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W aAT - 1 BICHEERE T 7 X< (ICP) FIHtE
2T TIT ) O TH 275, SHHERCHH S
EORBEN: - B UM% G 5 72 D IITEEY B AT R
Thb. BE, RIHESRESNTWE T AF v 7 Kk
WEELTE, Cdz—ERmGFOR) =5 L By E
VDA 001-004” &, As, Br, Cd, Cl, Cr, Hg, Pb, S%—
ERELARY TS L EEYE BCR 680, BCR 6817777
EENTWS., 72, HEENTH RO OB ES
B R G UERWEOFA LT > TV 5B, AAILHEOMHE
REHERA L TR T A RRET 227,

HARGHLFEE T, 20 X9 RRETHET 572012,
20 DXFEEBHREOB I OT, KV LAFNVEI P v
7 A& L7:Pb, Cd, Cr, Hg Z &TLESTHO T 7 R
F v 7 BRIEYE, JSAC 0601-1 (K& A ) KU JSAC
0602-1 (HEEFR) ORBRUFILEITo72

2 FREMH O L EMEOMRE

INFEFTHEAINTNWE ST AT v 7 EEYHIL, T
AF v 7 BERICEBEREL RN - MBREEZHRVELT
VBl 24T 9 HELR—KRITH H. IS LAEEYE T
X, WIRD T T AF v 7 EMC, HREHCTER LR
AERFN - 2 FA L THEEYE A ERT 5B %
BHLA. CoERpEREER, 925y 7 FERIC,
EREBRAEORMBHBREEMT 2L T, GHER
OWEEIRIE S NP 285 e TE D, TR
BB ER, BOR 7T AF v 7 EEYHO X 5 IR
G BB EOTRZLELET, REHAROMES K
BL72bDThHB.

2-1 EEYEOIER

REHBIRIET 7 ) A LBV Tirbh:, EEY o

BT ERZDTIORT.

Step 1 : HRERILEHO 7 oA () 7TEF VT b
A— b (ACROS ¥, #ME97%), " KIv2arn
AFY U TFL— b (ACROSH, Cd &HF 24%),
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Table 1 Target concentrations of Pb, Cd, Cr and Hg
for JSAC 0601-1, 0602-1

Target concentration/mg kg

Pb Cd Cr Hg
JSAC 0601-1 10 5 10 1
JSAC 0602-1 100 50 100 10

5 MJ 7 2= )VE (ACROS B, #FF 97%) MK UKER
Yrunttry7FL—1b (ACROS &, M 99%)
U xORL, MLT 700 BB L GERNE
B NNWER).

Step 2: RYZRAFNWVEM (ZRy 78 7)) 7R
ZF)V) 8kg BEADELY, THICHIR LT Vi
WEMZ, BRI7TIORY 7L YHEBEFET 2
G LIEA LI, T &P, Cg, Cr, Hg D
AiE, Table TISRLUAMEICR D X ) BB /2.

Step 3 : Step 2 TR L 7RSI HEALH 2 a5 - A<
AL, I ABORMIIH LAAKRIRT 12 8
BIE LML 22T, 50cm FEF, 3mm BEDFHRZ
ESLL 7.

Step 4 : Step 3 THOLNLFRICHAY ¥ —F 47T
5em BEEL 2L LH5MBOmE AN, BEETH
S572b DR BER, HTHEMMI v F—3I N (LT
B, FY U bINVML6, BEEH-NA ALY~ FH)
ThH#EL, A7 ) —rhrofithsnzd ok A7
YU ABBD 5B VTS B WBHT 2T, 0.5~1mm
DLDZERIL 7=,

Step 5: FHHONEMZAERE 171 0F) T L U5
FICAN, S LTHEZRTY 050K EEEHYEL
THHEALER -7z, BRER, A= 110 ml OBHT T
AHEAZ 50 g TOFMML THRMBGG & Lz, AL
B EH OBUL, KEHEM (JSAC0601-1) T 96 A,
B AR (JSAC 0602-1) T109 A TdH 5.

