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ABSTRACT

Knowledge of the amount of lead in settled dust is important in clearance examinations, risk
assessments, and related activities wherein decisions are made regarding lead hazards in houses and
related buildings. At present, analyses of lead in dust are normally performed in laboratories, since
quantitative methods are not readily field-portable. In recent years, field portable ultrasonic
extraction/anodic stripping voltammetry (UE/ASV) has been suggested as a candidate procedure for
field analysis of dust wipe specimens. However, the reliability of UE/ASV analyses of field dust
wipe specimens has not been demonstrated. The present study compared the results of ASV
analyses of UE extracted field-sampled dust wipes against those of inductively coupled plasma
(ICP) atomic emission spectrometry analyses of the same extract solutions. The main objective of
the study was to investigate whether lead in dust wipe specimens obtained in the field can be
efficiently and effectively extracted, and reliably quantified using common UE/ASV field
procedures when the analyses are performed by certified risk assessors. The U.S. Department of
Housing and Urban Development (HUD) sponsored the research because of the benefits to be
gained in having available a reliable, practical method for on-site analysis of lead in dust in houses
and related buildings.

In a preliminary laboratory phase, data on the use of an ICP procedure for estimating the true values
of lead in dust wipe specimens were obtained. Experimental variables were: dust wipe, lead-
containing certified reference material (CRM), specimen lead level, and filter treatment (i.e.,
filtering versus no filtering) of the UE extracts before ASV analyses. Lead recoveries determined
by both ASV and ICP analyses were compared. The effects of wipe and lead level were significant,
whereas the effects of CRM and filter treatment were insignificant. All ICP recoveries were
quantitative (100 % + 20 % of the lead applied to the wipe), whereas only 72 % of the ASV
measurements were quantitative.

In the field phase, NIST research staff along with three certified lead risk assessors, who had
participated in a previous NIST dust wipe study, sampled lead-containing dust from houses using
the same dust wipe products used in the laboratory phase. Three experimental variables were
examined: operator, wipe, and filter treatment of the UE extract. Percent lead recoveries by ASV
analysis were calculated relative to the lead contents determined by ICP; 88 % of the recoveries
were quantitative. None of the three variables was significant when the entire data set was
considered. A filter treatment effect was present for a data subset comprised of specimens found to
have less-than-500 pg of lead. Based on analyses of the entire data set and also on the less-than-
500 ng data subset, the probabilities of a future ASV analysis yielding a result within + 25 % of an
ICP result were estimated to be 0.93 and 0.96, respectively. A recommendation for increasing the
efficacy of the UE/ASV protocol is given.

Key words: anodic stripping voltammetry (ASV); building technology; dust wipes; field study;
lead-containing dust; lead recovery; operator effect; testing; ultrasonic extraction (UE)
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1. INTRODUCTION
1.1 Background

A major potential source of lead exposure, particularly for young children, is lead in dust [1].
Consequently, quantitative analysis to determine the amount of lead in dust is important for
identifying and controlling lead hazards in houses and related buildings. At present, analyses of
lead in dust are normally performed in laboratories, since quantitative methods are not readily field-
portable. The availability of a reliable, practical field test procedure for analyzing lead in dust
would be beneficial in expediting decisions regarding identification of dust lead hazards or safe
reentry of housing subjected to lead hazard abatement.

Sampling of settled dust is generally performed by manually wiping a surface with a disposable
towellette, called a dust wipe, that has been pre-moistened with a wetting agent. The dust wipe is
then sent to a laboratory. Soluble lead is extracted and the extract solution is analyzed for lead
using a method such as inductively coupled plasma atomic emission spectrometry (ICP-AES) or
atomic absorption spectrometry (AAS). ASTM E 1728, “Standard Practice for Collection of Settled
Dust Samples Using Wipe Sampling Methods for Subsequent Lead Determination,” describes
standardized surface-wiping methods [2]. ASTM E 1792, “Standard Specification for Wipe
Sampling Materials for Lead in Surface Dust,” sets performance requirements for dust wipes [3].

