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26 | o y==0378 x+ 151 25 | ® ¥=11443x~ 0118
’:g? r= 0363 R=091t8
< 20t o 2 20 |
2 e
Q v
1]
3 1% - :\ O 3 15 ® ®
. (I ;0 =<
° (TS O 24
210 . o o ‘
= CX} OO [ 6 2N .
5 T
a4 s o) O 5 |
D . " . . 0 R N .
0 5 10 16 20 2 1] 5 10 15 20 25
BC/MS (pg/5 fot; 2378-TCDD + 1 2378-Pel GO/MS (pe/e fat: 2379-TODD + 12378-Pe0DD)

B3 BEBAIFFI oI HEITD GC/MS F—4& ELISA F—4L 080
(A) CAPE Technologies #t8 ELISA, (B) XWX CHSLT - ELISA

0 5 10 15 20 25 30 35
BLEE (mD)

Ha. h—HFI)vChLORERE /24—
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3 . ¥° 0.1526x + 0.6372 (A) 10 ¢ ¥=0.7316x- 059026 (B)

r = 0.761 r = 0.826
3 .
O
= [ ]
%, © &
- ta
L] 6 L
3 2
N :E L ]
< 4 F
A 4 ° = °
wl
2 L
0 : : - 0
1} 2] 10 16 0 B 10 15
GC/MS data €378-TCDD + 123,78 GC/MS data 23.78-TCDD + 12378-PeCDD
PeCDD) : (pe/e fat) : g /e fad)

ES. REPHAAFLUBHIZETD GO/MS F—a& ELISA F—2 DM,
(A) Triton X—100 (8 i g/ sample), (B) Triton X~100 (60 i g/ sample)

20 o ' 20

ELISA (g/ ¢ fat)

18 |y=0558x~1.301 (A) 18 E”'M””‘""”zg
r=0502
16 | r=0.920 g i16 |} n=17
n=17 (]
14 | i 14
12 e
10 } g 10
8 £
5 4 6
(3]
4 a 4t
2 2 }
0 0 M i " N i 2 M " 2 1
0 6 10 t5 20 25 30 35 40 0 § 1015 20 25 30 35 40 45 50
GC/MS date (TEQ pe/g fat) GO/MS data (lotel-TEG pg/3 fat)

6. BAPFI1FFLoa8IZH+S GC/MS F—42& ELISA F—42LD4EMA:
(A) TEQ (PCDD/Fs), (B) Total TEQ (PCDD/Fs + Co—PCBs)
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3344'55-HxCB (pg/g fab) 3344'5-PeCB e/e fab

1. BRI AFXL3HIZETD Co-PCB & Total TEQ SDIFES:
(A) 3,3'4,4'5,5'-HxCB, (B) 3,3'.4,4',5-PeCB
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TR 12 FERARFMRBMEE (EERLROHAER)
SHEIFRRESE

HEBRBPOIT L XLV OBRS L Tyl EOBRRHE

ADITVELEIZLBTATFS B0 ) -V TEORR
—RA AR D OMBEEME DR H—

EfEHFEE BR FE () REREERRELVI— BFE

SHEMEE BB Mz EBEENKERESWNIEE R

M hE BH = KERLARBEEMHEFR iR
WOME R UAREEMER RR

MERE

FBIERCRBEPOY A 2 F VEBEREHSMCT 5000 E, AFEEREL LT, TU2
DF—NHEEAWS L L/ PvEfEPL A9 V-V ERAWEP v EFEEILTY
Bo INEHA LTy HRICNT 2ERAINEE (R - AR) & U TEHE. B8RPV
NV)GR. BRI LATHEBRBEZT S AEE—BIZITDh T3, LRLANS, Ihb
OHBRILBROFH (1 L/ 7y IChiT 288 dicidy 4 33> v EMAOS D1t
FYBELHEEL, AL/ PVvEAICE2RECREERIFTILAEIONS, 220, B4
R4S B BRERREEY. ERLEY 7 2o —F ). SBREBFEBRLKRSD
ERBER RS P L,

