A)
Determipe the dry weight of the washed solids -
Wt. Dry Solids = 1.85A-1.82A = _©.65770 g(1.86A)

The washed solids are to be submitted for analysis. The cognizant scientist will pi'epare
the required ASR.

@) A ovewtich o Mt gas (G ?""”3

o R Pagas 13 Heswh (4 dea] with ¢ canchit ljca:Lzu-:) +esk, P ba

irectom of BNRL , He  Camshic iy sas wot prmformted | A\ (/l”‘“

———

BNFL-TP-29953-9 ( Page 12 bf 19

. g s o - - PR




1x B. Raw Data

Appen




@) LWHEYEL 4o sarmpbs  .AWIOL -SOL-20A1 —> AWID -SoL -SOA

Analytical Chemistry Laboratory (ACL) Analytical Services Request (ASR)

(Cover Page ... information applicable to all samples in series)

Requested By:_Gregg J. Lumetta 2oyt 4. Pz 2718799 376-6911 _ - __P7-25
' Print Name "Signature/Date Phone MSIN

Requester - Please Complete A1l Fields In This Section, Unless Specified “Optional™ or ASR is a Revision

Request ID (optional): Hatrix: XxSamples vary (specify on Request Page), or

PHL Project Number (if known): 29453 Liquid: _ Aqueous _ Organic __Multi-phasic
@

Work Order/Pkg.: Solid: _ Soil _ Sludge _ Sediment _ Glass

Cost Estimate ($): __Filter _ Smear __Metal _ Organic __Other Solids
'%;i'ﬁ? :

Protocol Requirement: XWNone _ RCRA _ CERCLA, or

Solid/Liquid Mixture: __ Gas: ___

Biological: _ Tissue _ Urine _ Feces

Other (specify):

Process Knowledge: __‘/Samp'le Information Check List, or

e

L

Hold Time Requirement: XMNone _ RCRA _ CERCLA, or Reference Doc.:

Other (specify): PCBs Present: No Yes

—
G

<

TPA Support: , . XMNo, or

Sample Disposition ...

Hilestone No.: Untreated Sample(s): __Return __Dispose XStore, or

Reference Doc.:

2XMCS-033, or
Prep’d Sample(s):  _ Dispose _ Return XStore, or

Other ACL QA Plan (specify):

Reference Doc.:

Additional QA Requirements: _ No, or

R4

Reference Doc.:

Additional Instructions: XHNo, or

Reference Doc.:

Date Report Req‘d: (bD

Send Report to: G.J. {umetta

2
Gt

Date Sampled (optional): MSIN:_P7-25 Phone:

Time Sampled (optional): Fax (optional):
—

For ACL Use Only ... Do Not Complete This Section

Date.Delivered: Job Group (optional):
Time Delivered (optional): Sample Group (optional):
Deliv. By (if known): PNL 'Impact Level: 1 _2 _3
Received By: DQ Review Req’d: __No _ Yes ACL Waste: __No _ Yes
} Resp. ACL Mgr:: . ASR Number: Revision: _ Yes
Signature/Date: ACL Numbers:.

QY TCP/ACS Anbn wudlid by 3/5/54
Ml ohevs y/=/44 .,
L YeYet for all  othes




AW101 Samples

" Laser
Acid  "KOH Na0, . (o : ICP-MS Total  Fluorimetry

Sample ID Description Digestion _Fusion Fusion ICP/AES (anions) TOC TIC (*Tc) GEA *°Sr Alpha )
AWI101-SOL-30A1 AWI01 Liquid X X - X X X X X X X X
AW101-SOL-30A2 AWI101 Liquid X X X X X X X X X X
AW101-SOL-40A1 AWI101 Liquid X X X X X X X X X X
AW101-SOL-40A2 AWI101 Liquid X X X X X X X X X X
AWI101-SOL-50A1 AW101 Liquid X X X X X X X X X X
AW101-SOL-50A2 AW101 Liquid X X X X X X X X X X
AW101-AQ-30A AW101 Wash Solution X X X X X X X X X X
AW101-AQ-30B——— AW Wash-Sotutiomr—3— — X X X—XK % H—K—— *—> (a)
AW101-AQ-50A AW101 Wash Solution X X X X X X X X X X
-AWH1-AQ-S0B——A W10 Wash-Selution X X X X3 X KN 3f N (4)
AW101-AQ-70A AW101 Wash Solution X _ X X X X X X X X X
AWIOF=AQ=70B AW+ Washr Sotution p X X XK p K——K——K X—-> (&)
AW101-AQ-90A AW101 Wash Solution X X X X X X X X X X
AWIOT=AQ=90B AW WmsirSolution X —X X 13 3 2L -X X X X (&)
AW101-AQ-100 Washed AW101 Solids X X X X X X X X X X X

can Avclant  thate sorntles L now v P ;v\.f'!“'u;.‘h"“"

Lo, Poul Townsen o~ 2/17/44
A\ 28/




ASR 5275 Addendum

Gregg Lumetta
March 16, 1999

Sample AW101-AQ-100 has been dissolved in acid for analysis. The solution with the dissolved
solids is labeled as AW101-AQ-100D. The sample matrix is 0.1M HCI.

AW101-AQ-100D needs to be subjected to the following analyses:

ICP

ICP-MS (PTc)

GEA

Sr

Total alpha

Laser fluorimetry (U)




From: MJohnson@bnﬂmc com

Sent: Monday, March 01, 1989 7:45 AM

To: Lumetta, Gregg J; PTownson@bnﬂinc.com
Subject: Fwd[2]:AW-101 Testing

Gregg - | concur with your recommendation for analyzing the ~0.058 grams of AW-101 solids
remaining after washing. _

Please proceed with dissolution of the solids in acid and conducting analyses for metals and
radionuclides per Table 6-1 from BNFL letter 000749 (Revision to Ultrafiltration / Solids
Dissolution Test Specification. | understand there is insufficient solids to accomplish these
analyses in duplicate. | also understand there is insufficient solids conduct the requested anion
analyses.

Michael Johnson
Forward Header,
Subject: AW-101 Testing
Author: “Lumetta Gregg J" <gregq.lumetta@pnl.gov>
Date: 2/23/99 2:23 PM

Paul:

This message is to update you on progress made and to seek your counsel on a technical issue
we've encountered.

First, the solubility versus temperature test with the AW-101 LAW sample was completed. This
test proceeded according to plan (test plan BNFL-TP-29953-7) with no problems encountered.
The samples from this test have been submitted for analysis.

Second, the washing test with the AW-101 LAW entrained solids was also completed. Agam the
test when according to plan (test plan BNFL-TP-29953-9). Samples of the washing solutions
have been submitted for analysis.

However, here's where the problem comes in. There is only a small amount (0.058 g) of residual
solids remaining. With this small amount of material, we cannot perform all the analyses originally
planned, much less do them in duplicate. So the question is: How should we proceed with
analyzing the solids?

My recommendation would be to dissolve the solids in acid (HCI with perhaps HNO3 or HF
added, as needed). The resulting solution could then be analyzed, but we could not analyze for
the following constituents: TOC, TIC, Cl, F, NO3, SO4, PO4 (although we would get the total P
concentration by ICP).

I'll await your advice on this matter.

Gregg

I’
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Protocol for Dissolving Sample AW101-AQ-100

Purpose

The quantity of residual solids from the AW-101 LAW entrained solids washing test was such
that the full suite of analyses requested by BNFL could not be completed. There was not enough
material to do the KOH and Na,0; fusions. The purpose of this protocol is to dissolve the residual
AW.-101 solids for ICP/AES and radiochemical analysis.

‘
';I“‘[q
\ Instructions

S5 @ Heat AW101-AQ-100 at 105°C for 1 h ot 1319 am-12i45 |
Cool AW101-AQ-100 in a desiccator, then weigh . {

Wt. AW101-AQ-100= 16.879 ¢ (2a)

3. Add 5 mL of concentrated (12 M) HCI (Ultrex-grade) to AW101-AQ-100 ?

4, Place the cap loosely on AW101-AQ-100 and heat in the aluminum heating block at 5" ¢ o738 tee
90°C.

" Occasionally, tighten the cép and swirl the vial to contact the acid with the solids on the
wall of the vial. Loosen the cap and continue to heat.

