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Abstract : Inorganic analytical laboratory of Korea Research Institute of Standards and
cience participated in an interlaboratory comparison program operated by Quebec Thxi-
cology Centre of Canada in 1994 and again in 1995. The objective of this program is to enable
participating laboratories to assess reproducibility and accuracy of their analytical results
for trace toxic elements in human biological fluids. This laboratory determined Cd and Pb
concentrations in 3 levels of human blood samples by isotope dilution inductively coupled
plasma mass spectrometry.

0.5mL of blood sample is added to the digestion bomb together with 2mL of nitric acid
and enriched spike isotopes and then decomposed in the microwave digestion system. The
decomposed sample is diluted to 10mL and nebulized inte ICP-MS. The Cd and Pb values
reported by all participating laboratories are presented and compared. The values reported
by this laboratory are within the acceptable range of target values.
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o] ujdel gL vy, olxi EHAHE A}
A4 sl A B A $E45E TR
Aol 229 TB2AN $XZEE A8 F Ro}
A AA A gl B9 fARRE @e] A #(control sam-
ple)& A 231 7t AP Aol Bafjo] EA4& 3A 8l
ok &A oF 15078 2] Agiade] o] 2 aadel A7) 4
3R As L o] BAd ARl R BAS sl 9l
o, o] B A¥AMe o REL Fhic(26%), v
(33%), #-81 (32%5) ) #1238} glch

AR EHGATI FUIEH2FAN e 199493
1995 7hz} 1314 v} AlWF S A
g ZA] F-E A ol Ahedslei A Hf Fof Cd3t Pb A
Hofl dlaf #4485 AAsack. FHUA AL o]
a3te] F-A ARG dglon B AP BHUES
EEA o ol ZAHSA epoh
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2.1. A} 2}

Yol g Faislr] A3 A2 A4kg o] &3l o %]
S7A=  #3F A4 (Avondale Lab., England)&
sub-boiling 5-Fell o8] SFaA] Algstd ot =
Woll A e A 8 2e o] AN Eu A ok, A}

70% v/v)el Alm= e wet ol & FlsilA 2A
AHEtd ol SR $Al ol goje &3
252 & FH8 15%10° ohm o] A4te) AR F&
A& & carbon filter, $71% A A& 2%} organic fil-
ter, §o]& ¥ ofo] W filterS EIA]Z 18x
10°0hme] 22} £H58 HE thg sub-boiling %210l
ol &) Aalg 32 FHFE AHestact

Pb T4 ¥4 & RFEAL vFIYPEEATY
(NIST)el A F9l%F NIST SRMY81-& Ap4-8lg oo

Med FESglAE v)5re) US. Services(Summit,

Tble 1. Is0topes used in the isotope dilution method

Abundance (%)

Spike isotope

N.J)elA, el *™Pb p2EH¢4E= NIST
SRM991-& A1-&3t¢ich. NIST SRM98le} 9144
Aol ARz 1Cd, ®Pbe) ¥2 X Tuble 10
Vel

2.2. 71 7]

2 AgdA AR fFeAgtEelae) Mgk
(ICP-MS)& ¥HEIHNFATYelA ApA =gt
712 2 System T4 NOEE Fig. 19, 18l 2%
Z7-& Tuble 20 Yrepfisich. £ ICP-MS ~|7]9] 3
2 sampler2} skimmer orificed ¢-Fr]Fog A=t
3t 719 interface®} quadrupole/detector®o] Smm

E ol A8l Zgl=vl2¥E £+ photono)
photon stop §olx & 7](AF 562A, ETP)o| =%
32 Rl sk =3 A4 X W A
2l R g ¢zl ALY o R Alabsig o AWA
A F87]+= Alcatel diffusion pump&, 28] i quad-
rupole®} detector’} d2|%e] gli= FwA 2347
o= turbo pumpE AH&-3}s] ).