Field portable ultrasonic extraction/anodic stripping voltammetry (UE/ASV) has been suggested as
a candidate procedure for field analysis of dust wipe specimens. UE/ASV studies performed using
laboratory-prepared dust wipe specimens generally have shown that lead was quantitatively
analyzed (i.e., recoveries were in the range of 100 % + 20 %) [4-7]. However, the study by Ashley,
Wise, Mercado, and Parry [5] also demonstrated limitations to the UE/ASV dust wipe methodology.
Specifically, they found that only three of the four wipes studied were suitable for analysis by
UE/ASV. Also, for some wipes, the UE extract solutions needed to be filtered before ASV
analysis.

Recently, the National Institute of Standards and Technology (NIST) reported on the results of an
UE/ASV study [8] that was conducted mainly to examine the effect of the operator on lead recovery
from dust wipe specimens. In addition to studying operator effect, four other variables were
examined: wipe, the lead-containing Certified Reference Material (CRM)* applied to the wipe, lead
level of the dust wipe specimen, and filter treatment of the UE extract. A key finding was that lead
recoveries were variable, ranging from < 20 % to quantitative depending upon the combination of
experimental variables. All experimental variables had a significant effect on recovery, as did many
of the two-way interactions. Three of the four operators obtained significantly higher lead
recoveries than did the fourth operator. In this case, the fourth operator used a different test
procedure than the other three. Two of the four wipes provided significantly higher recoveries than
the other two. These results were consistent with those of Ashley et al. [5], who found variable lead
recovery depending upon the combination of wipe and CRM.

UE/ASYV analyses of field-sampled dust wipes have not been validated against measurements
performed using a reference method such as ICP. This present study compares the results of ASV
and ICP measurements of solutions obtained by ultrasonic extraction of field-sampled dust wipes.

" A Certified Reference Material is “a reference material accompanied by a certificate, one or more of whose property
values are certified by a procedure that establishes its traceability to an accurate realization of the unit in which the
property values are expressed” [9]. CRM is the generic term used in this report to denote all certified reference
materials including NIST Standard Reference Materials (SRMs).
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The majority of the field sampling and UE/ASV analyses were performed by certified risk assessors
as such individuals would be expected to perform UE/ASV field analyses. The research was
sponsored by the U.S. Department of Housing and Urban Development (HUD). At present, on-site
dust analysis is not integral to federal programs for identifying, abating, and controlling lead
hazards associated with lead in paint, dust, and soil in housing. This limitation could be reviewed if
a practical field test procedure for determining lead in dust is available.

1.2 Objective and Scope

The main objective of the study was to investigate whether lead in dust wipe specimens sampled
from housing can be efficiently and effectively extracted, and reliably quantified using common
UE/ASV field procedures when the analyses are performed by certified risk assessors. A second
objective was to compare the results of ASV and ICP measurements performed on UE extracts of
dust wipe specimens. The study was performed in two phases: a laboratory phase and a field phase.

The laboratory phase was conducted to develop experience under idealized experimental conditions
on using ICP analysis for estimating the true value of lead in dust wipe specimens, because ICP was
selected as the reference test method to estimate the true lead values of the field specimens. In the
laboratory phase, lead-containing dust wipe specimens were prepared using some of the same
commercial dust wipe products and lead-containing CRMs used in the previous NIST dust wipe
study [8] (See Section 2.3.1). NIST research staff conducted the UE/ASV analyses on these
laboratory specimens. In the field phase, NIST research staff along with three certified lead risk
assessors, who had participated in the previous NIST dust wipe study, sampled dust from houses
with the same dust wipe products that were used in the laboratory phase of the study. The field dust
wipe samples were brought to the NIST laboratories for UE/ASV analysis by the individual
performing the field sampling. For both the laboratory and field specimens, the reliability of the
UE/ASV method for determining lead in dust wipe specimens was examined by evaluating whether
measured lead recoveries were quantitative; that is, were the lead recoveries within &+ 20 % of the
estimated true lead values. Determination of quantitative recovery has been used by others in
judging the reliability of UE/ASV for analysis of lead in environmental media [5,10]. Also for the
field specimens, UE/ASV reliability was examined vis-a-vis a National Institute for Occupational
Safety and Health (NIOSH) criterion that ““a method must give a result that is within + 25 % of the
true concentration value at least 95 % of the time” [11].

2. EXPERIMENTAL
2.1 UE/ASV Apparatus

A commercial, field-portable UE/ASV apparatus was used in the study.

