W W R e W R R R BE e T
0°6L LTy 0'SL 0°GL 0°'SL 005 €€8 06. 05 £€8 .16
6 & 6 6 6 9 0 6 6 O II
el 2l gl et 2t @&l gl gl 2 g 2l

EUf

(%) =F&ISno
BOWIYN LB Y
BOWAN B

115 0ID 6D 8O 1D 99 69 ) €9 29 IO

dbvos X YHE

SR

Wal WY W HE WE WY WE W s B wE
6 o0 o0 o0 0 o0 0 0 0 0 O
6o 06 o 0 o6 o0 0 0 0 O o0
¢ 2l el 2 gl g g gl 21 2 eI

i

(%) sER&sno
BOWYNLZZPE
BFOUW= ) BhE

TIN OIN 6N 8N IN ON SN P®N EN 2N IN

Abses EGRESE

S EIE

(F4SND) H G R A

|2

—176—



L RHER QR L T~

HERA N OFHL o+

e EAL EaLr AL ety £ W EAL AL AT 4 ek
++ + + + + + + + + + + o+ 4+ + o+ + A+ A+ LB
++ + + + + 4+ + + 4+ + + + + + + o+ + A+ A+ —2pLLE
++ + + + 4+ + + + + + 4+ 4+ + + + o+ 4+ o+ + F + YLLK
z 1 z 1 g 1 g 1 z 1 z 1 g 1 g 1 g 1 A g 1 SR
11D 019 6D 8D L9 9D 2 ¥o £0 (43 19 R

dlyos XYHE
e el E e ¥ #E HE HE HE e FHE U
e S e e
e e e T e P s 1
+ + o+ 4+ o+ 4+ + o+ A+ 4+ 4 4+ 4+ —aplowik
g 1 2 1 g 1 7 1 ¢ 1 g 1 g 1 z 1 g2 1 T 1 ¢ 1 S F Y
TIN 0IN 6N 8N IN 9N SN PN EN gN N o Rt

Ao CLGEHE

(IDJHE) WG Y ¥

— 177



W HE T4 W WE WE WY ik
€85 0'G. £89 0L 299 €£¢8 L6 (%) =F%sno
L 6 L 6 g8 0T TI BOWANL2GE
gl 21 2t g1 21 21 21 BROW " FheE
9T 6 ¢ 9T 6 ¢ 0 HHZY
W= B Y )
Abros XYY |
HE WHE FHE Hel W WE HE ik
0 0 0 0 0 0 0 (%) =FEZSno
0 0 0 0 0 0 0 BOWHYNLEPZE
4 S 4 S A 4 4 A S A BOW= B
9T 6 € 91 6 g 0 BEZHY
B=E B H3 £

A bvos LHTHHE

(HSNO) WG Z X

—~178-



£ R e QF L

AR N OFRL T +
T EL7 E7%:: EAL)] i i EAL- 1 EAS: Ak
+ + + + + + 4+ + 4+ + 4+ + + + A+t LR
+ + + + + 4+ + + + + + + + + o+ +  —2lo G
+ + + + + + + + + + + + + + + + —2pLLBH
A z 1 z 1 g 1 2 I z 1 g 1 g 1 H R
! L £ 1 01 L £ 0 WY
e HE B ¥ £
Al LB
WE WE 7 e WE ¥ e FEl ek
e e OV
e P Y s L
+ + + + + + + + + + + 4+ o+ + o+t —LLHE
z 1 2 1z 1 2 1 z 1 2 1z 1 z 1 gt
12 ) g 2 01 L 3 0 ¥ H 2%
1854 BiE - TEHE
&lyos XSS

(AOdT) W T X T VI



3 — T S R A - W

e S o ey

B1 EBEFHBI NS YOCGUSKEIZL 2RBER1

fo—

A X - ST Ao AR W W - e NP I N N gy ?-TGW'.‘.