2:2 WO ERE

FEREWE L, (LSBT 2RI E OB R, 5 R
ZORBEIIHPVIZI VLW, LL, RYVZZATFLVOY
&, BRRCETh#RZ2T) LHEFTEZREZ LR T2
DABOIY A HEEE b, ZOOERYEOKE
X, HLBREORESZOWHPICHET L L L L7 W
Pl E 2 HB 4705, 1.0 R 14 mm DAF ¥
LABDEDL VI LD 550G 2 EEE L E %R
FLAER, 14mm H5ES5 WA MY 7 T0.1 mass%, 1.4
mm HS2VHEME 1.0mm HA5 WA My 7 T11.4
mass%, 1.0mm H5AWVWHEBE 05 mm BSAL WA by S
T 74.4 mass%, 0.5 mm 55 W #EB T 14.1 mass% £ 20,
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WY OINE L LT 1.0mm B.5 4 Wi#HiE 0.5 mm H.5
HLNA LYy TDLDwmAE LT,

2:3 WHRIELLOYVOLDFL

B OWFIE Y v F—INEHCTWE20, B
BIRIIBOVTFe R Cr R EDHERIPELLIBERYH
5. Fe RiliEXRTIE VO THEIZ WA, rEhE
DR E IS B\ TIE, CriBged M8 & 7% 5 hgd:
b, ZOLDHEHTELDS O Cr DFELEEHRT L7
DI T DREEZIT - 72,

EREZRIMLUZWERY) X FIVEHR (20 cm X 20 cm X
3mm/E) FEHRL, AFVLVAMROERFAEO S v ¥
—IWITE Y EREIEREAT o 72, B LR R R B
fRL7:%, FEMET I AETELSIE (ICP-AES)
THMziTvy, Fe AU CrxEm L7z, F/2, kB0
WEMEFLERIC X 23 IR TAT, Fe & Cr D542 TR
L7z ZALTORREERL.

(@) WEMEFLERIC X D BFE: Cr 0.2 pg/g K, Fe: 0.46
ng/g.

b)) AFVVAED 9 F—I NI B8 1.4mm H
S5V #H lom BHSAZ WA Ny 7, Cr 1.44ug/g.
1mm 5BV 05mm BABWA My 7, Cr 0.70
ng/g.

(¢) HHWHE S v ¥ —INIZL A 1.4mm BA S
Vil T mm BAS WA My 7, Cr0.86ug/g, Fe 12.7
nug/g. 1mm B5SVi#M05mm BSH WA My 7, Cr
0.60 ug/g, Fe 18.2ug/g.

CNHOEREY, HEMES v ¥ —3I VT 1lmm B
HZVHEBO0S5mm BADHWA Ly TDOH D Cr DIFERAS
OBV EMHREINS, SO E L) ABEEYEICE
WX, TESE S Y ¥ — INICE WVERETI L EL
7.

2:4 HHEMOWHESS

AL 7B A S REHOBEN 7 11 AL E
By, ZNZNOWIZOE Cd BT Cr DAL 2 ] 0347
AT o7z, AR 0.5 ¢ BRI L 7214, ICP %5t
W L 572, FREHEIZOWTHY 2 |, 43 22 @O
SN % BRI, B, MR EE RO S L
EHIT, FEOHHE (ANOVA test) ZFEhiL7z. #HE
% Table 2187 . AR RO HEFAEIZ Cd T
1.4% (JSAC 0601-1), 0.95% (JSAC 0602-1), Cr T 1.5%
(JSAC 0601-1), 1.1% (JSAC 0602-1) TH Y, 58T
BEDHERIIONWTH FEPBEHKRE 5% OBERME (2.85)
EBRI2DOE RV, RBOBEEICRETIZVLO
EHIBT L7z, $£72, Pb RO Hg ICB LTI, RdEo&
WRIZAMDENLEW L., LEALARPS, Ry y
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Table 2 Test results on homogeneity of JSAC 0601-1