2.1.1 ASV Instrument. The field-portable ASV instrument is battery operated, uses disposable
electrodes, and was factory-calibrated. The lead content output is in units of micrograms (ug). The
range of detection for lead in dust wipe specimens reported in the ASV instruction booklet is 25 pg
to 1500 ng. For UE extracts found to have lead levels exceeding 1500 pg, dilution of the extract
using 7.5 % nitric acid is performed before ASV re-analysis. The uncertainty of the ASV
measurements, taken as the pooled standard deviation for mean lead recoveries determined for
specimens prepared using six CRMs" but without a dust wipe present, was estimated to be 7 % [8].

* .. . .
A minimum of six specimens was analyzed for each CRM.
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Factory calibration of the ASV instrument was checked at the beginning of the study against eight
standardized lead nitrate solutions of 7.5 % volume fraction nitric acid having lead contents ranging
from 1 mg/L to 50 mg/L. The instrument remained in calibration, and the ASV response versus
lead concentration was linear (r* = 0.998). In addition, at the beginning and end of each day’s
analyses, operators rechecked the instrument calibration using two standardized solutions of lead
nitrate (7.5 % volume fraction nitric acid with lead contents of 1 mg/L and 28 mg/L). These daily
checks indicated that the ASV instrument remained in calibration throughout the study, and that
instrument drift over the course of the day did not occur.

2.1.2 Sonicator. The sonicator is specified as having an average power of 45 W. The bath
dimensions are 146 mm by 133 mm by 100 mm (length, width, and depth).

2.2 UE/ASV Dust Wipe Protocol

All UE/ASV analyses were conducted in the NIST laboratories. The dust wipe test protocol was in
accordance with the UE/ASV apparatus instructions. This protocol, which has been previously
described [8], involves the following steps:
« pushing the dust wipe specimen into 15 mL of 25 % volume fraction nitric acid in a 50 mL
plastic screw-capped centrifuge tube using a disposable plastic stirring rod,
. rotating and tumbling the dust wipe specimen in the acid with the plastic stirring rod until trapped
air bubbles in the wipe are apparently released and the wipe is well wetted,
« extracting the specimen for 30 min using the sonicator at an initial water bath temperature of
45°C*3°C,
. briefly suspending sonication to re-rotate and re-tumble the dust wipe specimen in the acid using
the plastic stirring rod,
. extracting the specimen for an additional 15 min at 45 °C £ 3 °C using the sonicator,
« diluting the extract to 50 mL with water, and
« analyzing the resultant solution for lead using ASV.

Note that the initial 45 °C sonicator bath temperature deviated from the UE/ASV apparatus
instructions, which prescribed water at room temperature. Water heated to 45 °C (taken from a
laboratory tap) was used based on previous NIST results showing that UE/ASV lead recovery from
laboratory-prepared paint film specimens is enhanced at higher bath temperatures [12].

2.3 Dust Wipe Specimens

2.3.1 Laboratory-Prepared Specimens. Two CRMs, each at three lead levels, and three commercial,
individually packaged dust wipe products were used in preparing the laboratory specimens. The
CRMs were SRM 2581 (NIST) at lead levels of 90 pug, 250 ng, and 500 pg, and CRM 01450
(Resource Technology Corp, Laramie, WY ; available through Fisher)' at lead levels of 40 ug,

" In a previous NIST UE/ASV study [12], aqueous acidic extractions of lead-containing specimens from a limited
number of paint-film panels, and also from reference material samples, gave comparable lead recoveries when
performed with and without ultrasound under the same conditions of temperature and time. It has been recommended
[12] that sonicators be used for lead extraction in the field, because they provide a practical and affordable means for
agitating and heating specimens during lead extraction. Consequently, a sonicator was used in this study. Studies have
not been reported comparing the results of aqueous acidic extractions of lead-containing dust-wipe specimens
performed with and without sonication.

T Certain trade names or company products are mentioned in the text to specify adequately the test specimens,
experimental procedure and equipment used. In no case does such identification imply recommendation or
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250 pg, and 500 pg. These two CRMs were included in the previous NIST UE/ASV dust wipe
study [8]. Both CRMs have been found to provide quantitative recovery when analyzed neat (i.e.,
no dust wipe was present) without filtering of the extract UE solution (Table 1).