Tuble 2. Typical ICP-MS Operating Conditions

Inductively Coupled Plasma

Forward Power «««+-r-resererermeneenieeniennenn ] kW
Reflected Power - e s viesririermiainennmineninn < 2W
Coolant Flow Rate --eeiiereemeerrmmrasies 12 L/ min.
Auxiliary Flow Rate----------crveeeer:03 L/ min.
Carrier Flow Rate -+ eevemeeereennne:0.5 L /min.
Carrier Line PreSsure --oceeeeoeoseesmierernions 50 psi
Sampling Depth «+-eservveeroanmieenienee . 10mm
Mass Spectrometer
Interface Pressure «oo-reecoereierreenioseein 1.2 torr
Second Stage-~v--~~'-------~----~-----~--6><10’4 torr
Quadrupole Chamber -«----veveeeeeene 12X 107" torr
Sampler Orifice (aluminum) --eeeeemoeeereen 1mm
Skimmer Orifice (aluminum) -++-++o-oeeveee:0.7mm
Data Acquisition
Measurement Mode:-+:- - Multichannel Scanning
Channel Dwell TIme -+ - ceeererrerveemremeereinian 2 ms

Channels per amu =« -e-eseeneseess

Med o ™ed P ™Pb Integration Time per Channel ««--srvereerseeees 0.2s
NIST 981 2414 5234
i s e e
?[X.Cd spike 96.31 1.95 ‘ 2.3. Al22| ®Mx{2|
“*Ph spike 99.9 0.02

Vol. 9. No. 2. 1996

X 2E Ei43sl7] 18] MilestoneAte] microwave



{ )

N

Rotary pump
125 Us

Fig. 1. Schematic diagram of ICP-MS system.

digestion #2)(Model™ : MLS1200 mega) & Ah&3}
Aot FTF24E A8 ATE QAR 0.5gE ol
WA e siotEe] &7l Wi A4k 2g8 AHrbs A A
HeE F 35U HARS Aristdet £8 27
o} F7-% o 2] R21x]47]4 Weflon(Polytetrof-
urethilene®} Carbong E§taiA] uhE 7)ol Yol pol-
vethylene z} & 2] rotor bodyoll Z2FA1# Table 35} 7+
& Z2ags AHgste] Eastach Zzage]
¥ rotor & Abol A oF 1417 Q@ zpA)zl F Fai 47
o ¥7E& A3 FHR AEE FFTE A 10~26mL

2 Fyrh

2.4. S MYol 2f8t BAFR

148 HAFE - A7) - o) AkE
»| Baizers *1 4 set points to
vacuum automatic vacuum
controller ] control system
Penning
[; gauge extraction lens
/ skimmer
CEM Quadrupole Prefilter ion lens {
[ 1CJ01000 o)
/
l 1C10|000=25) = N
sampler
Deflector
ol
Turbo-pump vaive Pirani
180 L/s gauge 2
Diffusion pump
1250 Us Rotary
Solenoid vatve 2 ‘:'; SpL/s
| —~ |

Solenoid valve 1

Tuble 3. Decomposition time and power of microwave
digestion system

Step Time Power
1 3 min. 30 sec. 250 W
2 5 min. 500 W
3 5 min. Cooling

24 ofefje} 3Fo] 5F-Fo B4 -& A )

LA ZEEN  AE0 s o8t A8
oA H7Psle FEEHUALLNY ELE Ay 2=
S4 224 100ppm A A4 FELA-E Ao 3
Mate] FEENYR] F%o wws 2 100pphe
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Pb 5443} 100ppbe] Cd EF81& A z5}qic}.

2. SHHNHIB EERY : <F 20ppb 552 ¥4
WA ¥E FELYE Axdte] vl ARE 24T
ol AzExpd Ax-E vAste] Fo)h o] gl
3L Fa3kA wov HEre Aol 445
= B9l A signalo] 50000 counts /s(cps) o]Ake] 5
25 glo] )

3 BEESUN SHEQRA0 EEHEBW ;0 A)E)
2718 FEFAUL AR Feghs JFAYL
s} An] o2 talr] ¢l shed Ph, Cdeoll Whs) 2h2 k&3t
e EYLYE 154t Pbe] A9+ 101.5ppbe]
Pb B&4-9 4.285g4] <F 9ppb ¥£2 “Pb &4 1.
302g& 78t SFTE 5A3te] oF 40mLo] 84
o2 ghEgloen, Cdel 4%+ 103.0ppbel Cd EF4
o) (.219go) <F 25ppbe} MCd £ 0.441g-2 M7} A
z2rz 3 Aste] oF 60mLe] 498 et

4. Blank BY0| SZE/ULE IS 8H © 2
9%0ppb “*Pb & 0.5¢g3} <F 25ppbe] "'Cd 49 0.1g&
TP ghel WA 208 HrIET AN He} L
FAAEE AN F 2HF2 F5A ©F 0mL7t ==
= g}

5 SHERAE HAUAR HIIAMZ B2Y : Thble
4ol A2} 7ho] Zhzhe] M ARl F2F-4 U9} A4t
2¢5 A7}18t ¥ microwave digestion #}2]ol|4] Table
3o EA)E 22 FHBF E2FTE oF 10~20mL
2 e

