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EES FOFAEMNE SLBBIC LA L T, HHEUH
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SECMETA I LSS THE:BbhET, (D
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TV BRI KRENMAEZICLRHEL T2 5%
T,
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AR 5 EH ORI 3T HICLEL T3
LEbNTWET, 4, e % DERBIKREDNR
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Registration and management of chemical reagents
in the future.
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RN AAARERSHEC L 2
HWRRBEENERICHT 5 EHE K

EXEFMRAWER HREEREG LY 5 —

# R B OE
&= H =2
a5 O f F
# EII
g A B
MriLx— . EXHWREMESEE KX B B F
X F E T

1. Gisic

ERZ 8a L #f% (International Organization for
Standardization : ISO) % th.0ic B EEAE M LAR Y » F
Tifth LT3 E, ERSTERI ST 8%
T — F OEFEDOHERD MRS CORRELIC BEh 2
BRI O LEEF D HAREEFHIIC 5y, T L EEE S
FUHEN B LS ich»TEX, 227, ABRERESR
2 (Comité International des Poids et Mesures : CIPM)
BAEFEHARNC B0 3 ERE b 2 iz, 19934, HH
R HRIE B £ (Comité Consultatif pour la Quantité de
Matiére: CCQM) ¥ %2 L, kEEHE LB
Plb - TEENL v —F ) F i ERERLTS
EEEEEA LA (1), CCQM 12 81 2 BlBs il Tz E g
BREAEGD ~O L —He ) F o kRriETE &
HEEE IR, ¥R T ZWED (Primary methods of
measurement, BT Primary method) #5488 Sh 72 (2],

[B) A7 (A SR i & i (IDMS) 13, Primary method
DH—2¢ LTRES N, EESIN, BRIWE LIS
AW LEDTEI2HALGUNEREMTHEZ ED 5,
IDMS % @3l s @RS LE A B AL M EHB I AT
w5 (3, 4), FEIHEE T, %EO LGC (Laborato-
ry of the Government Chemist) EpE#ME %Y, 2,
2, 4-MN AFrF o p p=-DDE (2, 2-EZ(4- 7 ©
17221, 1-¥7oncf L) oBERNEICET S
% 1 [0 B Hr9Efh 7 EER s (COQM-P 2) A1199745124F
bh, TOB4E, INEEL-) v 72T HRRIC
DOTOREEBUEE DRBES L, a—>F 4k
7 p, p=DDE iz 2T RO E RS A Th iz (COQM-
P4), 2EDFHABRN T ERLEAEEBL—KF A

TOSHIHIDE |HARA, TAKASHI YARITA,

KAZUKO YOSHIMURA, XINNU BAO, AKIRA NOMURA
National Metrology Institute of Japan, )
National Institute of Advanced Industrial

Science and Technology

SATOKO OTSUKA, YOKO OHTE

New Energy and Industrial Technology
Development Organization

2l rd b, EXGEBRETH 5L B 19995 .

(CCQM-K5) 1 & UF 200048 (CCQM-K21) & 2FFic b 7=
2 UThitd, MEL LRMToERARENERL EH
Bz, CCQM-K5 Tl p, p-DDE #%, CCQM-K 21 it
b p-DDT AR FNEBRERONBRDT o7, %
B, B—adic 8w r-HCHOE#f H CCQM-P10 ¥
LU CCQM-P10.2 & L TRIBRICAT b RAH, ZHic—
WTIREBEYRr -2 LA, 2R LHENEE
Bt s L TrEMi s iz, B, 2hs 2Ee
HEgILE NI B, EIZCCQM-K5i2 W7 L8 04T
SR FHECEYERLALERE PLICERN, CCOM T
ThitaERLEOMEL BT,

2. HBROBE

2.0 EEa2hEH

CCOM-K5 iz B\ Tit, Ao p, p~-DDE E5HH,
#E LT Sample A (RERHBEEL~L) B L tF Sample
B (RBpREL ~LisitmlLcbo) o 28Ershs
MZHETD (TALL—Ns S TLES) SEEE L
B 2 47z, &, CCQM-P2 3 L1 CCQM-P4 12 331
T3 IDMS RIE D72l Bk 54 (p, p~DDE-13C12)
b ICKIE RS RS X LTy, &R
WO I ETEHEN L0, SALEHELETT
Bl lkioiz,