The selection of the three dust wipes in this study was based on their performance in the previous
NIST study [8]. Specifically, for three of the four operators, 96 % of the Wipe 2, 3, and 4
specimens subjected to UE followed by ICP analysis afforded quantitative lead recovery . In
contrast, only 13 % of the Wipe 1 specimens analyzed using UE/ICP showed quantitative lead
recovery. Wipe 1 was not included in the present study. The suppliers of Wipes 2, 3, and 4

had reported [8] that these products conformed to the requirements of ASTM E 1792.

In the laboratory phase of the study, four replicate specimens were prepared for each combination
of CRM, wipe, and lead level (Table 2) for a total of 72 specimens. The dust wipe preparation
procedure was developed by the Research Triangle Institute (RTI) and used in the previous NIST
study [8]. Thus, an appropriate amount of CRM as specified in the experimental design was
deposited onto a wipe. One analytical balance was used for all weighing. The calibration of the
balance was checked before and after each weighing period using either a 50 png or a 100 ng Class 1
weight. Rubber gloves were worn throughout the procedure. In initiating the procedure, the bulk

Table 1. Certified reference materials (CRMs) used in the laboratory phase

Certified Reference Material Results of UE/ASV Analyses®
Lead Mass Fraction Lead Recovery, % CoV!
Designation Material Type % n° Min Max Mean SD° %
SRM 2581 Powdered Paint 0.449 6 839 928 89.3 3.0 33
CRM 01450 Bag House Dust 0.1914 11 923 111.2 103.8 6.2 5.9

* Analyses were performed on the CRM specimens prepared without dust wipes; UE extracts were not filtered.
® Number of analyses.

¢ Standard deviation.

4 Coefficient of variation (standard deviation/mean*100).

Table 2. Combinations of CRMs, wipes, and lead levels used in the preparation of
the laboratory dust wipe specimens®

CRM Lead in CRM Wipe Lead Level, ug

ID % Mass Fraction No. LLI LL2 LL3
SRM 2581 0.449 2 90 250 500
3 90 250 500

4 90 250 500

CRM 01450 0.1914 2 40 250 500
3 40 250 500

4 40 250 500

* Four specimens were prepared for each combination.

endorsement by the National Institute of Standards and Technology, nor does it imply that the equipment is the best
available for the purpose.

" This discussion is limited to three of the four operators, because the fourth operator used a different UE/ASV test
protocol and achieved significantly lower lead recoveries than the other three operators [8].

T These dust wipe designations are the same as those used in the previous NIST dust wipe study [8].
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container of CRM was tumbled several times, and floating dust in the container was allowed to
settle before opening it. CRM was removed from the container using a spatula and transferred to a
tared sheet of weighing paper. Wipes were prepared for receiving the CRM by opening the wipe
packaging, removing the wet folded wipe, and reducing excess moisture in the wipe by hand
squeezing. The wipe was then unfolded and briefly placed on a dry laboratory paper towel to soak
up moisture. The wipe was then transferred to a flat plastic board for deposition of the CRM. The
weighing paper containing the pre-weighed CRM was removed from the balance using tweezers
and held over the unfolded wipe. By tilting the weighing paper, the CRM was allowed to slide onto
the center of the wipe after which, while holding the weighing paper manually, it was tapped with
the tweezers. The wipe was folded and placed in a 50 mL plastic centrifuge tube that was capped
and labeled .

The amount of lead in each dust wipe specimen (i.e., estimated true lead value) was taken as the
mass of CRM deposited onto a wipe multiplied by the certified % mass fraction of lead in the CRM.
Lead recovery (LR %) determined by UE/ASV (or UE/ICP) analyses of a laboratory-prepared dust
wipe specimen was calculated as:

LR % = (UE/ASV Result/Estimated True Lead Value) x 100. (Eq. 1a)

2.3.2 Field Specimens. NIST research staff along with three certified lead risk assessors (referred to
as operators) followed the procedure in ASTM E 1728 [2] to obtain the field specimens from four
vacant row houses in Baltimore, MD'. The houses were known to contain substantial amounts of
lead and were awaiting rehabilitation. Little maintenance had been performed on the houses in
recent years so that it was expected that wiping surfaces would pick up measurable amounts of lead.
A total of 108 specimens were obtained: 36 by NIST research staff and 24 each by the three
operators. Specimens were mainly sampled from interior window troughs and sills, and interior
floors beneath windows and doors.