5. Continue to heat until all solids_ dissolved. If solids are not dissolved after 1 hour, consult

with GJ Lumetta.
Aftar 210 post of fe coWds Lo dliesol s, bt Hoeve wous s sount. Added fet

of comls Hn0y (a4 1l:06), Ripedt shp . Atk L5 h o Wik solld bed  foveed, TS
odid Fedut b colleh averl flu flosnds oF H op ad e poiat,wx proctatd

Wt sy b 4o Ampet pt acid.

6. Once all solids dissolved, remove the cap from AW101-AQ-100 and evaporate to dryness Noda‘\-z 3-5-49
at 90°C. e

7. Add4mLo MHCl to AW101-AQ-100 to dissolve the sample. f

8. Transfer the solutionto a volumetric flask. A

9. Add another 4 mL of 0.1 MHCl to A’
liquid to the volumetric flask.

=AQ-100 to rinse the vial; transfer this rinse

10. Repeat step 8 three times for a total of 4 rinses of AW101- 00. Note: Do not discard

‘ vial AW101-AQ-100.




Note: Take measures to ensure bottle AW101-AQ-100C is free of external removable
contamination when removed from the hot cell.

v 1. Use five 5-mL aliquots of 0.1 M HCl to quantitatively transfer the material from H g-12-1 ?
AW101-AQ-100 to AW101-AQ-100C (a 30-mL HDPE vial).

/ 8. Remove AW101-AQ-100C from the hot cell.

e’ Provided the dose rate (at 6”) is less than 3000 mrem/h, transfer AW101-AQ-100C to lab

511, > 1725
v~ 10.  Heat AW101-AQ-100 at 105°C for 1h  SMt 130 pim Z-12-99
‘ Hep R130,m
/1. Cool AW101-AQ-100 in a desiccator, then weigh
Wt. AW101-AQ-100= _{(, 7787 g (152)

~12.  Determine the weight of the solids

Wt. solids=2a—15a=_2-1%40 ¢ (15b) _
3/1L)A 13, 10 ml o (Dw HF s aldid dO AWIOL_AQ —100C (15000, ,yu,#,<l -
AL . ) |
4 Shvwed & bambi ot -[-u-ru,dv A .
;ﬁ;;’gﬁ UM Solids  wewt sPIl prepd. Hedsd st agp'C bt Ud off 4 tuagenit oLowin, .

{
g:00 —» 6200 Frwd w.‘fo....,&‘/ ERPN N

Stopped  hanFimy,

316l <. A Sal vrB HU ot 150, St ot 7% ontl 12018 ¢ Afgund 10 cool.
)”l‘-L‘
Flasg  Awd)o) -AQ ~108C wn$

Je oy v I-'? wid

e, Fildwsd  Hamoh o OudS-tim  Rylon miwmbrest,
Sesed Lt seseml z il aliguts o6 01 HUL with

b vsd P e Ange e S8

(olobian w5 lilotal 2 28mb a4 vel. £lysk i

—= Sample |

" y "j('uw Lt wimalme it H Ll s) ol wms  plocasd

o~ 3 4![0\’"‘/
im & glass vial laleled oF A

4~ edr Aoy,
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Battelle PNNL/RPG/Inorganic Analysis ... ICPAES Data Report

A0517
03/15/99
ASR5275
Multiplier=
ALO#=
Cllent ID=
Det, Limit Run Date=
(ug/mL) (Analyte)
0.015 Ag
0.060 Al
0.080 As
_0.050 B
0,010 Ba
0,010 Be
0,100 Bi
0.100 Ca
0,015 cd
0.100 Ce
0.025 Co
0.020 Cr
0.015 Cu
0.050 Dy
0,100 Eu
0.025 Fe
2,000 K
0,025 La
0.005 Li
0.100 Mg
0.005 Mn
0.030 Mo
0.100 Na
0.100 Nd
0.030 NI
0,100 P
0,060 Pb
0.300 Pd
0.300 Rh
0,075 Ru
0,050 Sb
0.050 Se
0,100 si
1.000 Sn
0,005 Sr
0.500 Te
0.800 Th
‘0,005 Ti
0.250 Tl
2.000 u
0,015 Vi
0.500 w
0.010 Y
0.020 Zn
0.025 Zr

ICP/EQL
@5
{ug/mL)
0.8
3.0
4.0
25
0.5
0.5
5.0
5.0
0.8
5.0
1.3
1.0
0.8
25
5.0
1.3
100.0
13
03
5.0
0.3
15
5.0
5.0
15
5.0
3.0
15.0
15.0
3.8
25
25
5.0
50.0
0.3
25.0
40.0
0.3
125
100.0
0.8
25.0
0.5
1.0
13

Data (1) from Book3

3 T, e

ICP/EQL

Q@125
(ug/mL.)
1.9
7.5
10.0
63
13
13
125
125
19
125
3.1
25,
1.9
6.3
125
34
250.0
3.1
0.6
12,5
0.6
3.8
12,5
125
38
125
7.5
37.5
37.5
9.4
6.3
63
125
125.0
0.6
62.5
100.0
0.6
33
250.0
1.9
62,5
13
25
34

ICP/EQL
@50
(ug/mL)
75
30.0
40.0
250
5.0
5.0
50.0
50.0
75
50.0
125
10.0
75
25.0
50.0
125
1000.0
125
25
50.0
25
15.0
50.0
50.0
15.0
50.0
30.0
150.0
150.0
375
25.0
250
50.0
§00.0
25
250.0
400.0
25
125.0
1000.0
7.5
250.0
5.0
10.0
125

Filtrate,
Wash
Solutions

MARQ
(ug/mL)

750
78.0
150.0
750
30.0

15.0
17.0

150.0
75.0
35.0

150.0

150.0
90.0
75.0
30.0

300.0

170.0

17.0

600.0

16,5

Page 10of3
125 I 50.0 500
99-1151-PB @1 99-1151 @2 99-1152 @2
P rocess Blank AW101-SOL-30A1 AW101-SOL-30A2
© 31589 3/15/99 3115199
(ug/mL) (ug/mL) (ug/mL)
= [0.81) [0.77}
(7.3 17,600 18,300
- [12) 112]
112 95.9 71.2
- [1.5] (1.6
- - [9.3) 1]
- 2.1 [2.0)
- 62.9 65.0
- {1.6] [1.6]
[0.39) [3.5) {3.5])
- 24,400 25,600
- [0.57) {0.44]
117 143,000 145,000
- [5.1 [5.3]
- 344 358
- 38.9 42.7
- [5.2} [5.1]
- {5.7] 15.3)
119 264 202
- 841 [86]
{0.092] - -
- 74] [76]
10.32) 16.3]) 6.7
- (6.7 [6.8]

3/16/99 @ 1:43 PM




- Battelle PNNL/RPG/Inorganic Analysis ... ICPAES Data Report

Page 2 of 3

A0517
03/15/99
ASR5275 -
Multiplier= 50.0 50.0 50.0 50.0 125
ALO#=  |99-1153 @2 99-1154 @2 99-1155 @2 99-1156 @2 99-1157 @1
CllentID= |AW101-SOL-40A1 AW101-SOL-40A2 AW101-SOL-50A1 AW101-SOL-50A2 A W1 01-AQ-304
Det, Limit Run Date= 315/99 31509 311589 3/15/99 31599
{ug/mL) (Analyte) {ug/mL) (ug/mL) {ug/mL) (ug/mL) (ug/mL)
0,015 Ag [0.84] [0.81] [0.84] [0.82) -
0.060 Al 18,600 18,600 19,200 18,700 1,080
0,080 As [12) {11) {12) (11} -
) 0.050 B 98.0 89.8 89.2 94.7 31.3
0.010 Ba - — - -~ -
0,010 Be [1.6] [1.6] [1.7] [1.6] - -
0,100 Bi - - - - -
0,100 Ca {11] {11} [12} (10} -
0,015 Cd [2.1) [2.0] 2.1) [2.0) -
0,100 Ce - - - - -
0,025 Co - - — - -
0,020 Cr 67.5 67.4 70.6 68.8 64.4
0.015 Cu [1.6] [1.5) [1.2] [1.5] -
0.050 Dy - - - - -
0,100 Eu - - - - -
0.025 Fe [4.4] [4.0] [4.4) [4.2] -
2,000 K 26,000 26,000 26,700 26,000 1,580
0.025 La - . - - - -
0.005 L {0.51) [0.39) [0.48] [0.40} -
0.100 Mg - - - - -
0,005 Mn - - - - -
0,030 Mo - - - - -
0,100 Na 146,000 146,000 147,000 146,000 12,000
0,100 Nd - — - - —
0,030 Ni {5.3] [5.2] [5.5) [5.51 [1.4]
0,100 P 361 357 372 364 [12}
0.060 Pb 48.6 40.0 40.7 42.0 [3.3]
0.300 Pd - - - - -
0.300 Rh - - — - -
0.075 Ru [5.1] {4.9) {5.0] {4.9] -
0.050 Sb — - — - -
0.050 Se (5.5} {5.5] 4.7} {5.0} -
0.100 Si 269 274 248 269 79.8
1.000 Sn [87] [86]) [87] {87] -
0,005 Sr - - -~ - -
0.500 Te - - - - -
0.800 Th - - - - -
0,005 -Ti - - - - -
0,250 Tl - - - - -
2,000 u - - - - -
0.015 Vv - - - - -
0.500 w [77} [77] 79) 77 -
0,010 Y - - — -~ -
0.020 Zn . {6.6) 16.6] 7.0} [6.7) -
0.025 Zr [7.0] [7.2} 7.1] -