ICP-MSE o] 83le] 4 59 FHLLuE(R)E
2% of AR 3vich 24 At 24 Fo §-of 39
FHH AN &S HA sl PEF T U0 & (RS
% th-g R¥ R'E 599434434 P diglslo]
Al &% Pbt Cdel B=8& A4kt AzkiAlr] te
oe] 72 Fel3] - &3] of el ofsle] REHEE E
A A0 ¥ &S AAZF hEA o= RFLF o7}
#nEgx zro® vehdo} o]ZE A=kl (mass bias
or mass discrimination)e| &} &b & 8kR-A 7] vjc}
EE7) aApd A AEATE vrehly] of ol A
T FHY S 2L e FALau Sl
AAE ] Qe TN EF RF LA E 0] 83l 4
g B AAFE AA sl BE gl o] RAA
8 Fal Fojof o). oluidt "Ml Al=kx)
WA= A7) Adel] whel 24 WA s &
A R vy of 2o} wheba] Aabg Bale]
ol W) 7hzh O FEFHUL FERE F 5
ol ] e 2 Ak Axfe] 5L XA 7
& W22 blankghE 78] el AR FEgk
o A wjFol 2 F Fr3hE dech

3. 45 gl g
3.1. 199415 B ELAMZ T}

FTEEAE W9 2FE 62724, 27 BEot
& Cd BA& S8 A8 370(C-9416, C9417,

Tuble 4. Spiked amounts and final volumes for blood samples

Sample Blood(g) Spiked amount(Conc.) HNOs (g) Final vol. (mL)
1.-9416 0.5 0.110g "Pb(1.05ppm) 2.0 10
L9417 0.5 0.109 “*Pb(1.05ppm) 2.0 10
1.-9418 0.5 0.110g " Pb{1.05ppm) 2.0 10
C-9416 0.5 0.312g 'Cd(27ppb) 2.0 10
C-9417 0.5 0.316g "M'Cd(27ppb) 2.0 10
C-9418 0.5 0.310g  MCd(27ppb) 2.0 10
L9513 0.5 0.269g  ““Pb{25ppb) 2.0 20
L9314 0.5 0.539% “Pb(25ppb) 2.0 20
L9515 0.5 0.567g “*Pb(25ppb) 2.0 26
C-9513 0.5 0.103¢  "'Cd(90ppb) 2.0 10
C-9514 0.5 0.102¢  "'Cd{(90ppb) 2.0 10
C-9515 0.5 0.054g "'Cd{90ppb) 2.0 10

Vol. 9, No. . 1996
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Fig. 2. Isotope dilution mass spectrum of Cd in
blood (1994).
(solid line : C-9416, dotted line : (C-9413,

Blood 0.5g+8.4ng *Cd)

Tuble 5. Cd isotope ratios of spiked blood samples

05g C-9416 0.5g C-5418

Run +84ng"'Cd  +8.4ng 'Cd
1 4.08 722
2 4.33 7.36
3 4.09 7.38
4 4.23 7.44
5 413 741
Mean 4.17 7.36
SD 0.106 0.08
RSD(%) 2.53 1.15
Mass bias 4.01 7.07

corrected
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Fig. 3. Isotope dilution mass spectrum of Pb in
blood (1994).
(solid line : L-9416, dotted line
Blood 0.5g+115ng ““Pb)

: L9417,

~

A4S C-9416 A5 A el A HAH U9
EA0] A AdRSE vl av FHEE

& 24 Q4e] Sl A A gon B9
Ao o3 A A3 Fig. 2004 B
o 22 ok FEHEHAUL ol dEkd
Hed/Med 494082 YA o2 B4 C-U18
Alg7F A es BAE C-9416 A& ¥Ele o =

= & & 5 glrh o}zl 2R C-9416 Alue] Cd ¥
27} C-94188ch Eole AL o F Qlvh Pb A
gk Az 2 Fig. 3¢l ¥l L9416 0.5go “Pb

T

Tuble 6. Pb isotope ratios of spiked blood samples

C-9418)8} Pb ¥41-& 2§ A|& 37)(L-9416, L-9417,
L-9418)7} <ichk Cd Ao FAel g ZHoA=HA
Fig. 21413 €9 C-9416 0.5g°) 8.4ng '"Cd-& A 7}~
7l golz} Fof C-9418 0.5gel 8.4ng ''Cd& 713
oo AgAHEY S Jepligdel o o FUx
vl g2 53] ubE ZAstg o] A A HI F
3t dekapd-& RAZE 3hg Table 59 vhebp Tt
Fig. 20| A& g gke] B5F5UYLE YRsled
T Hioz HAE CH418 2122 "'Cd peakr}t U4
0.2 1A% C9416 AmEc) AN A Jdelytcl o)