The three operators had participated in the previous NIST dust wipe study and, at the time, had been
designated Operator 2, Operator 3, and Operator 4* [8]. For comparison with the previous study,
these operator designations were retained in the current study. When conducting the analyses of the
24 field specimens, each operator also analyzed at least two control specimens prepared using

CRM 01450 without a dust wipe present.

2.3.2.1 Lead Content. The amount of lead (i.e., estimated true value) in each field specimen was
unknown and needed to be determined by a reference test method. In this regard, after the UE/ASV
analysis of a field specimen was performed, ICP lead analyses of both the UE extract solutions and
the UE residues remaining in the centrifuge tubes (see Section 2.2) were conducted®. For the ICP
analyses of the UE extracts, a 20 mL aliquot of each extract solution was decanted from the residue
and filtered through a disposable 0.45 um hydrophilic polytetrafluoroethylene (PTFE) filter cassette
(Millipore Millex LCR) using a disposable polypropylene syringe. The filtrate (i.e., UE extract
solution) was placed in a capped vial and sent to a National Lead Laboratory Accreditation Program
(NLLAP) [13] laboratory. The NLLAP laboratory performed the lead analysis using the ICP
procedure prescribed by EPA Method 6010B [14].

" For specimens prepared without dust wipes, the weighed CRM was deposited directly into the centrifuge tube.
T The dust specimens were collected according to the procedure in a 2003 proposed revision of ASTM E 1728.
Subsequent to the field sampling, the revision was approved by ASTM International [2].

;F The Operator designated as No. 1 in the previous study was not available to participate in the current study.
¥ The UE/ASV specimens in the laboratory-phase of the study were also subjected to the ICP reference procedure.
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For the ICP analyses of the UE residues, the extract solution remaining in each centrifuge tube after
PTFE filtering of the 20 mL aliquot was decanted and vacuum-filtered through Whatman No. 40
ashless filter paper. The PTFE filter was removed from its cassette and placed in the centrifuge
tube along with the Whatman filter paper. The centrifuge tube was capped and sent to the NLLAP
laboratory for lead analysis of its contents (i.e., residue and filters) using the hot plate digestion
method prescribed by EPA Method 3050B [15] followed ICP analysis [14] of the digestion solution.

For approximately 40 % of the laboratory and field specimens, the amount of lead in the residue and
filters was less than the NLLAP laboratory’s ICP method-reporting limit (i.e., 20 pg). When the
amounts of lead in the residues were reported by the NLLAP laboratory, 97 % + 4 % (1 SD) of the
lead was in the UE extract solutions. Accordingly, the true values of lead in the field specimens
were estimated based on the NLLAP ICP lead contents determined for the UE extract solutions.
The percent lead recovery (LR %) measured by a UE/ASV analysis of a field specimen was
calculated as:
LR % = (UE/ASV Result/Estimated True Lead Value) x 100, (Eq. 1b)
where the estimated true lead value was based on the amount of lead in the
UE extract solution, as determined by NLLAP ICP analysis.

3. RESULTS, ANALYSIS, AND DISCUSSION
3.1 Laboratory-Prepared Specimens

Tables Al through A3 present” the amount of lead (in pg) determined by ASV and ICP analyses of
the UE extract solutions for specimens prepared using Wipes 2, 3, and 4, respectively. The ASV
analyses were conducted on unfiltered or filtered UE extracts; the ICP analyses were performed
only on filtered UE extracts.

3.1.1 Effect of Wipe, CRM, Lead Level, and Filter Treatment. Because both filtered and unfiltered
specimens of the same UE extracts were analyzed, repeated measures analysis of variance
(ANOVA) [16] of the lead content data could be used to evaluate the effect of wipe, CRM, lead
level, and filter treatment (Table 3). The effects of wipe and lead level were significant (p-value

Table 3. Analysis of variance examining effect of wipe, CRM, lead level, and filter
treatment for the laboratory-prepared specimens

Analysis Result”

Parameter F-Value P-Value
Wipe 12.65 <0.0001
CRM 1.92 0.1708
Lead Level 93.69 <0.0001
Filter Treatment 1.08 0.3019

Filter Treatment — Wipe 3.75 0.0289
Filter Treatment — CRM 0.14 0.7107
Filter Treatment — Lead Level 0.30 0.9128

* By convention, p-values less than 0.05 are considered to be statistically significant. Bold font is used to
denote significant p-values.

