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(2B D IEREE (FE M BLE) SEE L

X GF I E £ D5 21 FEOFEY
BEOEHEBESLCIREEICOWTEENTED
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BREY RN LAIO R Y 2 (2,3-
7uriL7ab V) RAT7 A | (TDBPP)
RO 23-7ubh7Fua’ L) KA
=4 & (BDBPP) {t&# (K1) 1%, &4
FEBRTRENPAMEDPHR ENTZZ &5,
FRERSHFIEICB O CHEEWE IS E
S4v (TDBPP : B0 53 45 11 A 1 H,
BDBPP {L&#) : BRI S64F9 A 1 H) |, &
KER, =7 LOREB ~DOE R
Bl Tnd Y, ZhsoaEMEOR
BRiEClE, AEREK A Uiz i
ALV L STV, A=
~ F 777 (GC) HHrRRT o fiRRE DA
FHEI T L2 EFHLIEZY LTEY, Rk
EOWIERRD HNTWD, 2T, FHx
3 EFREZ LA LRV ETLERE, o
B fREE AT DX Y ET Y — T A
Z GC ITHWEESHTE (GC-MS) |
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ARWFETlE. FREMHMBREREICRBT S

138

TDBPP & " BDBPP {b&4) DFRBRILESE
ZEelF T, SEITBR%E L RBREIZ oW T
Ihe 2 FEOREWE ZBEmRERNL
ToARMERRE 2 VT, Z 02 Y M A Bk
R CTRET L 7o TS T 5,
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ESRVALSE SR oY e S U P T

AR, 4 R A AR ST T R

22 A BRI TR . R T A F 22T | B

A ARZERT D 6 MBI TR L= (B
EO~®),

B2. RIHH

BDBPP 1L &M E + 7 4 /b A FEHIER
%! TDBPP &% O} TDBPP-d;s 3 (N2 BDBPP-
dio I Toronto Research Chemicals fHH % %
WE XLV /=, Phenanthrene-d;o I35 £ 7
A b SRR DB BE 3 AT ] & FH VN2
RURXFIL Y NTT A X 4T 10%~
XY WK ET I TAT A KOEAL
oo Th D OFRIEITE T EIE LR AR
FRFERT s & A FERNCEIAT L7z, ~F 4,
T by, AK = RO F LA

e QT Al N VAN s @ SR = a0
ﬁ%\ﬁm%ijAi%ﬁﬁ%%%%
BECEEA L=,

TDBPP % ) BDBPP /% 10 mg % 1EfEIZ
VY, 7% b CTIEMIZ 10 mL ([2E
R L CAIEHEFR (1000 pg/mL) Z Hdl L
7=, FNFN%E 0.5mL T 2IEMIZ 10 mL
RAARATZAZERY, 7T N TEE
L. 50 pg/mL B IEERZRB L., £
5 1.0mL 28V 7 M SmLICE
7 L7 (10 pg/mL IR SR YERR) , BDBPP 1L



EMOIHTTIX, £ 5 0.5mL ZE D
7 hrTS5mLIZERL., (1 pg/mL &
AR, SHIC 05 mL 28D 7 & b
VTS mLIZERLE (0.1 pg/mL IREAHE
&%), TDBPP-dis & Uf BDBPP-d;o [Z% 41
Fi1mg 27 b THENL 10 mL &
L. 4% 100 pg/mL OFFEAERUK 2GR L |
ITNENEEFERUES LIZb0 %2, &
o7 — MEAEEMER (50 ug/mL) & L7z,

Phenanthrene-dio % 10 mg £V e v | 7
¥ b CIEREIC 10 mL [ZER L T EHE
YRR E LTc, ZOJRHEZ 0.1mL £ D 10
mL [ZER L CTHHEMEERK (10 pg/mL) &
L7z,

10%Hb T B U 7 A KEIE T AL T+
U100 g ZRERUKICEAAE L. 1000 mL
L,

B3. &kt

Hi1T? TDBPP & O BDBPP {L.&#) D K
YV BRE T ot L7BRIC TRt &
Nignz b Lo TERY  BARM I HEYE
fEIR SN TR, —J7, MRFOFEKIC
I% TDBPP K () BDBPP LA Ok TR
EIX. ZE4 8 ng/g LT 10 pg/g &id
HEhTtns ¥, 22T, RV 2F0
100% D MM TAT GREF A) KR OFHRINT
MBS NI —7 > GREFB) @ 2 fE
¥5/Z, TDBPP & ) BDBPP {L&#) % 4.8,
20 pg/g 72D ORI LUERLZ L=t o
ke Lo, FIRE 4 Brd & HRIC
B L. gtk Uiz,