R 0.5g L-9416 0.5g L-9417

un +115ng ®Pb  +115ng **Pb
1 1.94 1.34
2 1.96 1.34
3 1.55 1.34
4 1.95 1.32
5 1.96 1.33
Mean 1.95 1.33
SD 1.006 0.009
RSD(%) 0.32 0.67
Masss bias 1.87 1.27

corrected
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Tuble 7. Reported values of Pb in blood by participating laboratories(1994).
Pb in Blood(units : zmol/L)

code L-9416 L-9417 L-9418 code L-9416 L-9417 L-9418
2 135 2.31 0.38 131 0.93 1.69 0.26
3 1.25 2.22 0.33 132 1.30 2.45 0.67
8 1.39 2.43 0.26 134 1.28 212 0.34
9 1.44 242 2.40 139 1.40 2.30 0.30
15 1.25 2.32 0.29 142 1.35 2.41 0.19
16 1.40 2.22 0.48 149 1.38 2.34 0.34
18 1.34 2.30 (.35 158 1.30 217 0.37
19 1.31 2.21 0.32 161 1.42 247 1.05
21 1.27 217 0.36 162 1.40 2.43 0.34
&3 1.40 2.32 0.34 163 : 1.25 2.22 0.39
27 1.22 2.09 0.33 167 1.30 217 0.48
30 1.27 221 0.34 169 1.32 2.20 0.38
33 1.32 2.20 0.34 181 1.22 2.05 0.29
42 1.50 2.41 0.36 183 1.35 2.30 0.36
48 1.15 2.01 0.30 184 1.34 2.14 0.38
50 1.30 2.18 0.30 186 1.32 2.22 0.33
h4 1.25 2.23 0.26 188 1.36 2.32 0.36
56 1.20 2.30 0.10 194 112 2.06 0.27
57 1.33 2.24 0.35 195 0.16 0.25 0.05
60 - 1.36 2.28 0.36 200 1.21 2.20 0.29
62 1.30 2.22 0.39 203 147 2.44 0.40
64 1.16 2.05 0.41 207 . 1.30 2.22 0.35
65 1.32 2.24 0.33 217 1.33 2.24 0.33
V4 1.36 2.37 0.37 218 1.19 2.18 0.32
82 1.19 212 0.30 221 1.47 7.67 2.03
83 1.60 2.43 0.42 222 1.22 2.12 0.30
84 1.18 2.02 0.34 227 1.23 217 0.35
86 1.38 2.24 0.33 228 1.30 2.30 <0.20
87 1.26 2.28 0.43 233 - 1.27 1.97 0.28
97 1.32 2.20 0.43 238 1.26 2.10 0.31
o 1.24 2.16 0.29 239 1.29 2.31 0.29
102 1.21 191 0.28 : 240 1.33 2.22 0.39
103 1.22 2.00 0.32 241 1.29 2.23 0.38
104 1.30 2.30 (.30 248 1.35 2.22 0.33
105 1.38 2.27 0.40 250 1.18 2.08 0.30
106 1.25 2.20 0.33 252 1.46 2.45 0.45
108 1.30 2.10 0.31 259 1.32 2.04 0.41
11 1.34 2.24 0.37 275 1.31 2.24 0.35
119 : 1.33 2.38 0.34 279 1.39 2.36 0.31
128 1.33 2.30 0.32 298 1.29 2.20 0.45
Target Values Acceptable range

L9416 1.30 1.10-1.50

L9417 2.20 1.95-2.45

Vol. 9, No. 2. 1996 [OIR na 0.20-0.48
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Tuable 8. Reported values of Cd in blood by participating laboratories (1994)