as w - : . SRR Ve o T T
g" jid v N A s NI ; PonY g B0 T 7
T T wE o B i 0 * T -

B2 FEBRTHEEER S YO GUS HIC X 2B R 2

== 180



3 BETEERZ N PO QUS B & AREER 1

M4 BSFHBRZ PO GUSIEICL 2B E2

—181—



St,1 23 458 78 9 10111213141516

«211bp

5 MBTTA<w—IZLDIMME 1 YO PCRFER
St P 123  4'$ & 78 9w et

<—207bp

6 MWUESTA LD %D PCRIEFE1
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. StPLIIT4T5IEN

B7 BHETIA L DM X 31 YD PCRFFR 2

B5~7
St DNA 5T BiE4E
1,2 "7 0 H
3,4 MIERIE3
5,6 MIRRTE T B

7.8 HERF 10 B8

9.10 NERTF 14 B

11,12 ERRF 3 H

13,14 ERRFTH

15,16 HHRRF14 8

P RPTF 47 ayba—i
N NTC



b V7 1B 1920 21 2223 242528 2728 29 30 31 32

B8 XNB77A<—IZL B YD PCRIER

St 17 18 19-20 21 22 23 24 25 26 27 28 29 30 31 32

TR NS e G WD G NS S AEm R S e

—207bp

B9 BHTFA<—IC L HMBZ 8 ¥ PCR#ER
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St 17 18,1920 21 22123 24 25 76 272829 30 3132 .

10 #ERBT T A ~—iIC L DAMZ 31 v D PCR R

8 ~10
St DNA 5 FRiZ 8
17,18 {R&fF0R
19,20 #“GERFE3H
21,22 @WEKRFETH
23,24 @HEFEF10A8
25,26 HERAF 14 A
27,28  EHEFEFESH
29,30 EB®RFETH
31,32  @HEMHRAF 14 H
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Development of an analysis method for
polybrominated diphenyl ethers and
its application to their detection as
pollutions in human mother’s milk,
Shinjiro Hori, Kazuo Akutsu, Hajime
0da, Hiroyuki Nakazawa, Yasuhiko
Matsuki, Tsunehisa Makino,

Organohalogen | 58

Compounds

245-248 | 2002
£
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Development of Simple and Rapid
Purification Methods for
Bioanalitical Detection of Dioxins
Mitsunobu Okuyama, Wakako Endo,
Takako Anjo, Yasuhiko Matsuki,
Shinjire Hori, Norihiro Kobayashi,
Junichi Goto, Atsunori Sano,
Tomonori Matsuda
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HAFEHPOREREMHETPCBREYMR LA/ 0 ) L L&WD

B 5 DAY

OF#E—. Andreas Sjodinl, Coutney Sandau?, Mark Davis?. Donald Patterson,
Jr.), FEHe 2, RASE ® (AERPL U Centers for Disease Control and
Prevention, YE¥ER K, RREREEELF—)

iz aic]

GE, RIEER LB LD2ERADFERY, FOREBIEI>TIZECTNIEZEPBITINTH
Do BEFEREFMEOTTLERNOY L EEMIE I PLEEPERARYICEDN T E REELD
h, ZNERL-THIERI I IEEFRMEIIERP SIEREINTEE, £EETIE, Ih 601k
ZYEOPIEATRBEAERAMEEINTWPEEENTHLI I L5, IThsDLEMEDOERA
OBERBELRC, LENORERFE T IHEVEEZ N TS,

FITHEEREENREE L T o BEF MY E O A EOBRBICE T MR BIT 2o X
SLOBEFMEUEYE L LU, S hrofbhTE~DDTHE, HCHE, RULRRTIDANFT A RY
DOHEMIEHXREE (21888) , PCN D PCB RUFORBEYWRY (26 8 E) , BIOESEIIR > CRIREE
FHIIEAADOBEIREINTWAIRYRE LY 7 22—V —F L (PBDEME R K O RFR R EMA (12
) , A O BEOEYEEER U, Cho0BEERMFVEICI LIS GRERFHE 58I
X, TEIRETZLOEMELZFZROICHE - 2 —0 7w 730, MER>AEICNET HLE
DB, 22 THEOHETIL, SHREBIHEASE)ZAWEHEAERTTIVAEI OV TS 74—
(GPOPPEAHMEEECPE 2 AVWEZ U —2 7y 7HER Y, EICHBARII DV TORNEIT o,

(LR FH]

FEl: b rORMBRYBAFHFELL, BETHI LS, AERRABOLEOOEAFE L LTI,
FOIERUCBOERS (0, B, R 280k

M (BEEMH) @ RS (1-5g) 2HE - ATV XUk, Hydromatrix 212 TEAED
Bk D RITol, 0T — L LTHIEICLEREERMKC)E 231 7 Liz#, ASE £)1(33ml)
WHREL, PrnoAyy /7 b (CDERESEE LT, 100°C, 1500psi, 2cycle THH Lz K
SOEMEERBE L%, tertButyl methyl ether (10mDA&TF 0.1M HsPOs,/ 1% KC1 (10mDZEARA T
Rocking —#YEfiH (2[8) L, AH#AEHEE OB %, BEEER2CHEAL UEERZR 2.