—RREER ORI F I3 ARG I & A A4 52 A 22669pe/g fat(27.4pg TEQ/g fat).
PCB %% 263000pg/g fat. #& DDT %° 240000 pg/g fat. G -HCH A% 166000 pg/g fat. HCB »* 13820
pg/g fat, HCE 5%8130 pg/g fat. #2052 » 76000pg/g fat. SRAEFERIKIED 1727
pg/g fat. BEEY 7z —F)UH 1790pe/g fat Z2E L 7=,

A. HEAH
R, Aad EFEPREICEIRE 73RBS 20 TRTFRARRES . £
BUE MIRT 2ERPEOREN R T, T4 F U HORREROARK
BEICR > TWDe HITH. ¥4 AF2r UBALEALTOLRBTREZHAL P
FOE bAOER, HICKRERTILREIN 35 BRRUBAPOSTIZF
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BEUET2LEHLH 5,
TAAFL L OREICII DM
BERMTEMVLETHZ, BT, 2
MR EET 3, 22C. BEYA
¥ ROEE, AEERELE LTHRY
IOF—NVHEER WA L) T w4
BRLR—I D=V EAWE T vEA %

PREEINRTWS,

AL TFIRAFERVR—-FD—1 7
YA HRIIBWTHER (B, FBiES)
EEBE7 v IchiT 5 L3 akET
Hb. TITHBUITNVA) IR, 2EH
ZLo0% NS LGS CHBRBRDT
bhd. LELEKL, ZOBYNZ0HE
BEPICEZ L OEMLAMIPHFELET 3
HEMED B D, Cheb&Pb4 L Py
LA EETOFA AT U EMEEICEK
BERIIIILBEIOND, 22T, B
HHICBALRUMEIEP CBRE T 310840 %
fERU. AL/ Pt HEEBICE5: 28
ERNTILELRD B,

ZIT, BB UEIERFhICEET 34
1AF 8 ARIBERA LS. 2%t
V7 zZNT—F)N, EBREBFHER{LAE
FOREHREEHS PITUE,

B. WFZAHE

B-1 BB R Ui A 3

B-1 Ml :1) #1228, PCB. &
IR RBEAINH ; 1999 EBICKRFT
EEELDREEINE-B

2)BRY 7 2o —F A ; 1999
FREICHBRELDBEHEINED D,
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B-2 #Hik
B-2-1 ¥4 4aFx2 U8 PREERER
FR. EERESPOFL T XL O
RAL/ Ty KOBRENE. BEE
RO EEH W (K1),
B-2-2 HAHIERREERVPCB: B EY
ITFNWE—F N/ n-~FY LR Clalim
Hi$ %, Rz, BHE70VUPIES 4 A
TAIAM L, 1057 & b= b UN/KEH
LTI 2RET 2. CoOBHEE2 7D
DINTTy bAZLICE DB LEE
A ERDS (X2).
B-2-2 RF(LTP7z)x—F);
H¥E: 3, 44-M)Su0EY 7o)V
—3 ) (BDE-37), 2,2’ ,4,4' -, 2,3’ ,4,4 -,
2,3 ,4,6-, 2,4,4,6-, 3,3 ,4,4 -5k
Z70EY 7 x=)bz—5 )b (BDE-47, 66,
71,75,77),2,2",3,4,4-,2,2" ,4,4 ,5-,
2,8 ,4,4,6-vF¥TO0EY 7z )V
—7 )V (BDE-85, 99, 119),2,2° ,4,4°,5,5 -
ANFHTREY 2z —F )
(BDE-153) B&r 2,3,3,4,4°,5,6-~7
707 = )o—F )b (BDE-190)
{& Cambridge Isotope Laboratories %4,
2,4,4-NV 70V 72 VE—F )N
(BDE-28), 2,2’ ,4,4’ ,6->¥7DE Y
7 xZ ) x—F)v (BDE-100) B &L ¥
2,2,3,4,4,5 -, 2,2°,4,4 ,5,6 -~FY
TnE%Y 7 = )x—5 )b (BDE-138, 154)
(& Wellington Laboratories ®im & D%
AlLE. 4,4-P7n0EP 7z )V—F
Jv (BDE-28) WXHRAULARTE (K &, 5
ATDEY 7 =)y —F)1 (BDE-209)



SRR () o bDEFEALE.