2.2 ERBUNEERME
HECHENRBTG N OHERO O R 7aw 7
T7GORRWAZEEL, NEEMNOEESHHEE
T 5 GCMS-QP 5050 A (Bt BI/ERTE, LI TIMEME)
FELLCHERLE, X, MESEOEREFEET 2

International comparison on the determination
of chlorinated pesticides by isotope dilution
mass spectrometry
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Byt A b7y 7 BROB RS EE TS GCQ (Thermo
Quest B, LIFAA 778 4L HERORE
S EHT S JMS-700D (HAETH, LITHER)
L—EHA L, BREROWIRC BT 544 bidT~T
ETEEA A b e L, NESERS L BRI ERIR
44 %EGIMic MRIEL, /370 7RCE
Wit by JAEEOHENTFEZRE T8
MS/MS o & MRIZEL 72,

FHEARICBIIARENRESL, 5 p-DDE, b, p-
DDT ¥ & U 7-HCH @ 387217 ThHaH, HEPIid
L d o THUBE N EEYs W D BEEL D B
i, B ERICBTSLEENLETHDL, B
i, BEFLTo p-DDTHELN T ERET S L
FOGEWTHD 0, p~DDELZ T AT WD HEM A S
5, 0,p-DDT % 0, p~DDE R ZHNEND 7 BiR{E X
SFRHIR L TH 52T T CEDTHREL 22 MS X<
ZEArBENAZ b L, MS/MS AW ETL
ZratRToslERIIBA#TH S, £2T, DDT,
DDE &AL} @#afkd 5 Wit p, p~DDD 4R ER &
BEEGCTHHMTELZ & 2HEL, UToMESEMY
L&, Thbb, BAFER2ZZ) LR EL, #7
LI DB-5MS (J & W #3, 30m x 0.25mm i.d, 0.25
pam) HGV, ATLBERE0CTOFRFLIzE, 20
C/aT 300C £THILL 72, p,p~DDE, p, p-DDE-*Ce
ovERIZ, WML L ORI BT8R A o+
LT, mz318 330 %, X, fAr T e7RICB VTR
m/z318, 330 27U h—H—AA L TEK LT
T hAFrTHEmlz246+248, 2681260 FEL, Th
Fhorzewl I anE—2HEREERW,

2.3 BIEREHEE

BEHESEE ORI RS L & EREENK
BRESICEI VT, 20BEEEELERT S
e ZAMEMN BRI OV TEY SRR S L R IREHE
#FRELZ, b p DDE @ERIC DWW Tid, HiRRE
Lz L VBRLERELEZT->2b0eR
Wiz, ZOMEREF  nEETRET (DSC) LU GC
ENTY, MENFEHEB L UAEL I+ LMES
99.89+0.06% (k=2¢L7z, —H, 5 p"DDTIZ DT
i1, TIRRBEHLLHMENRWEEbNILOETRAEL
5, p-DDE & B Z 1Ty, #ME99.17£0.07% (k=
e, 42, rrHCHIZ D W TIIHMEAYEL C DSC T
RFMECE ko272, GC OATHE £ 1T, 98.56
+0.04% (k=2): L7z, &k, FREHE L TH2,
24-F ) AFtr gy (BEREEE, oX%aiE) i
SnTid, GC-MSic k) FRMENRESVEEA T

ezt EmERL,

2.4 B

AEEB SR BVvTiF, MEELHERAEDH
B B 2 RIS Ao b o 2T, SEEBETIE LA
FRTFHICED b, p-DDE BEROLHGOBARARE T
iz (i BIERRES LITIIEM), Thbt, FTOHAM
LW RiBERE ORI E AR SR EREEEY m/z
318 & m/z330 D — 7 MERI LOBEC LS LK
BERBEAECLIHEBCRAL, BEREREHL, —F,
BERMOERRARL (BFE LA CLERCE
SRR EINA I HLICRTBETYLVEE/ o=
F 7774 — (GPC) B L CFESEHE (SPE) ik 527 —
TP P ETt2, GPC O % P 4I2IT Envirogel GPC
{(Waters B, 300 x 19mm 1.d.), BEHBIZIL L 7 o~X4
VBB FAL Ll RV, B E2mL BEAK, 45
B2 AT 10mL O£ #H, DL E, FoHp
p DDE OB & GPCIziEAL, Aot ERbE