[7.0]

Data (1) from Book3

3/16/99 @ 1:43 PM




Battelle PNNL/RPG/Inorganic Analysis ... ICPAES Data Report

Page 3 of 3

A0517
03/15/99
ASR5275 ‘
Multiplier= 12.5 | 5.0 5.0 5.0
ALO#= 99-1157-DUP @1 99-1158 @1 99-1159 @1 99-1160 @1
Cllent ID= |AW101-AQ-30A-DUP AW101-AQ-50A AW101-AQ-70A AW101-AQ-90A
Det, Limit Run Date= 3/15199 3/15/99 3115199 311589

(ug/mL) (Analyte) (ug/mL) (ug/mL) {ug/mL) {ug/mL)
0.015 Ag - - - -
0.060 Al 1,100 89.6 49.6 38.5
0.080 As - - - -

, 0,050 B 29.8 27.5 274 27.5
0.010 Ba - [0.094] [0.066] {0.15)
0,010 Be - - - -
0.100 Bi - - - -
0.100 Ca - - - -
0,015 Cd - - - -
0,100 Ce - - - -
0.025 Co - - - -
0.020 cr 65.6 5.36 1.72 [0.471
0,015 Cu - - - -
0.050 Dy - - - -
0,100 Eu - - - -
0.025 Fe - {0.38] {0.65} [0.67]
2,000 K 1,640 (58] - -
0.025 La - - - -
0.005 L - - - -
0.100 Mg - - - -
0,005 Mn - {0.023] 0.428 0.382
0,030 Mo - - - -

‘0,100 Na 12,300 783 283 243
0,100 Nd - - - -
0,030 NI [1.4]) - - -
0.100 P {12) [1.2] [0.57] -
0.060 Pb - {0.36) - -~
0.300 Pd - - - -
0.300 Rh - - - -
0.075 Ru - - - -
0.050 sb - - - -
0.050 Se - - - -
0.100 sl 68.5 62.9 72.4 61.2
1.000 Sn - - - -
0.005 Sr - - - -
0.500 Te - - - -
0.800 Th - - - -
0.005 Ti - - [0.031] [0.032]
0.250 Ti - - - -
2,000 u - - - -
0.015 v - - - -
0.500 w - - - -
0.010 Y - - - -
0,020 Zn - - - [0.25]}
0.025 Zr - - [0.271 [0.25]

Data (1) from Book3

3/16/99 @ 1:43 PM
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EXHIBIT X
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PNL ALO 128

Nitric and Hydrochloric Acld Extraction of qumds Uslng a Dry-Block Heater

X ACL orcior nl;mbor or Vial -Snmplo Smxp_p_d_m Final x;:luF:lon Proce aaA
ACL Semple ID Cllent sample 1D {dontifior Volumo (ml) Volume {m1) Wolght (g} Volume (ml) Factor (1)
@,’ 1&- P& - 1151 — P o ! o~ P rr—————
?55’ 2 199- s 1Awio1-SoL-20A1 | v ¢ : )
'\»‘?“' 3 | 99-ll&2 Rlo1ol-SoL- 30A7 \ E \ '
’ § 1 Q9-i153 Awlp)-SolL - HOA| / ! ) .
5 | 99-1154 AWIOL - SoL.- H0A2. / K /
6 | 99-/1 55 Awlol-SoL - S0A| { : \
7 199-115¢C nwtot - 3oL~ Sop?. w‘{ \ ; { /
99-1157 AWLOL~AQ, - 304 2 mi. f 5 / ' T '
94 - 1157 Duwp | AWIo I-AQ-Z3oA \L \ ! \ )
99-11s8 AWiol-AC-S0 A4 Smlb I : \ :
99-1159 Awlol- AR ~70 A ‘ / .
9-116e> | pwior-Aa-Tos 14 v\ Nz
1
{

(1)

= Flnal volumo {m!) /Sample volumo (mi)

Othor samplo proparatlon workshoels may ba subsliluled at tha discralion of the Cognizant Scienlist, Uso one workshool per client.

14 ’ Pt _—\___ (‘,ﬂ
/-
Analyst's samplo preparation commenIS' Piped shecks % -#/mz/qg . LMJV @ Smi Splko gourco: M E
Relprer # 260 -6~ 0/-026 /. 00/34 Py '33,, PNL splke ID number:
. 00/l . 4.9 5T Anal, balanco M&TE:
). 0017 - S.00/2, . :
J. 000, : <] 9557, Sample {itored (yes/no):
0. 99714 <, 0oR0,,
- J
Procoss factor

Reviewer/Date:

Analyst/Date: T4~ 13’/“7 Sb/iy

Rev. 2,0 7-28-95

JMR




Battelle PNNL/325 Bldg/RPG/Inorganic Analysis ...
, ICPAES Data Report

Project: 29953
Client: . G.J. Lumetta

ACL Number(s): 99-1161, 99-1458-Zr & 99-1458-Ni

Client ID: “AW101-AQ-100d”, “AN107-AQ-100"(Zr) & “AN107-AQ-100"(Ni)

ASR Number: 5275 & 5319

Total Samples: 3

Procedure: PNL-ALOQ-211, "Determination of Elements by Inductively Coupled
Argon Plasma Atomic Emission Spectrometry" (ICP-AES).

Analyst: J. J. Wagner

Analysis Date (Filename): 4-22-99 (A0524) and 4-27-99 (A0525)

See system file: "ICP-325-405-1" for traceability to Calibratioh,
Quality Control, Verification, and Raw Data.

M&TE Number: ICPAES instrument -- WB73520
Mettler AT400 Balance -- Ser.No. 360-06-01-029

y Cid S 5497

gﬂewed by

W//%Mgv/ 77

‘Concur

5/4/99
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Battelle PNNL/325 Bldg/RPG/Inorganic Analysis ...
ICPAES Data Report

One radioactive solid sample AN107-AQ-100 (ASR 5319) was analyzed by ICPAES after
preparation by the 325 Shielded Analytical Laboratory (SAL) using two fusion preparation
procedures: PNNL-ALO-114 Na202-NaOH/Zr and PNNL-ALO-115 KOH/Ni.
Approximately 0.05 to 0.06-gram aliquots were used for each procedure. After samples

- were fused they were diluted to a final volume of 50 ml. Additional dilution, up to 10 fold,

was performed during ICPAES analysis. All measurement results reported have been
corrected for preparation and analytical dilution. Because of limited sample material,
duplicates were not prepared. Analytes of interest include Ag, Al, Ba, Ca, Cd, Co, Cr, Cu,
Fe, K, La, Mg, Mn, Mo, Na, Ni, P, Pb, Si, Ti, U, Zn and Zr.

Sample AW101-AQ-100d (ASR 5275) was prepared by the client and analyzed by ICPAES
without further processing other than necessary analytical dilution up to 5-fold. Analytes
of interest are the same as those listed above. Measurement results have been corrected for
analytical dilution only. Results are reported as pig/ml as agreed upon by the client.

All quality control checks met tolerance requirements for analytes of interest except as
noted below. . Following is a list of quality control check measurement results relative to
ICPAES analysis tolerance requirements under MCS-033.

Five fold serial dilution: .
(Solid samples) All results are within tolerance limit of < 10% after correcting for

dilution.
(Aqueous samples) All results were within tolerance limit of < 10% after correcting

for dilution except Mg in sample AW101-AQ-100d @5 and
AW101-AQ-100d @1. Mg concentration was recovered within
13% after dilution correction. All other analytes of interest in the
above sample were within 4% after dilution correction.