and JSAC 0602-1 for Cd and Cr

JSAC 0601-1 JSAC 0602-1

cd Cr Cd Cr
Ave.” /mgkg ' 4.89 10.1 47.0 100.8
SD”/mg kg ! 0.069 0.15 0.45 1.1
RSD?, % 1.4 1.5 0.95 1.1
N7 22 22 22 22
Fo 1.24 1.8 1.3 2.04

a) Ave.: Average; b) SD: Standard deviation (n = 22); c)
RSD: Relative standard deviations (n = 22); d) N: Number
of analyses; ) F: Fvalues

ERBOTTETHBEL 2308 XM T 7 25 v 78
HEWE JSAC 0601~ 0615 K T¥ JSAC 0621 ~ 0625 1ZBI L
TIRZOHEMIHRINTEY, FEERRICBNTY
WEECHEZ Wb EEZ BN,

3 FREMEED - DA I

3.1 HRAXBROEE

FEMEDORE H 1, 1SO Guide 85-1989 [ZHEHL L 723
FEBR AT o 72, RFEFEBRTIE, SAKEORHEYE )
LIERIZ2ADEERY, TREFROBOHNEE 255
L72b o, Tbbit 4 KoK E KHRBIHIEMST L, 1L
ML BERROMEL KD, T, [LEHHk
X, BFEEEORAFEL L CHARMETEREI IR
L7z [AbE 85 b o 5 52 i S i 401 52 1 o R e 1)
WZHERL 72, DO ER RO 5 EOME % R
T, F 7, SRR WO R OCRE S RED
L, [FESBINIHMLEGWTRA T 7 A5y 7 B#EWE
B s ' 1R L .

3°2 A

EFEEBRIZB VT, SIMEBREEE IZ 5V TR F o4
PSRz, ‘

(i) BIERALEFYOEE: (CVAAS)

(ii) ICP-AES

(iii) ICP-MS

(iv) BRI SRR T B (ETAAS)

3-3 H¥aMEE

LM EBIC B 2B ER L, WUT oA & Btk
MBI THW7-.

(1) BRIMEEIB W R Z AR, MBLOE~ Y7
YBRA )T NTHET B, R &2 CERATHEANER % 07
%, Bk Fusr L7 Ve AR A CRE OB~ v
AN T LT RITT 5.

(i) BABCRER M. HBL % GRER, AR K OB LK

W, B, W, IR, S0k, BN, RS, FEAR, U, 0, BB E, ZNEF, A, S - RRIEWE 801

THHT 5.

(i) BRI

RA MR WT A 7 Ol E L, Bt
5.

SRR R (WE+ 7 v IbkER) 2HvwTvy /s
Wi U icth, AUEBEEMAZ, 7 v{bkEBEAF VS
L, b2 (5 A CTOmm R .

% C. REE (W + 7 v bkER) 2w Cs s
Wik U, O e RS 5. T L2 A Y
CHREE (RSER +EEEE) i, HicwAd s adEamL,
RRB A ARREET 5. FI&kE, MEEEHwTeA 2
ORGSR EERL, BT S (5% ARVSEB T
fr N e 7 SRR . 7272 L, Hg BEEIC X VLTS
7eoMMIE T 5).

34 HRIEBRS I

R EBICIZ L TFICRT 20 ORBREEZML7 (A
+EIH).

(D) ACFrZryo7) r FRBREHNEEE, (2
IATATA - F /75727 709 —WIsHEAME, (3) )
1L EE Y B BT FERERE BR BB HOAT 8, (4) GRIRBEEH L
y—afitr ¥ —, (5) WEEEM, (6) |ET 27 /X
O ERIZERT, (7) BB ~v aRFRIEIL ST,
(8) WM EFAR AN LA B SR 20T, (9) JFE 7
7 ) —FWRAHTEHE RS, (10) BEfLGHT e >
—FIREER, (1) FLERT 7 7 ud —@asKLEE
i, (12) 472 ) AWREEH L v ¥ —, (13) BE
77 /BB, (149 WRL VY —F & — Mk
SRALFEREZEER, (15) BR= v T 7 U ¥ — F S FHEHTER,
(16) BWH#KT 7 7 VY —F > ¥ —, (17) HAER

R, (18) (W) B A vy B OR AE B A BE VG BRBE B, (19)
Wt > ¥ —, (20) W=IHLHoHMT & > 7 —REERAT
ftFEk.