GPC clean-up

# 7 & : Envirogel GPC (Waters) 300 x19 mm i.d.
BEE : cyclohexane:ethylacetate 1:1

#EAK @ 2mL

BdR UV 260 nm

4 min
2.5 ml/min x 4 min= 10 mL
lNz
2 23 24 = 28 1 mL

SPE clean-up
Silica 690 mg(Waters)

-+——cyclohexane:ethylacetate 1:1 10mL
(2xFsazwd)

-+— cyclohexane:ethylacetate 1:1 10mL
' (B

Y
11 mL

I

1 mL—» to GC-MS

BE1. FEooaniLel
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(UV260nm) - & MiFHAEE MR L2, Bz, Mk
GEBET I, Bo My SPE 4 — +
Y v ¥ (Waters %, Silica 690mg) 1288 3¢, BEFTR
LN BELRRERE L, T3, p p~DDE »{kis
EEBbidaH (Sample A) 2 BiT 5 H B ORI,
TLERBOTHE» 22 EE L, E@BkawzsLrln
#1/50 DBECHERL L0 EBWR,

3. BRrEE

3.1 EREGERDHF

EREFEEMNENA A It BT s — 2 lERY

it e B R b Keh B 1o, HRIES B OB
BN TEOMBCERBRAIRY IS L 2R
2o Thbbh, pp-DDEICBL Tid m/z 318 2 m/z 330
D — ZEENERFNS0.8, 0.9, 1.0, 1.1, 1.2
ZH LB A5 DOERERIZCOWT, E— 7
B rEREOMES ML, NEF NERE T -2
A, RBERE (Sample A) DRIE L 2z BV
BHEEHIC2WTE, WEFTFTLWI &L H ) HY
TREAT0.996 & S RENETH - Fo 7, BT F (Sam-
ple B) @y ll%E % £IRIZ B W B EGEIIC D T LS
FAO 99K ETHN, winog&dbifiTEasims
Rl EEIHLNL, Bloz ks, ©— 28Rk
R ORI HFIBES R 22 E 2 LAY, T
MR AN L I LRIHDOL 2IZED - T B,

Thbb,

Nx: ot gbe&mo T i

Ny: #akibashn e iy

Rx | it AL &0 20— 7 i 1

Ry | Bt &Y Ad & — 7igiElt

Rb . ottt @& iZdEibsthema L 5
DL — 7R

ZhEE, RERIZE VT p, p~DDE driz E#&E1L
EHEROBI L L m/ 2330 O — I3 HERR T E A ki
HN, R ERA LAY TH S p, p~DDE-BCiztp
Il m/z38 D — 7 3L CE L VWA R A D L
H BRIk k S icfiibiibang,

R -
£= lim ( ¥ Rb)x(I+Rx)=Rb
N, &o5(R-R) (1+R)
S5z,
L:Sny =ka
N, SM,

Sx [ TR RIS G F
Sy AR LMoo T it
Mx : i R{EEHOER
My | R bewaoE R

THLIOT, Btz bb— 7k B8HoM
W BB ER ARG ) o,
2T, KRR Cop-poeldkRz L 9 Kdv ke,

_ Ry XM gy X C gy X M

spike{sample}
Cp.p'—DDE - -0T= (1)

RCM xM sample x M spike{calib)

Rsum ! #BHERIZ BT E— 7 HiE

Reu  HtBEHICBIT Ay — 70ER

Mearip - BRI B RIERERENER
Ceativ ¢ BOERIER OB

Mpike (sampler + SAFHEMIZ BT 2 B AR O T it
Mepiketealiby & FRMEEAIC BT A @A RO E fil
Meample : EERICBITA2ERRAHNER