Duplicate RPD (Relative Percent Difference):
(Solid samples) - No duplicates were prepared because of limited sample material.
(Aqueous samples) No duplicates were provided.

Post-Spiked Samples (Group A):

" (Solid samples) All analytes of interest were recovered within tolerance of 75 to
125%.
(Aqueous samples) All analytes of interest were recovered within tolerance of 75 to
125%. :

5/4/99

Page 2



Battelle PNNL/325 Bldg/RPG/Inorganic Analysis ...

ICPAES Data Report

Post-Spiked Samples (Group B):

(Solid samples)

(Aqueous samples)
Blank Spike:
(Solid samples)
(Aqueous samples)

Matrix Spiked Sample:
(Solid samples)

(Aqueous samples)

All analytes of interest were recovered within tolerance of 75 to
125%.

All analytes of interest were recovered within tolerance of 75 to
125%. '

A blank spike was not prepared.

A blank spike was not provided.

A matrix spike was not prepared.

A matrix-spike was not provided.

Quality Control Check Standards:

Concentration of all analytes of interest, except for Si, was
recovered within tolerance of + 10% accuracy in the standards:
QC_MCVA, QC_MCYVB, and QC_SSTMCY. Calibration Blank
(ICP98.0) concentration was less than two times IDL. Silicon was
slightly high (about 14 %) in one determination of QC_SSTMCYV.
Silicon in QC_MCYVA check standard was within 5% of the true
value of 20 pg/ml, which was run several times during the analysis,
thus, measurement results for Silicon in the samples are not likely
to be affected.

High Calibration Standard Check:

5/4/99

Verification of the high-end calibration concentration for all
analytes of interest was within tolerance of + 5% accuracy except
for Ca, Fe, and U. These three analytes were slightly high,
between 6% and 7%, in the high-end cal. check standard.
Measurement results for these analytes in the samples were closer
to mid-range concentrations like those found in QC_MCVA.
Therefore, sample measurement results are not likely to be
affected by the slightly high recovery for Ca, Fe, and U.

Page 3
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Battelle PNNL/325 Bldg/RPG/Inorganic Analysis ...

Process Blank:
(Solid samples)

(Aqueous samples)

ICPAES Data Report

All analytes of interest were within tolerance limit of < EQL or <
5% of sample concentration except Ca in ALO-114 prepared
samples and Na in ALO-115 prepared samples. Concentration of
Ca in the process.blank for sample AN107-AQ-100 (Zr) was about
52% of that in the sample. Concentration of Na in the process
blank for sample AN107-AQ-100 (Ni) was about 12% of that in
the sample.

No preparation blank provided.

Laboratory Control Standard:

(Solid samples)

(Aqueous samples)

All analytes of interest at a concentration equal to or greater than
EQL were recovered within tolerance of 75% to 125% in both
fusion prepared LCS standards. SRM-2710 Montana Soil was
used for the LCS in both ALO-114 and ALO-115 fusion
preparations.

No LCS provided.

Analytes other than those requested by the client are for information only. Please note
bracketed values listed in the data report are within ten times instrument detection limit
and have a potential uncertainty much greater than 15%.

Comments: . .
1) “Final Results" have been corrected for all laboratory dilution performed on the sample
. during processing and analysis unless specifically noted.
2) Detection limits (DL) shown are for acidified water. Detection limits for other matrices may
be determined if requested.
3) Routine precision and bias is typically + 15% or better for samples in dilute, acidified water
(e.g. 2% v/v HNO; or less) at analyte concentrations greater than ten times detection limit up
to the upper calibration level. This also presumes that the total dissolved solids concentration
in the sample is less than 5000 pg/mL (0.5 per cent by weight).
4) Absolute precision, bias and detection limits may be determined on each sample if required
by the client.
5) The maximum number of significant figures for all ICP measurements is 2.
5/4/99
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Battelle PNNL/RPG/Inorganic Analysis ... ICPAES Data Rep&ff 1t

Multipller= 814.3 l 1900.1 I
ALO#= |99-1458-Zr-PB 99-1458-Zr @ 2.3333
Cllent ID= |AN107-AQ-100 AN107-AQ-100
Det. Limit Run Date= 4/22/99 4/22/99
Ldugimy)  (Analyte) | udlg uglg_
0.015 Ag [12] [52]
0.060 Al [200] 18,800 -
0.080 " As - [200]
0.050 B {491 -
0.010 Ba [9.0] 1,410
0.010 Be - -
0.100 Bi - -
0.100 Ca 3,540 6,820
0.015 cd - [69]
0.100 Ce [150] 5,820
0.025 Co - -
0.020 Cr [35] 9,160
0.015 Cu [28] 194]
0.050 Dy - -
0.100 "Eu - -
0.025 Fe 366 245,000
2.000 K [2,000] -
0.025 La [30] 1,940
0.005 U [29] 571
0.100 Mg - [1,200]
0.005 Mn [7.3] 143,000
0.030 Mo - -
0.100 Nd [100] 6,710
0.030 NI 439 749
0.100 © P [96] .[1,300]
0.060 Pb [85] 18,700
0.300 Pd - {3,300]
0.300 Rh . - -
0.075 Ru - {450]
0.050 Sh [96] [210]
0.050 Se [76] 1350]
0.100 si [380] 6,930
1.000 Sn - [3,500]
0.005 Sr 56.0 220
0.500 Te - -
0.800 Th - -
0.005 T [10] 185
0.250 Tl - -
2,000 u - [4,000]
0.015 v [13] [4s]
0.500 w - -
0.010 Y - 811
0'020 Zn - 1’670 ..........................

Note: 1) Overall error greater than 10-times detection limit is estimated to be within +/- 15%.
within 10-times detection limit with errors likely to exceed 15%.
3) “--* indicate measurement is below detection. Sample detection limit may be found by
multiplying "det. limit" (far left column) by "multiplier* (top of each column).

2) Values in brackets [] are

Data (1) from *A0524 G.Lumetta ALO-114,115 BNFL AN107-AQ-100, -100d ASR5319,5275 IGPEBISWeXIR:54 PM
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Battelle PNNL/RPG/Inorganic Analysis ... ICPAES Data RepGff o'

Multiplier= 994.0 | 4970.2 l
ALO#= -]|99-1458-Ni-PB 99-1458-Ni @5
Client ID= |AN107-AQ-100 AN107-AQ-100
Det. Limit Run Date= 4/22/99 4/22/99
m"(.gglmL) (Analyte) ug/g ug/g
0.015 Ag [15] [90] - -
0.060 Al [320] 20,000 - -
0.080 As [100] - - -
0.050 B [200] {400] - ' -
0.010 Ba - 1,470 - -
0.010 Be - - - -
0.100 Bi - - - -
0.100 Ca [150] [2,200] - -
0.015 Cd - [84] - -
0.100 Ce = 14,300] - -
0.025 Co [30] - - -
0.020 Cr [22] 10,100 - : -
0.015 Cu [24] [100] - -
0.050 Dy - - - -
0.100 Eu - i - - . -
0.025 Fe 388 273,000 - -
0.025 La [25] 1,990 - -
0.005 LI [15] [68] ) - -
0.100 i Mg [100] [740] - -
0.005 Mn 191 162,000 - -
0.030 Mo - - - -
0.100 Na 3,820 26,500 - -
0.100 Nd [100] 6,540 - -
0.100 . P [120] [2,000] - -
0.060 Pb [110] 15,900 - -
0.300 Pd - [3,300] - -
0.300 Rh - - - -
0.075 Ru - [530] - -
0.050 Sh [82] [330] - © -
0.050 Se [110] [570] - -
0.100 Si 1,640 7,470 . - -
1.000 Sn - - - -
0.005 Sr - [170] - A -
0.500 Te - - - -
0.800 Th - - - -
0.005 Ti [14] {210] - -
0.250 Tl - - - -
2.000 u - - - -
0,015 Vi - - - - -
0.500 w - - - -
0.010 Y - 652 - -
0.020 Zn [39] 1,770 - -
0.025 Zr - 3,190 - -

Note: 1) Overall error greater than 10-times detection limit is estimated to be within +/- 15%.
2) Values in brackets [] are within 10-times detection limit with errors likely to exceed 15%.
3) *-" indicate measurement is below detsction. Sample detection limit may be found by
multiplying “det. limit" (far left column) by *mulitiplier” (top of each column).