B TwT . EEEDIODOAY Y/ AFT 0 5mlICHERL, GPC A5 4 (Bio-Beads S-X3)
C LB 2 =Ty TET o ENT Y U AT NV ETE LB A 5 ASPE 2 AV TR E
Wt , EEEYE (%S 700A8 L/ ~FHLBHET S5 7Y 3y Fraction'A) &7 x /- WEEEY

Study of Pretreatment for the Analysis of Brominated Flame Retardants, PCB Metabolites and Oiher
Halogenated Environmental Organic Pollutants in Biological Samples

Koichi SAITO, Andreas SJODINY, Coutney SANDAUY, Mark DAVIS”, Donald PATTERSON, Jir.”, Hiroyuki

NAKAZAWA?, Yasuhiko MATSUKI® : Saitama Institute of Public Health, 639-1 Kamiokubo, Saitama 338-0824,

Tel 048-853-6123, Fax 048-840-1041; D Centers for Disease Control and Prevention, 4770 Buford Hwy, NE Atlanta,
GA 30341-3724, USA, Tel 1-770-488-4207, Fax 1-770-488-4546; Hoshi University, 2-4-41, Ebara, Shinagawa,

Tokyo 142-8501, Tel 03-5498-5763, Fax 03-5498-5062; Food and Drug Safety Center, Hatano Rescarch Institute,

725-5, Geliag, Hadano, Kanagawa 237 -8323, Tel vdo3-82-4731, Fax U463-82-Y621



(BRRCEER]
IRt
EEFREPICRETIZE OFH 0 ¥ e8P,
EHERNORERFICERINL TR b, £E~D
R IET SR, BEChbokEhEBREIIE
B oEERETRIATWS, LAL, VI8
HaloBEoXREWEER, FERBECRMHISN
WAWRENRDH DD, £E1LOFMBICEL TitlE
BHHOPRIZSVWTHLERTILERDHB, #2T
BBOFTHL I VIEEEREOZWIFEERE L LT,
ASE (281 AEFMHBEIC S CHMIzBRN L &
A, VrauAEy /TR P LDEACE D E T,
EBREOCEEOH LY, VSRR Y oBEoXE
WIEE L oI ER A T L Bbhots,

PY—=2TFT o7

e, EHMECREFABHCHIT S PCB AR
BHIO2 Y- T o 7ELLTE, BEEBREENTHE
FOREGRERETIHES, 70 ) SRkl s
FCHAVWLRNRTERER, ThbDFETIITANEY
PRIy FY A —HOFR S LA iE
MREERITHBEBENTLE S 20, FEREEAR 7 U —
YTy THEE LT GPC A LE, GPC 25 Al
Bio-Beads S-X3 #, BEMBICY 7un A&y /~FH
IDERAWTEEOBRERUGITHE L L-EE
aF o ALEY 59 MBROEBH T 77 v a xR,
EORER, B EHEIL 90mL~160mL ({R#
R 18 0~32 43) PICEHSh, b, KL DIE
®Wid 90mL (fR¥E:E:M 18 4) LINCEHEHh, 0%
EFFH PR TEEHTHo2(FI) ,

