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Abstract : Twelve kinds (lset) standard materials of chemical ingredients of lead zirconate
titanate{Pb{ZrTi)Q;] have been developed in order to determine fast and accurate measure-
ment of X-ray fluorescence spectrometry. Especially, we used diluted{about sixteen times) fill-
ing compound{Li,B,0;/LiB0;=4/1) to consider removal effect of matrix, storage convenience,
and homogenous characteristics.

As a result from the four different laboratories, we obtained extremly good agreement about
the standard curve on twelve standard materials which containing eleven elements, Ph0, ZrO,,
Ti0,, Sr0, WO,;, La,03 Cr;0,5, MgO, Nb;0s, and MnO,. The correlation factor of standard curve
was over (.998. However, ZnO has relatively low correlation factor, 0.977, because the concen-
tration was 10ppm lower than other original materials. This analysis reveals that ZnO has
shown the peor linearity as well as low fluorescence intensity.

In present work, XRF standard materials are useful for determining a rapid and accurate
results for major and minor elements concentration among PZT.
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Table 1. Composition of synthetic standards (Unit : wt2)
Component
\ PLO ZrO; Ti0, Zn0 Sr0 MgO | Cr,05 WG, MnO; | Nb,Os | La;0;
Std’s No
Sl 330 1375 1.00 {0.00063 | 0219 0018 0.062 0.188 0019 | 0.0125 | 0056
© 82 3456 1313 0938 | 0.0013 020 0.027 0.056 0.169 0.022 | 0.0188 0.05

53 3.60 1.25 0.875 ] 0.0019 | 0.181 0.031 0.051 0.156 0.025 0.025 0.053
54 3.756 1.188 0.813 | 0.0025 | 0.163 0.034 0.051 0.144 0.028 0.028 0.044
S5 3.881 1125 0.781 | 0.0025 015 0.038 0.047 0.125 0.031 0.031 0.038
56 3.994 1,063 0.75 0.0031 | 0138 0.041 0.044 0.116 0.034 0.034 0.034
S7 4125 1.00 0.719 | 0.0038 | 0119 0.044 0.038 0.096 0.038 0.038 0.031
S8 425 0533 0.688 | 0.0038 0.10 0.047 0.034 0.081 0.040 0.041 0028
59 4375 0.875 0.747 | 0.0044 | 0.083 0.05 0.031 0.063 0.044 0.044 0025
510 4.563 0.75 0.625 0.005 0.069 0.053 | 0.026 0.044 0.047 0.050 0.019
s11 4.775 0.625 0563 | 0.0056 | 0050 | 0057 | 0.025 | 0031 0.05 005 { 0.013
S12 5.00 050 0.50 0.0063 | 0.0313 | 0.059 0.019 0.013 0.053 0.063 | 0.0063

Sr0 is used as SrCO,
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Tuble 2. Analytical results of synthetic standards {Unit : wt%)
Component ‘
\ PbO Zr0; Ti0; Zn0 Sr0 MgO | Cr0y WO, MnO; | Nb,Os | La,04
Std’s No '

81 333 1379 0.976 0.00093 7 0.188 0.016 0.051 0.168 0.016 | 0.0096 | 0.042
322 1.310 1.120 | 0.00080 | 0.150 0015 0.052 0.160 0.015 | 0.0120 | 0.044
-SZ 342 1312 | 0519 | 00012 | 0172 | 0.022 | 0.048 | 0151 | 0019 | 0.0141 | 0.037
322t 1280 | 1020 | 00013 { 0140 { 0021 | 0046 | 0150 | 0017 | 0.0180 | 0.040
53 364 ) 12557 | 0873 | 00020 | 0165 | 0.028 | 0.047 | 0.149 | 0023 | 0020 | 0.040
350 1.230 | 0950 | 0.0018 | 0.140 | 0.024 | 0043 | 0150 | 0.021 | 0.024 | 0.043
54 3.72 1186 | 0761 | 0.0023 | 0141 | 0030 | 0044 | 0132 | 0025 | 0022 | 0033
3.57 1130 | 0.850 | 00021 | 0120 | 0026 | 0042 | 0140 ] 0023 | 0026 | 0.035
S5 3.87 1121 | 0.744 | 0.0026 | 0132 | 0.032 | 0.041 | 0114 | 0.027 | 0025 | 0028