Cd in Blood(units : nmol /L)
code C-9416 C-9417 C-9418 code C-9416 C-9417 C-9418
3 127 77 44 111 120 77 42
15 148 93 49 128 122 84 45
18 117 70 37 133 129 106 51
28 141 91 49 139 133 83 7
3¢ 126 34 49 142 130 85 45
3¢ 134 82 43 176 . 153 94 47
41 128 84 46 217 135 89 44
47 130 90 49 218 122 78 42
48 140 76 52 227 95 67 39
57 126 34 46 228 - 2000 800 4000
64 156 119 76 230 144 91 53
74 133 89 44 233 107 64 22
82 137 93 56 238 145 99 57
83 130 35 40 246 133 85 44
8t 136 96 49 248 125 81 49
87 122 79 44 252 125 91 41
101 133 79 41 275 125 80 45
102 - 71 40 16 298 124 88 53
Target Values Acceptable range
C-9416 125 111-139
C-9417 82 70-94
C-9418 44 34-54
117ng& #7412 £ (solid line) 3} Ho§ L9417 0 Tuble 92} Table 1094 viehdl Z1x3 BAD-e o

5gel ““Pb 115ng& #H7}A17] £l (dotted line)=]
““Pbe} “"Pbe] Az A EdE eyt o) wf
Ay v g 53] ubE 2 st o A o
T BT A=Y BT TS Table 6ol vieh)
et

Table 7 Pbe] FEEA ol el 2% 8078 3hod
713ko} B gt A2, 2|1 Thble 8& Cde) TEE
Aol oiqt 3670 7| o] R1g AF-F vehulgio
EXAI NS 2 wAEich b o] 49
S TR A AP A e FAub el whel 24
stod SA A2 gk 218 Tuble 99} Table 10l zhzt vie}

Wslew  Aa el el gagkat kgt
(median), ¥AHF(C.V, %)3ke FAslxm 9o}

HEol (65%) VAFTEBYU(AAS)E Agstade
o, AASE-H e ¢ HAXRE 4oz Hasix] o
I AA F3HA ZA2YAFTE DY (GFAAS) o A
EAE Aot YAYARE Ao ooz oy
Aol v AL A A8l GFAASE B3 Axle} )8
£ F%3 ¥l Flame AASE B43F A2 717} a2
FF3ldch =3 viel v wo wlebA] Zeeman v
S-S 3 A Do vl AR e M2 s
viehlgdct A Ml A2 B of Pb, Cd ¥ A7}
BE Al Bl £ sbx) oba A B B3 790}
At Fll§ g ATl e oA 2 g vrehd 3 ql
o} o] 7 wiA el 33 ujFole} AztE]nd wiety
whoff i & 2ol TR o) vhehdx] gt}
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Thble 9. Statistical analysis of Pb data for each analytical method (1994)
STATISTICS /Pb in Blood
L-9416 L-9417 L-9418 (74)
All metheds 80 (77) 80 (77) 79 (0.34)
number 1.29 (1.31) 2.27 (2.23) 0.37 (0.34)
average 1.30 (1.30) 2,22 (2.22) .34 (15)
median 12 (6) 29 (6) 59
CV. (%)
AA : Dilution - GFAA-Zeeman BG correction
number 32 (30) 32 (30) 32 (31)
average 1.27 (1.32) 2.16 (2.24) 0.33 (3.34)
median 1.32 (1.32) 2.23 (2.23) 0.34 (0.34)
C.V.(%) 18 (7) 18 (5) 20 (12)
AA : Dilution - GFAA - D2 BG correction
number 17 17 17
average 1.29 2.23 0.34
median 1.30 2.21 0.34
C.V.(%) B) 15 32
AA : Deproteinization - GFAA - Zeeman BG correction
number 3 3 3
average 1.40 2.38 0.60
median 1.42 244 0.40
CV.A%) 6 6 65
AA : Deproteinization - GFAA - D2 BG correction
number 4 4 4
average 1.34 2.26 0.33
median 1.34 2.27 0.34
C.V.(%) 5 3 8
AA : Extraction - Flame AA
number 6 6 6
average 1.35 3.15 0.68
median 1.34 2.27 0.45
C.V.(%) 6 70 97
ICP-MS
number 2 2 2
average 1.25 2.21 0.25
median 1.25 2.21 0.25
C.V.(%) 11 13 32
Other
number 3 3 3
average 1.22 2.20 0.31
median 1.21 2.18 0.32
CV.(%) 3 8 9
Unknown
number 13 13 12
average 1.31 2.20 0.35
median 1.30 2,22 0.32
C.V.A(%) 5 6 18

Statistics within brackets : after eliminating outliers
Vol. 9, No. 2, 1996
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Table 19). Statistical analysis of Cd data for each analytical method (1994)
STATISTICS/ Cd in Blood

SpE - Y7 - ol st

All methods
number
averag?
median

C.V. (%)

number
average
median
C.V.(%3)

number
average
median
C.V.(%)

number
average
median
C.V.(%)

number
average
median
C.V.(%5)

number
average
median
C.V.(%5)

number
average
median
C.V.(%3)