ABMELBILE% L © SPE IZ L 2 5
PIATNEFTH LT SPE # AVWT,GPCEH 7 5

Zva VILBRETLORFHROKRELT S Litic, &
FHRB P COBEMEINEY PCB OB R BENE (8
HicaES) ERERBDORWEHIESRS PCB
Btk (OH &k, MeSO,{§) % TBBP-A, RU=» KV
Ry FANLT 7 ORBHEZ PEO K EWLEY
COSRBEERMNLE, TOBEER, BERIELLSHES
(FractionA) X 6% Y2 oo ¥/ ~F 4 6ml
T, {5, BEME/LEYES (FractionB) X 10% 4
F)=NSTrnn 2R B 8ml TRIFIZSE SR,
B>, SIM HIETHFLRILEEHEL+LICRES
iz, 7, FractionB = 4rE X117 PCB AkEbER
TBBP-A %2 Y D7 =/ —NELE O RIEIC (N E
{LBLETHoTld, MERAFAVLERAL, K
BREICHER»PLEESAVBRTWE YT A F
EFHOE, RIEEEE, BRTIMTHYTHo~,

ASInEIR 8k

EERE L LTHEOREE (50, O, BT,

Fi) ZRAWT, ASEfitH, GPC 2V ~> 7 v 7RV
SPE 43, BIZAFNLBEECEDETRTOIR
EFAHLERNERERLIToMLEZD, sl L
7o SO D BB R EWE ZIZERFIZEN S iz,

BIALEE D B Bk,

ASE [T X 28 EMHIZB L Tix, MTBE 2 B\VWWik
WaECRELANT B B LT 27, £/, GPE 7V —
YT T, A NI I
sE—%k¥v L, HA—YFrarPa—F—jzto
THIET 5 XA T5%BRTHL T, GPCick 5y
B2 V- T ol RAELE o7, BT SPE S EBRE
T, RIEOBMESXEB L T SPE OB S X5
L(Rapid Trace)& v, € LR LIEFTERAE
{EBBETERZ LG, KA FETREBRTOR
BRI X o THABRRM - ZHMICER T b n
TE DT TR, METE~OEMLEFIND,

#3. GPCIZLAERKBE

[>T fERERG EBEERGQ EHBRER
(n=5) _ (GPCRLEH) (CPCHMLMik) (%)
FBRA4ES 0.9022 0.0007 99.9%
iR 0.1975 0.0011 99.4%
B 0.3047 0.0017 99.4%
FRER 0.2677 0.0014 99.5%
(B ACEMLIX FISE)

I Silica SPE (RapidTrace) |

(1 g of sllicage! was packed in 3mL vol Valian SPE cartridge)

{ Elute with 5 % DCMHex 6 mL | ] euutmmmsmowncuamn.]

v
i Fraction A l [ Fraction B ]
(PBDE) (OH-PCBS}
(PCBSs) (MeS0O ;-FCBs}
(PCNs) . (TBBPA}
(pesticide) (PCP)
(3-HCH)
(Endosuifan 1)
{Endosulfan Sulfate)
(Endrin Ketone)

| Derivatization (CH;N,) |

B, SUBSFILSPEIZLDSE
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ERREFOFR S LB BORHN

O FHE— (WEREEFER,

Andreas Sjodin, Coutney Sandau, Mark Dayvis,

Donald Patterson, Jr. (Centers for Disease Control and Prevention),

aabe 1

(BB KRFE), BwAEEZ

(RELERELY ¥ — FHHITH)

Analysis of Halogenated Organic Pollutants in Biological Samples
Koichi SAITO (Saitama Institute of Public Health), Andreas SJODIN, Coutney SANDAU, Mark DAVIS,
Donald PATTERSON, Jr. (CDC), Hiroyuki NAKAZAWA (Hoghi University), Yasuhiko MATSUKI (Food and

Drug Safety Center, Hatanc Research Institute)

[H#Y]

PCB *HERZREILIIREZRRALZ LD, Wb
WOLFEHN S LB Lo TR B A NAEBE
BRI, EEPOBBENTELBETH2, -8
TR, ThoDEEPRIZNEZ T, PCB KERLiER

» HROBERRBIERBE ORI ITASBEELIEAD.