" Raw data from all UE/ASV analyses are given in Appendix A.
6



<0.05). In contrast, those for CRM and filter treatment were not significant. There was a
significant two-way interaction between filter treatment and wipe.

The effects of wipe, CRM, lead level, and filter treatment are illustrated in Figure 1, which shows
three bar plots representing lead recoveries for specimens prepared with Wipes 2, 3, and 4. As seen
in Figure 1, lead recovery varied considerably, ranging from 32 % to quantitative depending on the
combination of wipe, CRM and lead level. Seventy-two percent (72 %) of the recoveries were
quantitative. In the previous NIST study [8], 71 % of the recoveries were quantitative for
specimens prepared with Wipes 2, 3, and 4, and either SRM 2581 or CRM 01450. In each plot in
Figure 1, a pair of adjoining bars having light and dark fills represents the effect of filter treatment
for the same combination of CRM and lead level. Observe that, as expected from the ANOVA
results, adjoining bars in each plot generally have comparable heights indicating the lack of a filter
treatment effect. Observe also in Figure 1 that, for Wipe 4, two-thirds of the unfiltered extracts
provided higher recoveries than the filtered extracts. This observation could explain the significant
two-way interaction found between filter treatment and wipe (Table 3). The finding of higher
recoveries for unfiltered extracts contrasts with previous NIST results [8] wherein 58 % of the
filtered extracts from Wipe 4 specimens spiked with either SRM 2581 or CRM 01450 provided
higher recoveries than the unfiltered extracts

The significant effect of wipe on lead recovery is also observable in Figure 1. As evident, Wipe 3
and Wipe 4 specimens provided generally higher recoveries than Wipe 2 specimens. This wipe
effect was present in the previous NIST study [8], wherein Wipe 3 and Wipe 4 specimens had
significantly higher recoveries than Wipe 2 specimens. Table 4 provides, as a function of
combination of wipe and CRM, a summary of the percentages of the lead recoveries that were
quantitative in the present and previous NIST studies. Consistent with the findings that Wipe 3 and
Wipe 4 specimens had higher recovery than Wipe 2 specimens, the percentage of analyses
providing quantitative recovery for Wipe 3 and Wipe 4 specimens was 75 % or more, whereas that
for Wipe 2 specimens was 42 % or less.

The significant effect of lead level on lead recovery of Wipe 2 and CRM 01450 is also exhibited in

Figure 1. For the combinations of these two parameters, it is seen that lead level 1 (LL1) specimens
had recoveries that were much higher than lead level 2 (LL2) and lead level 3 (LL3) specimens.

Table 4. Percentage of analyses providing quantitative lead recovery in the current and previous

NIST studies
Current NIST Study Previous NIST Study®
) SRM 2581 CRM 01450 SRM 2581 CRM 01450
\ﬁlge No. of Quant.’ No. of Quant.” No. of Quant.” No. of Quant.”
) Analyses % Analyses % Analyses % Analyses %
2 24 42 24 42 18 17 18 39
3 24 75 24 100 18 94 18 100
4 24 83 24 88 18 83 18 94

? The summary is for data from three of the four operators in the study, because the fourth operator used a different
UE/ASV test protocol than the other three [8].

® This column indicates the percentage of the analyses for which the ASV lead recovery was quantitative.
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Figure 1. Laboratory-Prepared Specimens: The Effect of Filtering of the UE Extract on ASV Lead
Recovery by Wipe, CRM, and Lead Level (LL). Recoveries are relative to the amount of
lead applied on the dust wipes.



Specifically, whereas at LL1 all recoveries were quantitative with an average of about 95 %, at LL2
and LL3 most recoveries (88 %) were not quantitative with the majority ranging between 40 % and
60 %. This lead level effect for Wipe 2 and CRM 01450 specimens was also found in the previous
NIST dust wipe study [8].