C-9416 C-9417 C-9418 (32)
36 (34) 36 (33) 36 (46)
181 (130) 104 (85) 155 (46)
130 (130) 5 (85) 46 (10}
173 (9) 115 (10) 424
AA : Dilution - GFAA-Zeeman BG correction
9 9 9
124 8l 44
126 82 44
10 8 6
AA : Deproteinization - GFAA -Zeeman BG correction
6 6 6
129 84 45
130 87 45
7 11 10
AA : Deproteinization - GFAA - D2 BG correction
142 90 48
148 93 49
10 6 2
ICP-MS
2 2 2
130 88 47
130 88 47
4 6
Other
4 4 4
132 91 47
131 89 46
3 13 16
Unknown
11 (10) 11 (10) 11 (10)
302 (132) 152 (87) 408 (49)
133 (129) 838 (87) 52 (50)
186 (11) 141 (17) 292 (28)

Statistics within brackets

. after eliminating outliers

Analytical Science & Technology



TR AFEA e 23 o F Cd, Pb A& 24 1 FAFEFEA 155

ICP-MSE AH4-8t 7|32 £ 74 oo &) 1
A Fldeig] e FHYAaNYS HLslgdeR o}
QA= o 71 gich # AgAlel M B3t code 298
o] Hzlel EFgh(target value)d vlmyL wje] i
ol th&-3h el @ L9416(—0.8%), L-9417(0%),
1.-9418(32.4%5), C-9416(~0.8%), C-9417(7.3%),
C-9418(205%). o1& ZH-E B of 2 Fxe] A8
oA zpolz}l & A& ¥ 4 ik o)A 4719
EET AA diitelal Aztsn] F9 U4yl
M AR ol A S D] AL v
2 EA AT AFgFE FA oy &2 NEH 22
Alefo 2 REle] 2918 QaLE WAAFER $7]9
A 2edo el AL of Folallof e o 5 gl
arth

3.2.1995¢x S ERMEY

Table 42} 7o) “*Pb FEFUAE Y71 YA
R L9513, L-9514, L-95159] E9 45 defss
E3 L Fig. 4ol JehAgdc). Fig 4ol 4] 2t Ao g
FA1E Ae]l L5130l Aoz BAE 7o)
L9514, -l #& Yded TAE 7o) LY5150]
th EEE U HobE R ok “PPbe peak ol
Z 2 o 1.95130] 743 257} @ 1L,.95157) A =
2 7% ok gleh ol 9} o] FAA ALY S 1S
sle] 32 Pbe) Exi= LO5130] 0.59umole/L,
L-95147} 234umole/L, 18131 LY5157} 3.284
mole/Lojglem  Cde} FEi  C95130] 106

140"’

1201 A

N

100+ ¥

% el = ]‘[\\
1N I\
40 \\ / ’\\ \\
20 f/. \ //\\ \

5 2t !206 20\'s\sj 207 20'7.5/268 §b5 209 209.5

A

courts/s

Fig. 4. !sotope dilution mass spectrum of Pb in
blood(1995).
(+ o 0 L-9513, —— : L-9514, sesese 1 1-9515)

Vol. 8, No. 2. 199

nmole /L, C-95147} 88nmole/L 18]z C-95157}
37nmole / Lol glth.

Tuble 112 Pbe] FF5-Aol Aeigt 25 9271 3o
7130} B.3g AE, 18| 3 Thble 12+ Cde) 255
Aol FHedgt 3870 713bo] Mgk HAH}-E eh i)
t}A] o] ARE FFHA ) ARt A EA
of upe} B-Fahed LAl H el gt 712 Tuble 135} Tuble 14
o zhzb veligl ey A o #ige) Hgpty B
ZFat{median), +AHAIERH(%)S HA8ER Yt o]
FAA & 7 e AAMY o] 7)gte] 1 FANE
el star ol 7R w@d 7o) AR RE 3 M7
% Zeeman ¥} R -Ed 2 A E RS ALL-3]
of BAAFE Jdgjon] ICP-MSE o] &3 444
3| M Aol ofal B Agdeld Bagt o=
9d v o} Axlel] olo] 9 d Toll & W B E7k(target
value)oll "i-¢- (S-S o 5 gl o ol g
2l 0 L-9513(—7.8%), L-9514(—8.2%), L-9515
(—10.1%), C-9513(—11.6%), C-9514(—1.1%), C-
9515( —2.8%). o1& A#H-E 2¥H Pb A& A% 25
A alA oF 8% $-& & viebic Table 118 &
ol B olE Ay o] ¥ A o] F& e M
o F3 gith. Cd A& A%+ BF g7 52 3e
Vel C95138 Al 9sln B3k A AdX3e