OB - Bl VESEI D7 b
727 4— (GPC) BT 4 AR—V
TNVIZHBASLZHWSEE - @
HREREE AW EMF 2T o= (X
3o

GPC Z&f4 :GPC 3% & =i abc laboratories
WD AS-2000 ZRAWE., TLAT A BX
U GPC #7715 Al, 754 Shodex 8¢ CLN pak
EV-G (100 mm x 20 mm¢@) 35 & X CLN pak
EV-2000 (300 mm x 20 nm¢p) Z{EA L7=.
GPC BEMEICIZ P by /v 27oAxHyy

(3:7) M L7z (#5# 50l/nin), &5,
4 L7075 Ak dump 15min, collect
13min, wash 12mn (total 40min) & Ui,

GC/MS &k . Ao v rS57)k
Hewlett Packard B HP5890 seriesIl#
AUz, 8RS A% J&W Scientific
8 DB-1 (15mx0.25mm 8, F&JE 0.25 um)
2HEALEZ. ¥y U7P—H2IHe (B> L
~v FE 6psi BFE) 2HW, BERE
140°C (2min) -10°C/min 1 -180°C-3°C/nin
+-220°C-10°C/min 1 -325°C (5min) & L
o EREAZX Ty FLZAARK (EA
& 2ul, "—UF 7K 0-1.50in, A
MR 275°C) Ick hfro7,

BAFEEBEANEHIAAETE (BF) &
R L,

B-2-4 ZJRABERALAR (PAH) b
MRRGHHEEE 7V ) R, n-~F Y
THIMZIT o/ MHEHEETIL I FD LI
YVATNVRRELBBHSLICLDE
gL (X4).
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ER  dHH - R = PAH G BRI SR
TEPLCIZE b ER LR,

HPLC Z&4% : 515 A4 ; Lichrosorb RP-18 5
un(4.6mm x 200mn), EBEHE ; P& b U b
DIV (70 : 30), #i& ; 2.0nl/min

FUhSEU BELY, RUX(A)TY
b R2V(a)E L Ex 334nm, Em
384nm

RV (D) 7nvrsrer .~V (k)
INnEzrty, _VJ (a) ¥, R
>/ (g, h, 1) =~V L, :Ex365mm, En
430nn

~vX (a, h) 7 o2, 3-AF
NaAZ bl Ex 300nm, En 393nm

C. HIEBEBR
FA4ZFL MW BAPOEREE K

O TEQ ¥ (pg/g fat) OFHMEE PCDDs
T 88.3 pg/g fat, 11.2 pg TEQ/g fat. PCDFs
T 21.5 pg/g fat, 6.9 pg TEQ/g fat. Non
ortho Co-PCBs ¢ 89.1 pg/g fat. 4.8 pg
TEQ/g fat. Mono orth Co-PCBs ¢ 22470pg/g
fat. 4.1 pg TEQ/g fat. PCDDs+PCDFs T
109.8 pg/g fat. 18.1 pg TEQ/g fat.
NontMono ortho Co-PCBs ¢ 2327.1 pg/g fat.
8.8 pg TEQ/g fat. PCDDs+PCDFst+Co-PCBs
T 2436.9 pg/g fat. 27 pg TEQ/g fat ¢
Hofz (&1

FLAXT U BOERAMEENBE T
& 1,2,3,6,7,8-HxCDD, 0CDD, 2,3,4,7,8
-PeCDF 7 & A LEBH R WREZTR Lizo —
7i. TEQ BEICHB W T 1,2,3,7,8-PeCDD,
1,2,3,6,7,8-HxCDD, 2,3,4,7,8-PeCDF o 3



BEORMGET2M40M 83%E2EHTN

7zo ARBROFEMXEZ L ISR L
I OEL P(Bs #Eix 263000 pg/g

fat THo, BEMBHEE I

2,3 ,4,4’ ,5-PeP(B,

2,2°,3,4,4 ,5 -HxPCB,

2,3,3 ,4,5,6-HxPCB,

2,3,%,4,5 ,6-HxPCB,

2,2’ ,4,4,°5,5" -HxPCB,

2,3 ,4,4,5 ,6-HxPCB,

2,2’3,3 ,4,4 ,5-HpPCB,

2,2’,3,4,4’ ,5,6” -HpPCB,

2,2 ,3,4,4,5,5 ,-HpPCB 7 ¥ D 5~Ti5%

PCB TH T0%Z HHTW = (£ 2),
RAPCHBIERREED G-BHC »

166000 pg/g fat, % DDT A 240000 pg/g fat.