368 1.100 0.820 1 00023 | 0110 0,029 0038 Q110 Q.026 0028 0032
56 3.95 1063 | 0734 | 0.0030 | 0122 | 0035 | 0037 | 0106 | 0.030 | 0.027 | 0026
379 1.030 0.820 [ 0.0027 | 0.100 0.033 0.037 0.110 0.030 0.032 0.029
s7 407 0991 | 0707 | 00033 | 0108 | 0.038 | 0032 | 0091 [ 0033 | 0.029 | 0.023
377 0970 | 0770 | 0.0029 | 0085 | 0035 | 0030 | 0002 | 0032 | 0035 | 0.024
88 4.21 0937 | 0682 | 00037 | 0089 | 0.041 | 0.029 | 0.076 | 0.034 | 0032 | 0021
404 0000 | 0750 § 00033 1 0072 | 0033 | 0028 § 0078 { 0034 | 0038 | 0023
59 4.24 0875 | 0744 | 00044 | 0071 | 0044 [ 0026 | 0058 | 0.038 | 0.034 | 0019
419 0.840 0.720 | 0.0040 { 0.061 0.041 0.026 0.059 0.038 0.040 0.020
510 4.44 0755 | 0.624 | 0.0049 | 0061 | 0.046 | 0022 | 0042 | 0041 | 0039 | 0.014
440 0.740 { 0.680 | 0.0043 | Q050 | 0.044 | 0022 | 0041 | 0.041 | 0045 | 0.014
S11 4.71 0621 0556 | 0.0052 | 0043 § 0051 | 0.021 | 0031 | 0.044 | 0044 | 0.010
4.45 0600 | 0630 | 00050 | 0.037 | 0047 1 0026 | 0.031 | 0043 | 0052 | 0.012
512 4.96 0493 | 0489 | 0.0056 | 0.0278 | 0.053 | 0016 | 0012 | 0.046 | 0.046 | 0.0047
473 0.480 | 0530 | 00053 | 0.0230 | 0.049 | 0016 | 0011 | 0048 | 0.058 | 0.0061

upper line : KIST analytical value

lower line : KIGAM analytical value
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Thbie 3. Standard reference materials lead zirconate titanate(PZT)
Reference material type : glass bead disc(dilution factor 16), 35mm diameter X 4,6mm thickness

(Unit : wt2)

Component
\ PbO ZrQ, TiO, SrQ MgO Cr04 WO, MnO,; | NbOs | La0Oy
Std's No

8l 3.28 135 1.03 0.19 0017 0.055 0.172 0017 0.011 0.041
52 3.37 1.30 0.96 0.17 0.023 0.050 0.157 0.019 0.017 0.042
53 3.58 125 0.90 0.16 0.028 0.047 0.152 0.023 0.023 0.045
54 3.68 117 0.82 0.14 0.030 0.046 0.139 0.025 0.025 0.037
55 3.8l 112 0.78 0.13 0.033 0.042 0.116 0.028 0.028 0.033
86 391 1.05 0.77 0.12 0.036 0.039 0111 0031 0.031 0.030
57 399 0.99 0.73 0.10 0.039 0.033 0.093 0.034 0.034 0.026
58 417 0.93 0.71 0.087 0.042 0.030 0.078 0.036 0.037 0.024
59 4.27 0.86 0.74 0.072 0.045 0.028 0.060 0.040 0.039 0.021
810 4.47 0.75 0.64 0.060 0.048 0.023 0.042 0.043 0.045 0.016
S11 445 062 0.58 0.043 0.052 0.024 0.031 0046 0.051 002
512 4.90 049 0.51 0.027 0.054 0.017 0.012 0.049 0.056 0.0057

X7} 0.0063% ¢ 2.1} 53411 7} = 0.0056%, 0.0053% 3.
el 77t 992, NbOs, La;0; Mg, Cr;0,,
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el R EANG o] Table 3o Asich
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