B 9loh
4.6 &

2 AN B €9 9 Pb, Cd2) F5&
199413, 1995+ 238)ofl HA BA%)F 127)¢) A8 25
Exzbe 23T 2N 52 AUse) AP L Ko
Fick dubdezn FodisMAgerRae g
P E(AAS, ICP/AES ¥)ell v]84 B8 x 5
Fol o e A} Al E )] ko) v He
Ao HAE I QoM PTE A A A BT
o] zt7] & FMubi-g A 437 o Felf F-910 43
A Ao A AEeg B e Yot 28
Hog o) S EAs B 1994 d se] A=
7)o BRI AIH o R Q7 29d0] 58 2xpgal
ole} Azt 19951 =] A= B AP 27
gl gko] Pbel 7§ oF 8% P& 3H-e Holn ge Al
H4del FMAAE F& 31E Holug o] e Hu=



156 ubE - A7) - o) AkE}

«uble 11. Reproted Values of Pb in blood by participating laboratories(1995)
Pb in Blood(units : gmol /L)

code L-9513 L-9514 L-9515 code L-9513 L-9514 L-9515
2 0.57 2.47 3.54 138 0.61 2.30 3.32
3 0.58 2.46 4.63 139 0.80 3.80 2.70
3 0.72 2.78 3.59 149 0.64 2.55 3.62
9 0.52 2.42 3.48 152 0.61 2.55 3.70
12 0.57 2.39 3.42 158 0.63 2.46 3.53
15 2.50 0.63 3.50 161 0.79 2.81 3.86
15 0.72 2.36 3.33 162 0.63 2.59 3.73
18 0.65 2.56 3.56 163 0.72 2.04 3.09
19 0.65 2.81 3.91 165 0.43 2.00 3.09
21 0.54 2.10 2.80 167 : 0.53 2.02 3.08
27 0.73 2.62 3.69 169 0.70 2.57 3.52
3 0.63 2.54 3.69 171 0.70 2.51 373
33 0.61 2.34 3.65 176 0.71 2.54 349
39 0.76 2.80 3.97 181 0.62 2.34 3.22
42 0.60 2.48 3.45 183 0.65 2,60 3.85
43 0.42 2.06 3.07 184 0.67 2.58 3.40
43 0.65 244 0.21 186 0.62 2.44 3.70
50 0.62 2.41 359 188 0.60 244 3.67
56 0.58 2.56 3.57 194 0.53 2.65 4.13
57 0.65 2.50 3.52 195 0.72 2.56 3.67
60 0.64 2.60 3.73 200 0.74 3.40 4.77
62 0.64 2.61 3.87 203 0.62 2.63 3.79
64 0.64 - 2.85 207 0.68 243 3.59
65 0.67 252 3.4 209 0.63 2.67 3.66
63 0.60 265 3.34 217 0.64 2.46 3.50
74 0.64 2.44 3.37 218 0.65 2.66 3.83
83 0.69 2.69 3.68 219 0.63 2.05 2.65
84 0.61 2.57 3.81 222 0.61 2.63 3.34
86 0.61 2.50 3.88 228 0.63 2.27 3.38
8 0.68 2.49 3.58 233 0.66 231 3.65
91 0.66 2.62 3.63 238 0.59 2.33 3.41
9y 0.58 2.26 3.42 241 0.63 2.40 3.26
100 0.72 2.57 3.66 247 0.87 3.50 4.83
102 0.59 2.23 3.34 248 0.63 2.47 3.53
105 0.63 2.43 0.34 250 0.61 2.46 3.63
104 0.55 2.25 3.40 251 0.67 2.77 4.03
105 0.67 2.58 3.56 261 0.39 2.56 3,76
106 0.67 2.53 3.65 264 0.67 2.58 3.74
106 0.54 2.37 3.67 275 0.67 2.64 3.79
| S 0.42 2.30 3.37 279 0.47 2.07 2.92
e 0.67 2.49 3.87 282 0.67 2.48 3.67
124 0.46 2.39 3.72 286 0.58 2.23 3.15
128 0.63 2.60 3.70 288 0.77 3.09 4,10
131 0.65 2.41 3.24 293 1.24 0.46 0.12
13 0.64 2.88 3.40 295 0.51 2.23 3.26
134 0.63 2.03 3.04 298 0.59 2.34 3.28
Target Values Acceptable range