INEE, BEEROAEIINRLESEICLNT-
TWEIZ Edhb, ARNBICERETHNESASLEED
HELSTHBIZBEZNL E—RRIZEL LN TWES,
EEREZM L OBERIC L » TKEOTES» 2L @
HUBREYG R L 2L0E B THY, SN v H
HEAML 1025, FORBEERERG2 > THIER
R E L CRA0SBRELELN I B e ahh
272, THUIPCTIIEEEDBRMEIC L 2 L 250K
2, IS ZAL0TIILVE, Bé&lz k- TIEH
HOMHES ZELHTHRAMBE L i b, 47
miI~aHETH 5,

B, FRET T p, p-DDE ICBIL T3, F12 m/z 318
& m/z 330 % B+ Single point calibration (1 S48
BEYICINERET-7, LAY ORBFED
MEERL oY, FHA A A IIRBOBEST LD, #
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EiZ 2w TiE Bracketing (&4 XL 2 SR EE)
% Graphical, Exact matching (5) % &\ 2 Fi:
HHEHNLENTWE I Ehibd A, Graphical method i,
HEBAMOT DL S ICHATE - 7 BE LT, &
HANECBESRRCHETH LD, MERNL L UEE
PEEERE T WERL v, —F, Exact matching

method i3, (I IcH T AEEBERE REEHNE — 7 3%
B Rom & Rsu B # —HEEHFHETHY, IDMS iz
B2 EREOMIMES L v ) ETRIELERLKESRD
—ThBH, P— 7EEHEREII R DIHIC
BREEFEOFNUI»—ETIIBILVEVIREMH D,

%1 . p p~DDE EEIC BT 2 #E0 RS E 0Bz

ELT T REHD LS = BT ERAA  ERAAT LAV £ AR
pp “DDE  pp’ -DDE-"Cn2 Sample A Sample B
A Alumina column Hamn Giaphical 246 258 1.0 10
B GPC + SPE+ HPLC fizel bl Bracketing 318 330 10 1.0
C GPC + SPE BORTY Exact Matching 318 330 10 10
D GPC + SPE [rre=qivd Exact Matching 246 258 10 1.0
E (%HeB0) GPC + SPE PR Exact Matching 318 330 10 1.0
F GPC + SPE mEET Single Point Calib. 246 258 1.03 0.76
G GPC + SPE izt il Single Point Calib. 2246 + 248 2258 + 260 1113 1.1-1.2
H GPC + conc.He504 Ring Brackeling 318 330 1.06 1.0
1 GPC EmEET Exaci Matching 38 330 0.95 0.95
J conc. H2504 [k £ Single Point Catib. 318 330 0.9-1.0 1016

GPC: Y IBELPQT N IS4 —~
SPE : Ei8ilE

3.2 ERiFEOEER

5, p-DDE & X U p, p~DDE-"*Ciz TRENDHT A A
CEERATETEE, LNL 0B MM DD
FOm/2318 HB5EIB0DA A LHRAL Tl
LERMBETHLENSL, £2C, NABRICEV TR
5 p~DDE $ & UF p, p~DDE-BCi2 D7 3 7 AV F 4 F >
THDHm/z246, 258 I BIT LI ERER L HEL, EEN
TV EHALE, X, AT o7 RICBWTE
m/z230~350 F EH L TH/LNLMS AT bk b7
Ny —H—A4 Ak LT m/z318 B L U330 151 ##IR
L, aiciEmEbick nExli7vesy 744
b op p~DDE B & ¥p p-DDE-BCr itHFEFICRLN
Am/z246 X258 B L F248 L 2602 BB L TR/ 7
b FTAOE— 7 HEHMER VS VWH® L MS/MS I
Lo T BEL R MRS Lz, ZoERERTN
B CHLALERIEELZEZ S, TS ZNEHE
FT—EL, BEPEEC /2388 L3300 4
FNEGZEICBTASIMZ e 77 Al TLRA
LTwWwhwI b HRERTER, &8, p p~DDEICELT
I EERBE L S, MEEYNTL Y

S/N CRIEAEE TH - 124, p p-DDT BLrr-HCH®
KRB L ~LOREIZE L Tk, MEER Tiikig
Mo B Eh k& (HIESNRETH - 27, &) 7Rk
(R) IZEN 2B % vy, R=3000 CHIE%*1T-72,
¥, DDT i3{Csblic s k- 7L DDE S 281
Bridmentsn, MERBIZL->THEHETD
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