HCB A% 14000 pg/g fat.HCE »¢ 8000 pg/g fat.

RZOIVT M 76 pg/e fat BEELE(E

3)e
BIAFOBRERRBEY 7z —5 )

(PBDEs)MEEIX 1789 pe/g fat TH o /= (&

4), R¥&KG Cix 2,4,4-TrBDE,

2,2’ 4,4’ -TeBIE, 2,2’ ,4,4’ ,6-PeDBE,

2,2°4,4 ,5-PeDBE, 2,2’4,4’,5,5" -HxDBE

BREFRWEET L. 2&0N 2%% 50

T (F£4),
BIAPDORLE A E KRBk (PAHs )

BB 1729 pg/g fat TH o7 (5. 1k

& % % T i anthracene,

benzo(e)pyrene, benzo(b)fluorenthene,

REPRWVERZTL. 20N 9452 5D

T (F&5),

pyrene,

27

D.E%&

b MERICERINATWAY S ¥
PRI BEEEREE (TEF) oFfEIhT
WHRMEKIZBRANTE D, 20 TEQ O
8o%id 3 DoRMMKTEDSNTV R, fiE
DT FAXFT O AMEEROERE% Ah
LE75—2RANW3F L2V EDR
PN—= TPy A4BHBZNIRY 20
TNV ERWS S LA/ P4 ST
A7 V== 7 515614 TEF o (8
HOEN) VL F XLV BOESEEE
TEHLENRN,

UL Lads KoicamUi=& 5IiZPCDDs
KU PCDFs LIS BB ~ B T EO L E&m s
BET D, ChODEBRDEWMH T v
1A DBERRTT v BRICHENT
SRICYBNSEELREELIEISNh D,
Er AL ETI—EHNBYL T FT
FOZXZ V- T 7oA RV X
YL U HFEOERSERERIGKHE. PCB. &
BERRREXEORE (M LTy —LD
BE) ICERTI0ERD 5,

E. #&#

1. Ah L7 9 —-2HWRY 1 4F
VEORZ )Ty eA4H BN
P20 F—NVHiEERANSES LT Y
A RICEEE RIZTEEOD Z6E
VOBREBREEHS HPICU T

—BEROBIE I EIEHF SIS
A A F 2 4N 22669pg/g fat(27pg TEQ/g
fat). PCB »% 263000pg/g fat. #& DDT &8
240000 pg/g fat. 6-HCH A5 166000 pg/g fat,



HCB 7% 13820 pg/g fat HCE %5 8130 pg/g fat.
BZONT 9 T6000pg/g fat. SBER
Rt KkFED 1727 pe/e fat. BEMLY 7
= Z)v—F)UH 1790pg/g fat F#E L=,

1. Shinjiro Hori, Kazuhiko Akutsu,
Mikiya Kitagawa, Hajime 0Oda,
Hiroyuki Nakazawa, Yasuhiko Matsuki,
Tsunehisa Makino, Development of
Analysis for Polybrominated Diphenyl
Ether in Seafood and Actual
Contamination of  Seafood .
Organchalogen compounds,
47,214-217(2000)

2. Kazuhiko Akutsu, Hirotaka Obana,
Masahiro Okihashi, Mikiya Kitagawa,
Hiroyuki  Nakazawa, Yasuhiko
Matsuki, Tsunehisa Makino, Hajime
Oda, ShinjiroHori, GC/MS analysis of
polybrominated diphenyl ethers in
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Surveillance of Organochlorine
Compounds in Mothers Milk from 1972
to 1998 in Osaka,Japan, Archives of
Environmental Contamination and
Toxicology(2001) in press

=FER

1. Shinjiro Hori, Kazuhiko Akutsu,
Mikiya Kitagawa, Hajime Oda,
Hiroyuki Nakazawa, Yasuhiko Matsuki,
Tsunehisa Makino, Development of
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Contamination of Seafood: 20"
International Symposium on
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#1 BAROT A FFT REE