L9513 (.64 0.48-0.30

1.-9514 2.55 2.28-2.82

1.-9315 3.65 3.31-3.99
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Table 12. Reported values of Cd in blood by participating laboratories(1995)

I Cd in Blood(units : nmol /L)

code C-9513 C-9514 C-9515 code C-9513 C9514 C-9515
112 103 41 111 89 78 31
15 95 87 41 128 91 80 33
18 93 81 32 133 88 89 53
30 88 82 36 139 88 79 34
39 87 81 32 176 104 95 33
41 100 85 30 217 94 85 37
42 101 88 37 218 96 87 33
43 100 83 65 230 102 88 36
57 95 86 35 233 99 86 35
64 117 93 47 238 107 93 41
68 98 82 28 246 96 95 32
74 98 85 32 247 91 87 7
82 92 85 42 248 92 87 36
83 90 79 25 251 90 82 33
86 90 84 32 264 93 89 34
87 95 86 34 271 83 72 32
91 100 97 22 275 105 94 36
101 7 83 45 293 6 3 3
102 63 43 4 298 106 88 37
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Target Values

C-9513 95
C-9514 87
C-9515 36

Acceptable range

83-107
7599
2646
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Tuble 13. Statistical analysis of Pb data for each analytical method (1995)
STATISTICS/ Pb in Blood

L-9513 L.-9514 L-9515
All methods
average 0.65 (0.63) 2.44 (2.47) 3.45 (3.52)
median 0.63 (0.63) 2.49 (2.49) 3.57 (3.57)
C.V. (%) 34 (13) 19 (8) 20 (8)
AA : Dilution - GFAA-Zeeman BG correction
number 40 40 (36) 40 (38)
average 0.64 2.50 (2.29) 349 (3.54)
median 0.64 2.51 (2.50) 3.63 (3.63)
C.V.(%: 12 19 (7 18 (9)
AA : Dilution - GFAA - D2 BG correction
number 19 18 19
average 0.62 2.53 3.53
median 0.04 2.56 3.59
C.V.(%) 15 7 7
AA : Deproteinization - GFAA - Zeeman BG correction
number 3 3 3
average 0.70 2.62 3.75
median 0.63 2.63 3.79
CVA(%) 12 7 4
AA : Deproteinization - GFAA - D2 BG correction
number 5 5 5
average 0.59 2.32 3.39
median 0.61 2.30 3.40
C.V.(%) 7 7 12
AA : Extraction - Flame AA
number 8 8 8
average 093 1.87 3.01
median 0.67 2.26 3.40
C.V.(%) 72 45 39
ICP-MS
number 2 2 2
average 0.66 2.45 2.00
median 0.66 2.46 2.00
C.V.(%) 2 6 127
Other
number 3 3 3
average 0.61 2.45 3.93
median 0.59 2.46 3.83
C.V.(%) 6 9 17
Unknown
number 12 12 12
average 0.61 2.49 3.58
median 0.60 2.37 3.45
C.V.(%) 19 15 13

Statistics within brackets : after eliminating outliers

Analytical Science & Technology
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Thble 14. Statistical analysis of Cd data for each analytical method(1995)
"STATISTICS/Cd in Blood

C-9513 C-9514 C-9515
All methods
number 38 (36) 38 (36) 33
average 93 (96) 83 (86) 35
median 95 (95) 86 (86) 35
C.V. (%) 18 (8) 20 (7 30
AA : Dilution - GFAA -Zeeman BG correction
number 10 10 10
average 93 84 34
median 95 86 34
C.V.(%) 4 4 9
AA : Dilution - GFAA - D2 BG correction
number 4 4 4
average 93 88 35
median 494 88 34
C.V.(%) 5 7 26
AA : Deproteinization - GFAA - Zeeman BG correction
number 4 4 4
average 98 38 35
median 94 85 33
C.V.(%) 11 12 13
AA : Dilution - GFAA - D2 BG correction
number 3 3 3
average 97 91 30
median 100 95 33
C.V.(%) 9 9 24
ICP-MS
number 2 2 2
average 103 91 37
median 103 91 37
C.V.(%) 3 5 1
Other
number 4 4 4
average 69 62 29
median 88 81 34
C.V.(%) 61 63 66
Unknown
number 10 10 10
average 99 86 40
median 100 88 37
C.V.(%) 10 8 26

Statistics within brackets : after eliminating outliers
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