4 ATREROFHN & FRREE O RE

4.1 FHEMBEDOH
WEREB OB ML, B L72ZKRE4ROBIZON
T, PATRMIC L B X o TR O N7 4 Kol %
P UCHRM L7z, Fig. 1IC&RERAT & BRH L 725001
e, REETOREHEOFHMIZ1SD DT —I3—
PR boEEc Ty PLAZDYDOERRT. 2B,
el o R R 51, 3-4 ORI EBRBIEE OF 512
MG L72b TR, ZOR, SHHEOENIZIS
WEEOR Y XRONT, WINSITTIERSI ML & 54
BrERL.
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Fig. 1 Distribution of analytical data reported from 20 laboratories with 1 SD error bar for Pb, Cd, Cr
and Hg in JSAC 0601-1 (a) and JSAC 0602-1 (b)

The dotted shows the mean value of whole data.
the bar is within the width of Il

(iit) Closed-system acid digestion

The mark Wl without error bar means the length of
(1): Cold vapor acid digestion; (ii) Opened-system acid digestion

continued on p. 803
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11-ICP-AES-(iii) ~ ] 7 i
12-ICP-MS-(jii) = im 12-ICP-MS-(iii) i
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14-ICP-AES-(i}) ~ I | 14-CVAAS-() i
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Fig. 1 (continued)

4-2 ONZMEz ZOATPICEDERBBEOEHN

AR ERHE ROMETETR TIE, BNAME2 22T
o THREMEEHL 728, FMHELEERAZRDZ.
ONZ Rz 237 2, ZHERBEEEOFED SO
W70 %, BEFEZEICHYE T S NIQR (normalized
interquartile range) THLZZETH D, KA TRINL.

z = (F M ERE B O FEIfE — median) /NIQR

Z Z T, median: EEOHRE (EEBEMBEEOBEE
EOoOHREDOFHME) . NIQR: IQR X 0.7143. IQR:
R E TSRO (WG ALER), RO
Bifr, NIQR IH#ARAIZ—3

HE S /e 20 BT OMEMEICOWTENA ME 2 R

NI | -El ectronic Library Service



The Japan Society for Analytical Chemistry

804 BUNSEKI

KAGAKU

Vol. 55 (2006)

Table 3 Statistical analysis of the analytical results of Pb, Cd, Cr and Hg in JSAC 0601-1 and 0602-1 (Unit: mgkg ')

Element N Average Median  Uss% SD NIQR Josss CV%  CV% classical ~ GV% robust
JSAC 0601-1 Pb 20 10.4 10.3 0.3 0.5 0.5 2.5 5.3 4.8
Cd 19 4.8 4.8 0.1 0.2 0.2 2.0 4.1 49
Cr 18 9.8 9.8 0.3 0.5 0.5 2.7 5.4 4.8
Hg 17 1.1 1.1 0.1 0.1 0.2 6.5 12.7 13.5
JSAC 0602-1 Pb 19 102.0 101.6 1.8 3.8 3.7 1.8 3.7 3.6
Cd 16 47.2 471 1.0 1.8 1.3 2.1 3.9 2.7
Cr 19 99.8 100.2 1.7 34 3.7 1.7 3.4 3.7
Hg 18 11.8 12.0 0.5 1.0 1.0 4.4 8.8 8.7