1999  £%.(1999)
&% A R R BHESE
pg/g (ppt) TEQ (ppt)
A4 xFT U EME
2,3,7,8-TCDD 1.5 1.5
1,2,3,7,8-PeCDD 6.6 6.6
1,2,3,4,7,8-HxCDD 1.6 0.2
1,2,3,6,7,8-HxCDD 24.0 2.4
1,2,3,7,8,9-HxCDD 54 0.5
1,2,3,4,6,7,8-HpCDD 7.4 0.1
OCDD 41.8 0.0
Total 88.29 11.2
~UN TS Btk
2,3,7,8-TCDF 0.6 0.1
1,2,3,7,8-PeCDF 0.8 0.0
2,3,4,7,8-PeCDF 12.3 6.2
1,2,3,4,7,8-HxCDF 2.1 0.2
1,2,3,6,7,8-HxCDF 2.5 0.3
1,2,3,7,8,9-HxCDF 0.0 0.0
2,3,4,6,7,8-HxCDF 1.6 0.2
1,2,3,4,6,7,8-HpCDF 1.3 0.0
1,2,3,4,7,8,9-HpCDF 0.2 0.0
OCDF 0.0 0.0
Total 21.5 6.9
PCDDs+PCDFs 109.8 18.1
J—72F>PCB
Non ortho
3,4,4',5-TCB 3.6 0
3,34,4-TCB 6.8 G.0
3,34,4'5-PeCB 44.7 4.5
3,3.4,4',5,5-HxCB 33.9 G.3
Total 89.1 4.8
Mono ortho
2,3,3,4,4'-PeCB 2914 0.3
2,3,4,4'.5-PeCB 713 0.4
2,3,4,4,5'-PeCB 12852 1.3
2'.3,4,4'5-PeCB 573 0.1
2,3,3,4,4"5-HxCB 3260 1.6
2,3,3.4,4",5"-HxCB 711 0.4
2,3'.4,4'5,5-HxCB 1093 0.0
2,3,3.4,4'.5,5-HpCB 265 0.0
Total 22470 4.1
Non ortho+Mono ortho 22559 9.3
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#2 MATOPCBREMEEE

Cl EE RNME  BKRE EHE  RNME RAE
o (%) ppb fat basis
2,3'.4,4"5- 5 7.1 4.1 10.0 18.7 10.9 26.3
2,2,3,4,4'5"-
2,3,3',4",5,6- 6 8.2 3.9 12.1 21.7 10.3 31.7
2,3,3'.4',5"6-
2,2.,4,4,'5,5'-
2304 4+ 5 G- 6 17.7 10.4 23.4 46.7 27.3 61.5
2,23,3',4,4',5- 7 10.2 0.0 22.9 26.7 0.0 60.1
2,2',3,4,4",5,6" 7 15.0 7.5 26.6 39.5 19.6 69.9
2,2,3,4,4'5,5" - 7 11.6 5.2 15.7 30.6 13.7 41.3

F¥EPCBEHEE (60&44) : 263 ppb fat basis
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#3 RWNEEZEONAFTORTEAMERLEWRE (1999FRA)

Fip g5 B-BHC T-DDT PCB

(years) (%0} ng/g _ng/g ng/g

EHE 278 3.66 166 240 263
R 3.7 0.99 113 163 89
M o] 15 27.5 3.52 130 198 250
AR 29 3.82 137 208 255
oA E 36 6.01 489 946 561
/MR 19 1.32 13 32 115
SR 60 HCB HCE T-CHL
ng/g ng/g ng/g

SEX)E 14 8 76

BEREE 3 6 59

i EEY 13 7 63

Hr g 14 7 52

= AE 24 39 334

/ME 7 4 29
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#4 HABEHTORELY 7 2 =)V T —F L (PBDEs)i&fE

E-AURTN IUPAC EIE =/MVE RAE

No. pg/g pg/g pg/e

2,4.4'- #28 157 31 298
#37 16 0 42

2.4.4'6- #75 0

2,3'4',6- #71 0

2.2'4 4 #47 861 204 2247

2,3' 4.4 #66 18 0 56

3,3' 4.4 #77 0

2.2 4.4 6- #100 163 47 377

2.3'4.4'6- #119 1 0 9

2.2'4.4'5- #99 196 56 447

2.23.4.4'- #35 10 0 46

2,2'4.4' 5,6 #154 30 Il 59

2,2'4.4'55"- #153 277 140 432

223445 #138 1 0 6

22344 5 6- #183 59 4 86

23,344 56- #190 0

=11 1789
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#5 ABIEHOPAHsIEE

THE (RE—-BS)

.