3.1.2 Effect of Analytical Method. ANOVA was conducted to determine the significance of the
analytical method, i.e., ASV versus ICP, on lead recovery. From Table 5, the analytical method
was significant (p-value < 0.05), as were the two-way interactions between analytical method and
the three specimen variables, wipe, CRM, and lead level. Figure 2 illustrates the effect of analytical
method on lead recovery. In each plot, a pair of adjoining bars having light and dark fills represents
ASV and ICP recoveries, respectively, for the same combination of CRM and lead level. Figure 2
shows that all ICP recoveries were quantitative whereas, as previously mentioned, only 72 % of the
ASV recoveries was quantitative. Specifically observe, for Wipe 2, the higher recoveries
determined by ICP for specimens prepared using CRM 01450 at LL2 and LL3. The finding that all
ICP measurements were quantitative supports the results from the NLLAP analyses

(Section 2.3.2.1) that the UE procedure successfully extracted the lead from the laboratory-prepared
dust wipe specimens [5].

In the previous NIST study [8], ASV and ICP comparative analyses were performed on UE extracts
from three specimens prepared with Wipe 2 and CRM 01450 at the lead levels used in the present
study. Two of these specimens were at LL3 and the other was at LLL1. The two LL3 specimens in
the previous study provided ASV and ICP recoveries of about 45 % and 95 %, respectively;
whereas the LL1 specimen gave 104 % and 101 % recovery for the ASV and ICP analyses,
respectively. That is, the trends for the ASV and ICP analyses for specimens prepared with Wipe 2
and CRM 01450 at various lead levels were similar for the present and previous NIST studies.

3.1.2.1 ASV Versus ICP Plots. Complementary to the bar charts (Figure 2) used to illustrate the
effect of analytical method, Figure 3 provides plots of ASV lead recovery versus ICP lead recovery
for Wipes 2, 3, and 4. In each plot, the data symbol denotes the CRM, and the 45° solid line
represents perfect agreement between the two analytical methods. The Wipe 2 plot illustrates the
effect of lead level for CRM 01450 specimens, as it is evident that almost all the data points for the
Wipe 2 CRM 01450 specimens having about 250 pg of lead (LL2) and 500 pg of lead (LL3) fall
below the perfect agreement line. Moreover, a couple of the data points for Wipe 2 specimens
prepared with SRM 2518 at LL2 and LL3 also fall below the perfect agreement line.

Table 5. Analysis of variance examining effect of analytical method on lead recovery
for the laboratory-prepared specimens, as determined by ASV and ICP

Analysis Result”
Parameter F-Value P-Value
Analytical Method (i.e., ASV versus ICP) 23.07 <0.0001
Analytical Method — Wipe 11.13 <0.0001
Analytical Method — CRM 4.36 0.0408
Analytical Method — Lead Level 5.81 0.0002

* By convention, p-values less than 0.05 were considered to be statistically significant. Bold font is used
to denote significant p-values.
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Figure 2. Laboratory-Prepared Specimens: ASV Recovery Versus ICP Recovery by Wipe, CRM,
and Lead Level (LL). For each method, recoveries are relative to the amount of lead
applied on the dust wipes.
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Figure 3. Laboratory-Prepared Specimens: Amount of Lead Measured by ASV Versus That
Determined by ICP for Specimens Prepared Using Wipes 2, 3, and 4. In each plot, the
45° line represents perfect agreement between the two measurements.
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3.2 Field Specimens

3.2.1 Ultrasonic Extraction. The finding that after sonication of the field specimens essentially all
the lead was found by NLLAP ICP analysis to be in the UE extract (Section 2.3.2.1) indicated that
the sonicator operation conditions were successful in extracting lead from these specimens.
Successful sonicator extraction of lead in field-sampled dust, which has generally small particle size
(sub-millimeter range), was consistent with the results of previous NIST research on UE/ASV
analysis of lead-containing paints [12,17]. In those studies, lead in paint specimens was
successfully extracted by sonication at temperatures and times similar to those used in the present
study provided that the paint specimens were ground sufficiently small (i.e., generally <425 um
particle size). Similarly, Drake et al. [11] found that lead in air particulate is readily extracted using
UE (provided that lead-containing compounds that may need to be extracted using hydrofluoric acid
are not present). Drake et al.’s sonication temperature and time were similar to those used in the
present dust wipe study, although the extraction solution was 10 % (volume fraction) nitric acid as
opposed to the 25 % nitric acid solution used here. On the other hand, in the previous NIST [8] and
the Ashley et al. [5] dust wipe studies, it was observed that, for some combinations