Table 4 Certified values of Pb, Cd, Cr and Hg in JSAC 0601-1 and 0602-1

l No. of data accepted Certified value/ SD/
ement ; -1 -1
(N) mg kg mg kg
JSAC 0601-1 Pb 20 10.4 £0.3 0.5
Cd 19 48 0.1 0.2
Cr 18 9.8 £0.3 0.5
Hg 17 1.1+£0.1 0.1
JSAC 0602-1 Pb 19 102.0 = 1.8 3.8
Cd 16 472%1.0 1.8
Cr 19 99.8 £1.7 3.4
Hg 18 11.8£0.5 1.0

a7 EEHEL, A7 OMES 3 LAk & 2 b %
REMEE LTEHLE. Z208E, JSAC 0601-1 Tl Cd
T19D, Cr T2, Hg T1O0®EER, JSAC 0602-1
TiEPbT1D, CAT42, CrTI12EMEEZIEh
TEHL 7.

4-3 FREPEORIEDTED, S DIRE

|| =38 OFEMEEZREME UCTHEHL 2%, @EOH
FETET I X o TPE, RIEDOAHE D & K ORER
EERFH L. BEYWE ORI EOA TS S 1X, Student
Dt GFHDEZ TS T, KA TEKEND 95% BEKX
Bl (Ugse) THRELTZ.

Ussy,= t X SD//N

ZZC, ¢: Student @ ¢ (FEKE. 5% TF— ¥ I+
BREVERT =196 %), SD: FTEEESE, N
RS ER (RBATE.

F7z, AEEEBRMERLY, BEEDEOBHEE S OH
FEED 2 AT THEHTES X HIC, HEAEBROERFE
() O CFoR Lz, P, TP IK
UFF B REDH R % Table 3IZRY. T2 THWR
HH EFHERICOWTRUTOERB)TH 5.

(1) N: ZHBEORMA L72WMEMEO B, &N LK

FHETEICAE L 2 Hs E L.

(2) Average : H L7 iE o9, FME 0 A5
PEWRENAET - FTEEIMEE LTRAE

L7-.

(3) median: TO/NZ MEIZX BHdfE (REREDOFEY
EICHLT %),

(4) Ussop: SRHL72HMEBEOFEHEORFENPS. ¢ X
SD/VN

(5) SD: R L 72 5l 0 OB ff 2.

(6) NIQR: T ¥R MEIC X 5 EHI S5 #E
B (PER S DEEHERZZ I Y)

(7) Ussy CV%: Uasos/Average & % THFEIR.

(8) CV% classical: SD/Average & % TZR.

(9) CV% robust: NIQR/median % % TFIR.

(10) a/NZ bz 227 (KO — median).

¥/, AEEYEICBY AN, IOERE LT, &
PTEIC BT 2 R e inEzof, () BREYHEEEROY
T, Gi) BERHC I 508 R UL T, i)
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Preparation and Certification of the New Certified Reference Materials,
Plastics (JSAC 0601-1, JSAC 0602-1) for Determination of
Hazardous Metal Constituents
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The Japan Society for Analytical Chemistry has developed new plastic certified reference mate-
rials (CRMs) for the analysis of four hazardous elements (Pb, Cd Cr and Hg) in plastics to ensure
the quality control of analyses. These CRMs (named as JSAC 0601-1 and 0602-1) were prepared
by leading a raw material liquid of polyester resin mixed with hardener and organometallic com-
pounds into a flat mold. The obtained plastics plates were crushed in a chip form by a mill, and
sieved to obtain 0.5~1 mm size pieces. An interlaboratory comparison study was performed
with the participation of 20 laboratories. z-scores of the robust method were applied for a statis-
tical analysis. The certified uncertainties were determined at the confidence levels of 95%.
These presented CRMs are the first reference materials for plastics in Japan for the analysis of
hazardous metals contained in plastics, and are expected to be useful for the quality assurance
and quality control of trace metals in plastics.

Keywords : plastics; certified reference materials; chip form; interlaboratory comparison study;
hazardous elements (Pb, Cd, Cr, Hg).
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