A=y 7/B2 pg/a
anthracene 258 (0-575)
pyrene 1138 (49-2700)
benz(a)anthracene 0
benzo(e)pyrene 80 (30-150)
benzo(b)fluorenthene 156 (77-260)
benzo(k)fluoranthene 26 (0-48)
benzo(a)pyrene 22 (0-59)
benzo(g,h,i)perylene 49 (13-110)
dibenz(a,h)anthracene 0

n=10
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B&Bs (1g)

| "*cPcDDs (£0.1ng)

13C-Co-PCBs(£0.5ng) Na2804
™ mol/L KOH/EtOH 20ml 1
=R 26500 apios | 19
— Hz20 20ml

— hexane 20mlx 3

22% 2g
H2804
| [ Silica
~EH Hz0 0-8g
= R
44% 1.5g
_ HaS0u
E@NS L — ~%4> 75ml
— iR#E 2% 19
KOH
LI+ —1stfr. 2% MeClz) A*+H > as5m)
NS 4L
2q = 2nd fr.: 50%MeCl2/ ~+ > 50ml
| | | ZRHZ L
2nd fr. st . 1ono-ortho-PCBs
non-ortho-PCBs
IR
e — — et p
- — 1st fr.~FH > 75ml .
125mg 2nd fr.: 30% MeClz/ ~F U2 75mi
—  3rd fr.:50% BFIF/ ¥ soml
— N
[ [ |
1st fr. 2nd fr. 3rd fr.
PCBs . .
R¥E R
HRGC/HRMS GC/MS HRGC/HRMS
PCDDs+PCDFs mona-ortho-PCBs non-ortho-PCBs

B EB DY A A F LT AL
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A e BF g

ZOVUNEZA AT L 20g 22x 300mm

— Melifd1g e ~ ¥ ¥ L amil AR L TAHT S
N2HZ T (#91850)

B

—70% 7% b= I/ K 100ml

AV AR - R

7oYYLy bhSA 15z 18 x300mm

F—10% T —F )b/ ~F Y 60mI TS

B W
— 10% T —5 )b/ ~F4 . 80m]
0,5m i MiE

=& -HCH 2ppm #0.1/% 5 (A#HRE)

1OmIC A7 w7 (GC/MSTYZ 0T, RENE)
— TV )RR Y

ZOUYNIZpTA g

— ~FH ) emITHEH

Imlic A 27 w7 PCBRAIE

F2 BEPERERFNE. PCBOIE

35

X4

Eﬂﬁﬁﬁﬁ 10g

7 e )RR AU

~F Y 8

— Dimethyl Sulfoxide (100mi x 3) TIiE

DMSOE

—~

~E¥H 8

— ZKHE (100ml x 3)

FINEF P DHTNERH S A
FI i 6g
L) N Sg

= 1st fr. ~F 1. 7oml

— 2nd fr. 15% -5 )/ ~F Y 80ml

HPLC-FD

B AAH 48 P DPAHD 34 i



Homogenized sample 300 g

extract with diethylethet/n-hexane
evaporate to dryness
determine lipid weight

Extracted lipid 0.7 g Glass syringe (reservoir)

— cleanup spike (BDE-190, 2.8 ng)
—30% acetone/cyclohexane 7 mL

GPC

column: Shodex CLNpak EV-2000 .
mobile phase: 30% acetone/cyclohexane
flow rate: 5§ mL/min

Injection volume: 5 mL

Eluate (75-140 mL)

Evaporate to dryness
— n-hexane 1 mL

R 1 T TP LY PR 07 1 L

Pasteur pipette

Silicagel 0.25 g
44% H,SO0, silicagel 0.5 g

Mini-column cleanup

elute with 10 mL of n-hexane
concentrate

—syringe spike (BDE-138, 2 ng)
~- n-nonane 0.2 mL

GC/MS (NCI-SIM)

& 3 PBDEs O4iiiE

B =Ml (pgig far) B Btr%m (pg-TEQ/g far)

PRDEs | 1790

T-CHL 760(0

HCE 8000

HCH 14000

T-DDT 2R0000

B-BHC 166000

PaHs #1729

PCBs 263000

2,3,7,8-/1,2,3,7,8-/ 17
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