ERchTHW2BbHh3, #oT, ThoDEDE
DEE~ORERE L LI, £E~0BBL2TMT 2
FAEREENTND, T CEERB LB E LS
MOFB N S AeSB FOEERNREHO~KS
WHEORBILET IHELIToT, SHRNEOEE
ro ARG E LT, AEERREE 21 B (R
BEEEL), PCB &2 0/R# (OH &, MeSOz k)
EUPCN ¥ (26 M), BELRY BARIEY T =
NE—7 (PBDEMER TBBP-A 7 ¥ BHREMRA
(12 f3R) , B3 59 MBI EME L BIR L, 41,
Zho DL EBRERBEICHY - 2V — 07 v 73
SH1Hic, OREREHHASE) Byt FE, @
FAHBrav S5 T7 4 —(GPC) 2BV F U —r
Ty 7 HFEERNT B L, @OPCB #tm
TBBP-A 72 Y, hOFE o F  AeE&h L LTl
HEDELR ISP SV TEBHHEGSPE) 2 AV
FERECOVTHRBEITY, BiZ, D-hbod
R REIZE L TS AB L ATRIC B Al
FHEIZOWTORMEITo 7,

(3B FE]

BE . FERBREOLDOEEREE LTEOISHE
RO (LR, BE, TR 28V,

MG E BEEME) : M XETFHA X LEE
I#2% (1~5 g = Hydromatrix %10 % TEEORA &
SWEIT-7=%, ASE EAG@3mDIcHEEL, Yron
AT AVDEREBEGEL LT, & 1 O&t
THIH L7z, RapidVap # AV T KBS O EIERE
W|ELU=%, tertbutyl methyl ether (MTBE : 10ml)
KU 0.1IM H3PO4, 1% KCl (10mD % 1 % T Rocking—

SECRHE (2E) U, FREERESRULAE, B
ERIZHELTHEELB-,

V=77 : BEERVZuniiy / ~FxP
(1:1) 5ml “H&EMEL, GPC %5 A(Bio-Beads S-X3)
WKEB7 V)T o7 Fol (£2) . BT
AN FH L BRHEHY I ASPE) % HWTHH
SB{LEME, BB IS DEE (FractionA :5%22
BuRAFy /S~ B L, BEELLSDE
(Fraction'B : 10%4 & =S on A E )
(5@ 75, Fraction-A J oW TiTBRELTI Y Y
ARA 7 BEMLUI=H, NCL.GCMS T SIM filE L,
L7, Fraction-B iXT7 /A Z T A FAALBIEL T -
7=t%, NCI-GC/MS (ofit 7=,

GC/MS i3 HP6890 GC-HP5973MSD %, GC b F A
(ZiX DB-5MS (30m x 0.25mm x 0.25um) #%, NCIK
A RZE A S v, GC F—7 v RiBEEiE,
80°C(1min}—[15C/min]—275°C—{10C/minl—320°C
(5min) TfTo 7=,

B 1. ASERERK

IR : 33mL

B sonnirgy | Tk (1:1)
B : 100 °C

EAh : 1500 psi

hoBaesE 5 min

Static time 5 min

R—UB5M : 60 sec

IS aBE 50%

W E ¥ 2[8 {21471 x (static 2 cycle)]
£ 2. GPCHEMESH _

GPCEIE : AutoPrep 2000 (O} Analytical)
HS3 A Bio-Beads S-X3 (35 g)

B : o000 | AxHL (1:1)
e : 5 mL/min

HSLERE : =2

FAR : SmL

5 EnBSH 18 - 32 min (70 mL)
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SR & A 4 ¥ 2 ELISA OHED LU RIEDOBER

ARFEERLLVY— THMEM OB, KEHNEF REFTF. BDASE

W N R syl
MERRAE AR YT
HALR P RERELMER BRI i
KBRRT S AR TR ARG EL S B

(B8] AAWEEAEDEICIZBESAYOFERZRICLZ L FORBREEC
Y ANSMEALMERIIRE S TETH3. FICFV A A XL VRIIZ0BEIGNE
THETIHIZ LIS, £ hPHBRIZRITREENESINTWS, LU, 20HM
MO IHOBPEE L ZII OV TEREETHZAL DR IRV, & PORBK
WOEE - BYOERERRPEENHB 2SO TERTAI 2IE. 5 U-RER R
THLTCHROTEETH S,

W, ¥4 AXFY VOPBCEBARENRA IO NI 57 4 — /Y ZAZAA7 b X
MY — (HRGC/HRMS) BHEWALhTWE D, WTFhOEEHI D>\ T & BRBICH
BERETEMRY ) Ty TRESLET, ZOMEHALE LBl b0 LR
2 TW3, 5%, BENZFHOMRLRAMERAHENT2ILFFHEINE D,
I TEE - R OBERERY A T X VAEEORENEIKRDLNTND. L L
OBEEDLRLIT. BLE2SOEFEHTOY I XL LV EBREROELZBEL L
T EEOBRWY A A ¥ Y EERCEAIMOBWE / 7 0—F Ve iz R L
T ELISA 2% U, 4H. HNL T35/ X VEERBE» L HE. AR
+ 552 % L, ELISA ORJLEE L L TOEREICRETEMA .