Data (1) from “A0524 G.Lumetta ALO-114,115 BNFL AN107-AQ-100, -100d ASR5319,5275 I@PEBISWEIR:40 PM




Battelle PNNL/RPG/Inorganic Analysis ... ICPAES Data Report™e o'

Multiplier= 1.0
ALO#= 99-1161 @1
Client ID= |AW101-AQ-100d
Det. Limit  Run Date= 4/22/99
_____ (ug/mL) (Analyte) (ug/mL)
0.015 Ag 0.881 - - -
0.060 Al 67.3 - - -
0.080 As 10.12] - - -
0.050 B 34.3 - - -
0.010 Ba 6.47 - - -
0.010 Be [0.057] - - -
0.100 Bi 2,61 - - -
0.100 Ca 53.2 - - -
0.015 Cd 2,62 : - - -
0.100 Ce [0.46] - - ) -
0.025 Co 0.366 - - -
0,020 Cr 80.7 ‘e - -
0.015 Cu 1.30 - - -
0.050 Dy [0.11] - - -
0,100 Eu [0.15] - - -
0.025 Fe 113 - - -
2000 K 15.0] - - -
0,025 La 0.257 - - -
0.005 Li - 0.098 - - -
0,100 Mg 4.80 - - -
0.005 "~ Mn 105 - - -
0.030 Mo - - - -
0.100 Na 131 - - -
0.100 Nd [0.46] - - -
0.030 Ni 16.5 - - -
0,100 P 4.72 - - -
0.060 Pb 8.60 - - -
0.300 Pd - - - -
0.300 Rh - - - -
0.075 Ru - [0.34] - . - -
0.050 Sh [0.090] - - -
0.050 Se 10.23] - - . -
0,100 Si 398 - - -
1,000 sSn 13.5] - - -
0,005 Sr 0.734 - - -
0.500 Te - - - -
0.800 Th 14.5] - - -
0.005 Ti 0.766 - - -
0.250 Tl - - - -
2.000 U 428 - - -
0.015 i [0.058] - - -
'0.500 w - - - -
0.010 Y - [0.021] - - -
0.020 Zn 15.5 - - -
0.025 Zr 17.3 - - -

Note: 1) Overall error greater than 10-times detection limit is estimated to be within +/- 15%.
2) Values in brackets [] are within 10-times detection limit with errors likely to exceed 15%.
. 3) ~-*indicate measurement is below detection. Sample dstection limit may be found by
; multiplying *det. limit* (far left column) by "multiplier” (top of each column).

Data (1) from “A0524 G.Lumetta ALO-114,115 BNFL AN107-AQ-100, -100d ASR5319,5275 ICP98 2B @ 2:32 PM




Battelle PNNL/RPG/Inorganic Analysis --- IC Report

WO/Project: W48481&W48482/29953
Client: , G. Lumetta

ACL Nmbr(s): 99-1151 through 99-1160

Client ID: AW101 SOL and AW101 AQ series

ASR Nmbr 5275

Total Samples: 10 liquids

Procedure: PNL-ALO-212, "Determination of Inorganic Anions by Ion
‘ Chromatography" (IC).

" Analyst: MJ Steele .

Analysis Date: March 30-31,1999 and Reruns April 12-13, 1999

See Chemlcal Measurement Center 98620: IC File for Calibration and
Maintenance Records.

M&TE Number: IC instrument -- WD25214 .
Mettler AT400 Balance — Cal. No. 360-06-01-031

Analyst: CWJ //% / | % /27/? Vi
Approval: %// / // ‘?ﬁ 7/7 7
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Battelle PNNL/RPG/Inorganic Analysis --- IC Report

Final Results:

Ten liquid samples were analyzed by ion chromatography (IC) for inorganic anions as specified
in ASR 5275. The liquid samples were diluted 5-fold to 12.25-fold during the preparation of the
samples prior to distribution to the IC workstation, and were diluted at the IC workstation up to
200-fold to ensure that all anions were within the calibration range. The samples were initially
analyzed on March 30-31, 1999. From this run, the verification standards for many analytes
were below the 90% recovery acceptance criteria. Therefore the samples were reanalyzed on
April 12-13,1999. Only results from the final analysis run are provided in this report. The
results from the initial analysis run are included in the data package for information only.

Based on client communications the nitrate result for AW101-SOL-40A2 appears to be about a
factor of two higher than expected. The only other analyte in this sample at a high enough
concentration to provide reliable results nitrite, and the nitrite for sample AW101-SOL-40A2 is
only slightly higher than sample AW101-SOL-40A1. To provide sufficient sample for all
analyses requested, AW101-SOL samples had to be diluted 10-12 fold; it is possible that the
small volume sample was contaminated during the initial dilution. Both the initial run (which
failed QC) and the final run measured nitrate above 200,000 pg/ml.

The results for the samples from the April 12-13, 1999 run are presented in the table below.

IR * ‘;”!gl.m].:”: : T Ha@.‘}?
PROCESS BLANK <14 <14 <2.8
% RECOVERY 91 97 100
99-1151 AWI101-SOL-30A1 | 12.25 1,300 3,600 69,400 <600 {118,000| <1200 | <1200 | <1200
99-1152 AWI101-SOL-30A2 10 1,300 4,100 62,300 <500 |{120,000| <1000 | <1000 | <1000
% RECOVERY 91 115 110 105 111 100 103 107
99-1153 #1 AWI101-SOL-40A1 | 12.25 1,600 4,400 75,300 <600 {122,000 <1200 | <1200 | <1200
99-1153 #1 REPLICATE | AWI101-SOL-40A1 | 12.25 1,400 5,000 80,000 <300 |154,000] <613 | 1,752 | <613
RPD (%) 15 14 6 n/a 24 n/a n/a n/a
99-1153 #2 -AW101-SOL-40A1 | 12.25 1,100 3,000 65,400 <300 |124,000{ 1,400 | 1,400 | <600
99-1153 #2 REPLICATE | AWI101-SOL-40A1 | 12.25 1,200 3,800 64,600 <300 |125,000] 1,400 | 1,600 | <600
RPD (%) , 6 22 1 n/a 0 4 11 n/a
99-1154 AWI101-SOL-40A2 | 12.25 1,600 4,200 72,700 <600 1227,000f <1200 | <1200 | <1200
99-1155 AWI101-SOL-50A1 10 1,600 4,100 65,200 <500 |126,000f <1000 | <1000 | <1000
99-1156 AWI101-SOL-50A2 10 1,500 4,100 63,500 <500 |122,000| <1000 | <1000 | <1000
99-1157 AW101-AQ-30A 5 100 250 3,800 <25 7,300 <50 120 6,400
99-1158 AWI101-AQ-50A 5 6.0 11 170 <14 360 <28 6.5 210
99-1159 AWI101-AQ-70A 5 <1.4 3.0 8.0 <l.4 34 <28 <2.8 <2.8
99-1160 AWI101-AQ-90A 5 <14 25 <2.8 <14 2.7 <2.8 <2.8 <2.8
% RECOVERY © 98 110 - 108 107 103 101 104 86

+ RPD = Relative Percent Difference (between sample and duplicate)

ASR 5275.doc _ Page 2 of 3
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Battelle PNNL/RPG/Inorganic Analysis --- IC Report

Q.C. Comments:

Following are results of quality control checks performed during IC analyses. In general, quality
control checks met the requirements of the governing QA Plan, MCS-033.

Working Blank Spike/Process Blank Spike: Process Blank Spike recoveries ranged from 91% to
100%, well within the acceptance criteria of 75% to 125%.

Matrix Spiked Sample: The matrix spike recovery for sampies AW101-SOL-30A2 and
AW101-AQ-90A ranged from 86% to 115%. Again, this is well within the acceptance criteria
of 75% to 125%.

Duplicate: No duplicates were provided. However, the laboratory-dilution of sample
AW101-SOL-40A1 was analyzed in replicate (i.e., two different analysis injections) at the IC
workstation from two different IC workstation dilutions. Two replicate analyses failed the
acceptance criteria of a Relative Percent Difference less than 20%; nitrate on IC dilution #1 and
chloride on IC dilution #2. Based on QC performance of matrix spikes and verification
standards, no explanation can be offered for the poor precision on the one nitrate from IC
dilution #1. However, there are significant interference peaks between the fluoride and nitrite
retention times than can account for the poor precision of the chloride results, since chloride peak
baselines are difficult to establish.

System Blank/Processing Blanks: No anions were detected above reportable concentrations in -
the system blanks or in the processing/dilution blank.

Quality Control Calibration Verification Check Standards; Five mid-range verification standards

were analyzed throughout the analysis run. For all reported results, the concentrations of all
analytes of interest were recovered within the governing QA Plan acceptance criteria of + 10%
for the verification standard.

Notes:

1) "Final Results" have been corrected for all laboratory dilution performed on the sample

during processing and analysis.

2) The low calibration standards are defined as the estimated quantitation limit (EQL) for
the reported results and assume non-complex aqueous matrices. Actual detection limits
or quantitation limits for specific sample matrices may be determined, if requested.

3) Routine precision and bias is typically + 15% or better for non-complex» aqueous samples

that are free of interference and have similar concentrations as the measured anions.
Sample-specific precision and bias may be determined on each sample if required.

ASR 5275.doc . Page 3 of 3
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Date April 6, 1999 File/LB

To G. Lumetta

From M. Urie %%O;-,

subject Carbon Analysis Results for AW-101 SOL
and AW-101 ‘AQ Samples

The analysis of the AW-101-SOL and AW-101-AQ samples submitted under ASR 5275 was done by
the hot persulfate wet oxidation method, PNL-ALO-381, tev. 1. The hot persulfate method uses acid
decomposition for TIC and acidic potassium persulfate oxidation at 92-95 °C for TOC, all on the same
weighed sample, with TC being the sum of the TIC and TOC.

The samples were analyzed on April 1, 1999 and Table 1 below shows the results, rounded to three
significant figures. The raw data bench sheets and calculation work sheets showing all calculations are
attached. All sample resuits are corrected for average percent recovery of system calibration standards
and are also corrected for contribution from the blank.

Due to the limited quantity of original sample available and the number of different analyses requested,
the sample were diluted to provide enough volume for each of the analyses. All results are corrected
for preparative dilutions and analysis dilutions, and are reported in microgram of carbon per milliliter of
original sample. »

QC Narrative

The TIC standard is calcium carbonate and TOC standard is a-Glucose (the certificates of purity are
attached). The standard materials were used in solid form for system calibration standards as well as
matrix spikes. TIC and TOC percent recovery are determined using the appropriate standard (i.e.,
calcium carbonate for TIC or glucose for TOC).

The QC for the methods involves calibration blanks, system calibration standards, sample
duplicates, and one matrix spike per matrix type. The QC system calibration standards were all
within acceptance criteria, with the average recovery being 83.9% for TIC and 97.1% for TOC.
The calibration blanks were acceptable, averaging 16.7 pgC for TIC and 33.7 ugC for TOC.

The accuracy of the carbon measurements can be estimated by the recovery results from the
matrix spike. The matrix spike recovery from sample 99-1160 106% for TIC and 103% for
TOC, well within the acceptance criteria of 75% to 125%. The precision, estimated by the RPD
(Relative Percent Difference) between duplicates, could not be measured since the duplicate
contained carbon less than 5 times the estimated quantitation limit.

E54-1900-001 {4/96)




G. Lumetta
April 5, 1999
Page 2

Some results are reported as less than (“<") values. These less than values represent the
sample MDL (method detection limit), which is the system MDL adjusted for the volume of
sample used for the analysis. The system MDL is based on the attached pooled historical blank
data.

Table 1: TIC, TOC, and TC Results

N

g Prep .
ALO Number |Sample ID ' Vol | Dilution| TIC* TIC | TOC* | TOC TC* TC
\ ml | Factor [pgC/ml| RPD |pgCiml| RPD {pgC/mi| RPD
99-1151 PB |PROCESS BLANK 2.00 5.00] <25 <40 < 65
99-1151 AW101-SOL-30A1 1.00 12.25| 2760 1900 4660
99-1152 AW101-SOL-30A2 1.00 10.00] 2960 1940 4900
99-1153 AW101-SOL-40A1 1.00 12.25( 3040 2010 5050
99-1154 AW101-SOL-40A2 1.00 12.25| 2940 1960 4900
(199-1155 AW101-SOL-50A1 1.00 10.00] 3170 2010 5180
99-1156 AW101-SOL-50A2 1.00 10.00] 2730 2030 4760
99-1157 AW101-AQ-30A 0.50 5.00{ 410 1900 2310
99-1158 AW101-AQ-50A 0.50 5.00] 190 <170 360**
99-1159 AW101-AQ-70A 1.00 { = 5.00f 120 <80 200*
99-1160 AW101-AQ-90A 1.00 5.00f 120 <80 200**
99-1160 Dup [AW101-AQ-90A Dup 1.00 5.00f 120 nfa <80 n/a | 200** n/a
99-1160 Spike |AW101-AQ-90A Spike ( %rec)| 1.00 5.00| 106% 103% 105%
* Corrected for laboratory dilution performed prior to analysis
** Maximum TC (i.e., results calculated as if “< values” present in the sample)
RPD = Relative Percent Difference between sample and duplicate (n/a = not calculated since results <5xMDL)

Approve: W&( HL-77

Archive Information:

| Files: C124-P-701.doc, C124-701.xls ASR: 5275
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329/4 File
Date March 10, 1999

To Mike Urie

From James Bramson W

Subject 1ICP/MS Analysis of Submitted Samples
- (ACL #99-1151 through 99-1160)

Pursuant to your request, the 11 samples that you submitted for analysis were analyzed
by ICPMS for *Tc. The results of this analysis are reported on the attached page.

An Amersham %Tc standard was used to generate the calibration curve and an
independent Amersham **Tc standard was used as the continuing calibration
verification (CCV) standard. The 1% high-purity nitric acid solution used to dilute the
standards and samples was used as a reagent blank. The samples were diluted an
extra 5x (99-1159, 99-1160) and 20x (all others) from the dilutions provided. The
results include your dilutions and are reported in ng/ml (ppb) of the original sample.
Unless otherwise specified, the overall uncertainty of the values is conservatively
estimated at £10%, and is based on the precision between consecutive analytical runs
as well as the accuracy of the CCV standard results.

The **Tc values reported assume that the Ru present is exclusively fission-product Ru,
and therefore does not have an isotope at m/z 99; i.e., everything observed at m/z 99 is
due to *Tc. The fingerprint we're seeing for Ru is obviously not natural, and is
consistent with that observed in previous tank waste analyses. Ru counts, corrected for
sample dilution, are provided for your information.

If you have any questions regarding this analysis, feel free to call me at 372-0624 or
Tom Farmer at 372-0700.




7 gt o
}/ /0/ Lumetta Tc-99 Samples

March 10, 1999

The results are reported in ng/ml (ppb) of original sample.
The uncertainty of the results is estimated at +10%.

f” _ Ru ratio
Sample Client’ ICP/MS Tc-99 i 101/102  {Ru-101
Number Number Number _ ng/ml [ (*0.541) ng/ml
1%HNO3 9309a1  <0.05f -
"1%HNO3 9309a10  <0.05§;
1%HNO3 9309225 <0.051:3
‘PB-1151 9309a11  <0.05E; 1.5217 3
99-1151 AW101-SOL-30A1 9309a21 60301%: 1.1917 1700
99-1151 + spike  AW101-SOL-30A1 9309224 87400
Spike Recovery 108%{%
99-1152 AW101-SOL-30A2 9309a19 6230 w 1.1788 1800
99-1152 Dup. AW101-SOL-30A2 9309a23 6210} 1.2040 1700
99-1153 AW101-SOL-40A1 9309220 6320} 1.1136 1700
99-1154 AW101-SOL-40A2 9309a22 6230%% 1.1630 1700
99-1155 AW101-SOL-50A1 9309a17 6520i 7, 1.1806 1800
99-1156 - AW101-SOL-50A2 9309a18 64005 1.1421
99-1157 AW101-AQ-30A 9309a15 1380} 1.1868 150
99-1157 Dupe AW101-AQ-30A 9309a16 1390 1.0951 150
99-1158 AW101-AQ-50A 9309a14 1495 1.2497 15
99-1159 AW101-AQ-70A 9309a13 47.41% 1.0146 0.8
99-1160 AW101-AQ-90A 9309a12 23.11% 1.6620 0.5
- -
1ppb Tc-99 . 9309a7 0.977:%
10ppb Tc-99 ' 9309a26 10.3;:3
10ppm Co B 9309a5  <0.05%:]
* Natural '*'Ru/'%2Ru ratio.
tBased on response from yttrium.
Te-%%  0.0/7C /L
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Date April 29, 1999

To Greg Lumetta

From Tom Farmer

Subject ICP/MS Analysis of Submitted Samples

Pursuant to your request, the sample that you submitted for analys:s was analyzed by
ICPMS for *Tc. The results of this analysis are reported on the attached page.