[Ai:)  §0EE AR KBM R Y v L (BEEBE 1 mol/l) BLUxy /—)b
Mz, BT REHEE LU CIEEEMKIBLEER o T TCHVITF U7
L. BRETCAF T UHZER U . ~F Y0 R2EE L&, FREICEREZ R
LTIEE R =2lc L. BUAFY L T LE. 5% REKEF MU DLBLY
KB LU EAFTUHESAAF Y VRENZ L (AR TR ERHCAR L.
ANFTLTHT AREEE. AVEY /TPy (13) BRIETELE L U Triton
X-100 (Sigma)EMNZ CEMBMEEEL =%, Bl 2 EERICEMR LT ELISA AR
Rl L.

ELISA : = 4ik® 2 —5 4 > 7 L7z 96 RELISA 7L — b D 2 WIZN T F ¥
F—BEBY ALYy 50ul. BV AFY Ly (BERFHIEM) LT/ 70
—F VS A A F Y VKRR S0uL ZRMLTACT RIS ¥z v =)V & PBS
TR L. BEBRE (006% 07 ==L r PP I BLUT0.01% H:0: 2EET 3 50
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mmol/L BEEEF b U L-2 = U EEEEW (pH5.0)) 100uL ZHATHRT 30 srlER
JE#. 3mol/L AR S0l ZARMUTERRIGZFIL L, HE 490nm IIBIT 5680 <
WOREEE AL 707 L — b Y —&— (Bio-Tek Instrument Inc. BL312e) (24 n#ll
FE LT
HRGC/HRMS : FECORIEEREIC & RS U 260010 BC SRR EEEYE 25N
L. UTFToftEeHZZ7O° 757 (Hewlett Packard 5890-11) /¥ 22X~ +DO
A—4— (JEOL JMS-700,Mstation) ZA . SIMEICKDRZEL~,
GC &%
HZ A : Supelco 2331 60m x 0.25mm i.d. FEE 0.25 um
B35 711 4% 1y 130°C (2 min ). 130-200°C (15°C /min). 200-260°C (3°C /min).
260°C (30 min)

¥ ) v—-HZ:He AL~y F7Lw i v—: 168 Kpa
FANRE : 270°C HAE 2 uL

MS Fff
ByE—F  El 4 A L IRE : 270°C
A A ALERF : 600 A A4 A AL RV F—: 38eV
MEERE : 10KV

[BREBIUER] A ELISA OBIEEIE 1~100 pglassay TH b, BH 2 LA
HERDOYAAF L URRMETEIRERZA LTV,

HeRf % KB bR ) Y AB L EMB TR LRI VA TIF L UIRENT L
CERT 2 T 2ok b, ELISA [SHEA TR RHE 2B LS 3 BB L. A
THER LA ATF S VEMNY — 4% ELISA IC X D PELHR, 20
FEIZIFIFH/ETE2H0OTHDH. HRGC/HRMS 2 & 5 HIEE & & REFRHEBINED &
BNz, £, BRLAOEHSME (TEQ) OXMAE LS Z 3D I A A+ B
2.3,7,8-TCDD. 1,2,3,7,8-PeCDD 3 L F 2,3,4,7,8 PeCDF D[EI#E (HRGC/HRMS &
£3) IZFNPEN64%. TBU%B LU 8% TH o7z,

FALAEYVEOL DI, KBS THBREBICBRELST L p0EME (pt
L) RAET 2. REEUHCREHIFFIOFERDLET, ZOMELIRER
BEICRET B b AEEE 25, AR T, Triton X100 ORMAHT, L&
DEICHRONW BINEREFS I LIZRIIL .

SEBI% L - ERE S AADE = BELISA X, RIfCHEfE - RERy A4+ A4
DEZZNUIBEVRZ Y-V Tk b eI NS,

[#E] AFEE. BESBNERAGHRICL DEBRI .

— 199 —