An Amersham **Tc was used to generate the calibration curve. An independent
Amersham *Tc standard was used as the continuing calibration verification (CCV)
standard. Unless otherwise specified, the overall uncertainty of the values is
conservatively estimated at £10%, and is based on the precision between consecutive
analytical runs as well as the accuracy of the CCV standard results.

The *Tc values reported assume that the Ru present is exclusively fission-product Ru,
and therefore does not have an isotope at m/z 99; i.e., everything observed at m/z 99 is
due to *Tc. The fingerprint we're seemg for Ruis obvnously not natural, and is
consistent with that observed in previous tank waste analyses ‘Approximate **'Ru
concentrations are provided for your information.

If you have any questions regarding this analysis, feel free to call me at 372- 0700 or
James Bramson at 372-0624




Lumetta Tc-99 Analysis / / W
April 28, 1999 / 171/30ﬁ7 |

Results are reported in ng analyte/ml solution submitted.
The uncertainty of the results is estimated at £10%.

Sample

Number

1%HNO3
1%HNO3

“
99-1161 AWiol . AQ - (00D

99-1161 Dup.
99-1161 + spike
Spike Recovery

5ppb Tc-99 CCV

10ppb Co

ICP/MS Tc-99 ] 199Ru/'92RYy +1°'Ry
Number ng/ml *.541) ng/ml
9428a1 <1}
9428a4 <117
9428a5 : 4314] . 0.854 17
9428a7 443" 1.166 18
9428a8 629"
N ]
942826 4.78%"
942829 <1f
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AW101 Tank Liquids and Wash Solutions (ASR 5275)
Radiochemistry Analytical Results

Sample Preparation

Tank liquid and wash solution samples were analyzed from tank AW101. The samples were acid
digested according to procedure PNL-ALO-128 in the laboratory prior to analysis.
Radiochemistry results are shown on the attached table along with 1-sigma total uncertainties.
All results are reported on a uCi per ml of liquid. Samples labeled “duplicate” are independent
analyses from separate aliquots of starting material in the hot cell; those labeled “replicate” are
separate aliquots analyzed in the laboratory.

Gamma Energy Analysis

The acid digested samples were directly gamma counted following procedure PNL-ALO-450.
Most of the gamma emission from these samples is from Cs-137. The only other detectable
gamma emitters were Co-60 and Cs-134. The prep blank had a negligible amount of Cs-137..
All of the duplicate results agree within the expected uncertainties. Since gamma analyses do not
involve chemical separations, no sample spiking is performed. Due to the high level of Cs-137 in
these samples, it was not possible to detect all of the other analytes at the requested Minimum
Reportable Quantity values. Detection limits are thus reported for Eu-154, Eu-155, and Am-241.

Gross Alpha
For gross alpha measurements, aliquots of the digested samples were evaporated on planchets for

counting following procedures PNL-ALO-420 and 421. Weak alpha activity was only detectable
in two of the wash solutions. All of the other samples had detection limits well below the

- requested MRQ values. Sample and blank spike recoveries were acceptable. No alpha activity

was found in either the prep blank or the lab blank.
Strontium-90

The Sr-90 analyses were conducted according to procedures PNL-ALO-476, 484, and 450 using a
Sr-85 tracer to monitor the chemical yields. All of the samples had detectable levels of Sr-90. Sr-
90 was not detected in the hot cell blanks. The blank and sample spike recoveries were
acceptable. Duplicate results were in acceptable agreement considering the uncertainties on the
measurements.

Uranium

Uranium was measured directly in the digested samples by kinetic phosphorescence following
procedure PNL-ALO-4014. Uranium was detectable in all of the samples with concentrations
ranging from 1-4 ug/ml. A negligible amount of uranium was seen in the prep blank; no uranium
was detected in the lab blank. No uranium was detectable in the instrument blanks. The duplicate
samples were in good agreement All of the instrument check standards came out between 99%
and 102%.
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Battelle Pacific Northwest Laboratory

Radiochemical Processing Group-325 Building

Radioanalytical Applications Team

Client: Lumetta

p o
Cognizant Scientist: ,—‘i/(/aW{//

e

99-1151 Rev. 1
3/30/99

Date : 3/30’/7? .

Concur: | | (myf\ ey Date : ‘3_;1 20[39
Measured Activities (uCi/mi)
Uranium

ALOID Alpha Sr-90 ug/ml Co-60 Cs-134 Cs-137 Am-241 FEu-154 Eu-155
Client ID - Error% Error% Error% Error% Error% Eror% Error% Error%  Error %
99-1151PB <4E-5 <1E-4 696E-5 <9E-6 <8E-6 15565 <5E-5 <3.E-5 <3.E-5
AW101-SOL-30A1 3% 29%
99-1151 <6.E-3 9.49E-1 273E+0 <4.E-3 548E-2 2.55E+2 <2.E-1 <1.E2 <2.E-1
AW101-SOL-30A1 14% 2% 10% 2%
99-1151 Rep <6.E-3
AW101-SOL-30A1 -
99-1152 <6.E-3, 4.00E-1 2.80E+0 <4.E-3 594E-2 264E+2 <2E-1 ~<9E-3 <2.F-1
AW101-SOL-30A2 30% 2% 9% 2%
99-1153 <7.E-3 5.19E-1 3.00E+0 <3.E-3 5.68E-2. 2.67TE+2 <2.E-1 <1.E-2 <2.E-1
AW101-SOL-40A1 24% 2% 10% 2% ;
99-1154 <6.E-3 6.96E-1 298E+0 <4.E-3 573E-2 264E+2 <2E-1  <1.E-2 <2.E-1
AW101-SOL-40A2 ] 18% 2% 9% 2% -
99-1155 <6.E-3 5.34E-1 3.15E+0 .<2.E-3 5.77E-2 2.76E+2 <7.E-2 <1.E-2 <7.E-2
AW101-SOL-50A1 23% 2% 7% 2%
99-1156 <8.E-3 3.52E-1 3.08E+0 <2.E-3 6.09E-2 2.72E+2 <7.E-2 <9.E-3 <7.E-2
AW101-SOL-50A2 34% 2% 7% 2%
99-1157 <3.E-4 3.44E-2 3.00E+0 <4.E-4 3.03E-3 1.69E+1 <2.E-2 <2.E-3 <1.E-2
AW101-AQ-30A 18% 4% 16% 2%
99-1157 DUP <3.E-4 4.16E-2 3.05E+0 <4 E4 3.18E-3 1.71E+1 <2.E-2 <2.E-3 <t1.E-2°
AW101-AQ-30A 15% 4% 18% 2%
RPD 19% 2% 5% 1%
99-1158 <5E-5 1.89E2 1.19E+0 <7.E-5 2.38E-4 1.14E+0 <3E-3 <2E4 <2.E-3
AW101-AQ-50A 8% 4% 20% 2%
99-1158 Rep 1.60E-2
AW101-AQ-50A 9%
99-1159 2.70E-4 7.19E-2 4.45E+0 4.60E-5 6.67E-5 3.15E-1 <7.E-4 <8.E_E-5 <5.E-4
AW101-AQ-70A 10% 3% 4% 17% 19% . 2%
99-1160 2.52E-4 6.85E-2 4.16E+0 <6.E-5 <7.E-5 1.88E-1 <1.E-3 <2.E-4 <8.E-4
AW101-AQ-90A 11% 3% 4% 2%
Matrix Spike 93% 117%
Reagent Spike 88% 104%
Blank <3.E-6 <1.E-4 <-1.78E-5
Before Run UL  283-e 100%

R-283-c 99%
Mid RunUL  -283+f 101%

R-283-d 102%
Post Run UL 283-e 99%

R-283-d 102%
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Battelle Pacific Northwest Laboratory .
Radiochemical Processing Group-325 Building

Radioanalytical Applications Team

Client: Lumetta

Y

99-1161
5/5/99 -

Date : (y / 5,//? 7

Cognizant Scientist:
Concur T'T'\z,qu-—l,v., Date: &S
. 19 slslag
Measured Activities (uCi/ml)
Uranium
ALOID Alpha Sr-90 ug/mi Co-60 Sb-125 Cs-137 Eu-154 Eu-155 Am-241
Client ID Error % Error% Error% Error% Error% Emror% Error% Error%  Error %
99-1161 1.04E-2 4.51E+0 4.05E+2 3.64E-3 4.03E-3 8.07E-2 1.46E-3 1.80E-3 5.60E-3
AW101-AQ-100 3% 3% 3% 2% = 3% 2% 3% 6% 5%
Matrix Spike 102% 127%
Blank Spike 103% 96% 96%
102%
Blank <5E-5 <8E6  <2E5
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1
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2 | ]
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L wade Shuty
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DOE-AL Richiond, WA

% U.S. GPO: 1997 - 592-715

54-1007-114 (1/83)




Battelle Pacific Northwest National Laboratory ) . Page 1 of 1
Radiochemical Processing Laboratory )
Shielded Analytical Laboratory

. [

Shielded Analytical Laboratory™
Bench Sheet

Client: Lumeﬁa , (areaq . - WP Number: /(/’476/7/
- 4 UJ
TI#/ASR: &m// .Jmé// 4*?'?9 . Procedure: 5FO SDP ‘325-“314(."@5‘“'[

Aol S[u.t\ﬁe wash. Sqml;ﬂ(es

SAMPLE IDENTIFICATION

' ﬁmzs)ér #w;gfywh?}{é e vials , Hew fo rm Sl

« jemoved ﬁ’wu avelieve pack 4 shis 52,3, and 4'7 Awjol-A8- 303/503/705/%2

¢ ANI07- AQ- 304 / 50/r/ 704 / Jo04 .

@/ac.eol PR /OZ@/eo/ 20 ml b‘ia/5>

M&TE: Cell 2 (360-06-01-016) Mettlexr AEL60 Balance Other

.

- Cell '5 (360-06-01-039) Mettler AT400 Balance
Bench (360-06-01-024) Sartorius Balance

JE— N

Cell 5 (360~-06-01-045) Toledo 3026 Balance

Analys%:: Date: Reviewepr /ﬁ/ Date:
»@’%u 4-13-99 - //‘[/(/W ¢ _;’%ZQL




Lettau, Ralph C

From: Kelly, Elizabeth F

Sent: ‘Friday, April 09, 1999 1:41 PM
To: Lettau, Ralph C

Subject: Transfer of Samples (Lumetta)
Ralph,

. Welcome back!

Per Gregg Lumetta, he needs the following samples put into clean vials and transferred to lab §11. You have been
_scheduled to do this work on Monday, April 12th.

The work should be charged to W48481.

The samples are:

AW101-AQ-30B ;
AW101-AG508 b ypos 4 4lo¥ &

AW101-AQ-70B
AW101-AQ-90B

AN107-AQ-30A
AN107-AQ-50A
AN107-AQ-70A
AN107-AQ-90A .

Elizabeth Kelly
509/373-4146°(-9675 fax)
elizabeth.kelly@pnl.gov

- TS T T Py st 0 ko) Y TR TENTITT, U T TA ST | ey



PCS-TP-511-2
EXHIBIT 1
Page 1 of |

DATA SHEET FOR PIPETTOR CALIBRATION

Procedure Number: PCS-TP-511-2

[R5

10,
11,
12,

13.-

Date Performed: ATAL]

Pipettor ID: __ ({4 MG (1wt o-.pr.c;""-,).

Balance Calibration Code:

Revision Number: [

¢4 - af-ei-005" -

Balance Calibration Due Date: ¥/94

38 -74-o"-8e3

Thermometer Control Number:

Volume | = O. L0 .
Volume 2 = 0.5¢
Volume 3 = | .,00

Ambient Temperature at Start of Procedure: 23 °C
Aliquot No.= 1 2 3 4
Mass Volume 1, g 0.L.C% Gl e: 194 o957
Mass Volume 2, g o0.4a¢ 015 c.4a¥ R
Mass Volume 3, g 1,00 Lotz 0.65¢ G.6548
Ambient Temperature at End of Procedure: 23 °C

Performed by:_ Aags 4. Lo oort—
Reviewed by: )

Date: Y/1 /99

Date: Z10-99

oM

1,004

BN
,J




PCS-TP-511-2
EXHIBIT 2
Page 1 of 1

CALCULATION SHEET FOR PIPETTOR CALIBRATION

Procedure Number: PCS-TP-511-2

I. Mean 'I’empe'réture:

!\)

Density of Water:

. Mean Mass, g
3. Volumel o.194 :

4, Volume?2 0.468"
5. Volume3 |.000

Performed by: 2., Z@X /)

0.997¢ g/mL

°C
Std. Dev., g Accuracy, % Precision, %
©0.003 + o.2L x4 8
o.o00M + o.16 xo0.2]
o.003 + s.o3d 024 &-dv0" 40.3°
Frgs AhA,

Date: H/9/ 99

Reviewed by:

- Date:

£v0-99




Appendix C. Calculations
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Battelle
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Pacific Narthwest Laboratores ENGINEERI NG WORKSHEET
Prepared By /)1 f«.‘,‘zf-‘ Date: ‘//2(/.;4 Project: 29953
Title/Subject: Aw10l wﬁ‘L\/LqC‘-\ ﬂamue:l b}
P BrookS
] i : 3 ] 1
i H '
Exal i rPr«JsLn.a\'s usd  F pesboren He %W"w,d C.Iulbd‘"""‘J As & Amhnmpl i
0“' 'h"‘u M’Oulhj-‘"“‘s we W.M*W (797 01[ Aluwﬂ\m } : }
; i ! i % i
i i i H ! :
SR S U SO S
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] i Fosel oluplicetas w«: s, : i
2 , %
'5 : 10¥0 + oD j : : ;
e R .
. .o >t ', - AL ~ - - ‘_.v~ vas M esmr ata .-='v; R Lt I T USSP g . -:N- 1 -—a - 4 ¢ S AP Taa --'. RIS S
: i 1 : : 3
1 ! i j % f
i i ; ! i :
Somdps  AWIOI-AR-DA > 3.4 asfl | : ' {‘
. “w4 > w 5 : ;
' ~s04 S 3ec : !
To :iu\-u.w'w ‘l"*‘:_qmwd of Al E""‘ eack watl solobnn R Het . wminsoesd o eandrnfa'on
B tmalHpliad Ly e voloms of i solution [0 fu solubin volumes wiet sledumsiond
B o solobon | dusifies o D Ha wedghds 5 :
, ., - i .
- AWIb] - AQ IO -é"'ﬂ"—a"w!,—} ( !7.‘461‘! 5)/(!-03‘-{ s/al) = 16. 827 mL
: -s0 el (.29 3) / (l-005 3/ml) = 19.427 i
-20 L0y (1§, 9524 §) /1 5.00] srar) . .493Y L
-10 Tt (12, S8 3) / (1004 /il = §2.993 mL
'nmq'l‘ . o . : .
" pwiol-AQ~30 (16.827ml) (1080 wg/ml) = 18,4167 < A :
. - 50 (AMZT at) (g =g fmtd 3 LM % 4 .
-0 G163 wl ) (Y98 am lnt) .2 31 ~ 4l '
. =40 (17953 me) (3nLag/aml) = 6¥I amy A |
Tt pmshad 2ldy wve Ludledd 1, aud ol Lok l-ﬂ a4 volows °€ Xy mL(.smfk.

Aw1Bl- A0~ (00D,

i

A ""5"“"") ssloHon Lows feod fo c‘aé?‘r»«v\

¢7.3 —-7,/.‘.1 Al.

i (473 @/ML\(LS»‘L) lsszsa?, At e Nz...( o lids
i i . f ’ ; i :
: ‘ 5 H ! i : )
- l -~ Ld Xy ] l‘ ?'l J' N - LY - - - b~‘ - aw . e b l!‘-A‘ B AT e 3 e gy e - lQ - .
) A 3 . i H ¢
yo P‘(\' “'"ﬁ'b i 1 P | i i
i l‘\o'h s.0877 4 soutde T 24, 159 3 A g *")} solid s i ] !
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i
{ - i i
i 1 ‘ i i ! ;
{ l 5 1 i { i i
DOEAL Archiand, WA #U.S. GPO: 1997 - 592.715 54.1007-114 (1/83)
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