B4. RERIE
oBEO 7o —F v — b & 2 ITRL
Too ABHAZAMEIL, Z£D 0.5 g % 100 mL
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FARAT I A AN, Yuar— R NEE
THEWL & SOuL WAL, A ¥ /—/L 25mL
K ONERE 0.5 mL Z /1%, 70°CT 30 iz
FeAh i U7e, fhHiR A IRRE, T T 2 Al
7 (G2 HE) TAHIBL, A% 100mL
A7 T AL LT, EithHAESRN
IS RE A A X ) —)L 5 mL T 2 [\l
W, AREGbE, 2har—4% ) —=x
IR L — & —|ZC, 40°CLL R T 1mL (12
AR, SOmL O=ILE IR LR X, Hilg
TF L 15 mL KON 10%HE(ET U o Ak
IR 10 mL #2012 T 5 R E > L
7o, ERER, EEAZRIO 50 mL ELE
B LR, TELE#ETF /L 10mL T
BE S SiE 5L, EEAZED
B G, "B 2EBROHETET
WRWEA XL 3000 rpm T 5 Ay Ly
BEL Tonn, RIBA AT LT, BbET
EBARIT 10%HF R U 7 AKER 10
mL ZMxCIEEHS> L, FTEEREELE

(BLERALER) , = D i FR AL PR % BEFE K AR
23 pH4 DL EIZ72 % £ TV (2 [BIRREE
%5734 < 72 5 & BDBPP {L&#) DAY
RMMETT D), EEE DN~ F LA
W% AKRREE T U o A CTRIKSE, T
AL THI L, Az 50 &5 Wi
100mL OF A7 T A2 Ttk LT, g
TF /L SmL TELE % 2 BlIFEV., HEKS
AL, DA S SO IKIZA DY
7o T —2 Y —T /N L —HF—(C
J 0 40°CLLF T 1mL UL FICHEM L7-%.
TR TSmLIZERL, RERIFRE L
770

TDBPP [3ikBRIAH AN 1.0 mL & £RHL
L. PNERIEEHER 20 pL % 12 C GC-MS IZ
TH#r L7=, BDBPP L& a BRI R )



52.0mL ZEEL, FUAFALTY LY
T AK L 10%~F VR Z 0.1 mL N
ZIRFA L, 1 RE IR &%, ~F YT
5mL IZER LT, 725 1 mL ZERHL
L. WHEBEEHERR 20 uL % i1 2. C GC-MS (2
C BDBPP £ F/U{k{k (BDBPP-Me) # %)
Hrl7z, 723, BDBPP {bA ¥ Oi5EIKL
D% % TDBPP 32T 5 2 &0, T
5135 % 12 GC-MS JIEZ1T- 7=,

- >
— —

B5. GC-MS 4
UTEERESMEE L, BB OBk

PUIS U CHESRGER AR E Lz, &

MERSIC T D GC-MS &fEx % 1 1L

7o

GC 1%

AT S%T 2=V ATV N
a—T 4 T ENTE#MY ) ¥y v
7 U —H 7 2 (30mX0.25mm JF/E 0.25
um) (Agilent 154 DB-5MS H4)

- BT KREESME L 40°C (2 %)) —20°C/4y
—180°C—10°C/43—300°C (10 53 FFF)

< FEA DR - 250°C

cFEANE ATy LR

- AR 1~2 Ul

- XX VT —H AR 1.0 mL/4r (N
UL A EREE—R)

MS 4

- A A Akik Bl (70eV)

s A B —T = —RARE : 280°C

A A2 —AREE  230~250°C

c HIEEA A [m/z]

TDBPP : ®& 119, &M 121, 419
BDBPP-Me : i&& 231, EME 151
TDBPP-d;s : & 123, EME 125,430
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BDBPP-Me-djo : & 237. &M 156
Phenanthrene-d;o : & 188

B6. BREMR

BAENERL 2 AR L. TDBPP Tl% 0.1~5
pg/mL, BDBPP (L&) Ti% 0.1~2 pg/mL
DOPRFEFPHNT A T VFEMRILZ T,
s — NE CHITE L 7o &R RO
R UES T A N T B O R A R
L, ENENTERLL,

C. BREVOEBE

GC-MS &fEZHOW T, GC TIIHEED
DA —7 v FIR S OBERI@ D BDBPP
LB T RE DTN DR E DMERES A &
Blpo T, £ O T EA A
VAR INTETO, EEA AL VR
TDBPP [m/z=419], BBPP-d,s [m/z=430] &% (}
BDBPP-Me[m/z=151]& L7,

BREARIZOWTIE, BAF2ERMEZ R
L7-FB8 & “RiiftME LRI & 3 0 |
HIEIZH W GC-MS TEE O E O LLEE
DIRENRFEL WD EEZLNT, &
1%, AHRE CENEhEY) 2R Ei A
AWTER L, RERFZX 3 1R
oo £ BRI O 7 v~ N7 T MMil%
412~ LT,

ARIFGENZ I3 1T D 2 Y PEFEAM SR D it 5%
ZEATEE O TRGPIZERE T 2R3
SO BET D RBRIE D VR T A KT
A VTR S T L E (B 70~120%,
RSD: 10%A7i, ENFEE 15%A0) &5
BIRF LT, B8, ZOHA KT A4 T
AT DM R LI Z 5 [BIBLE & LT
WA, AKREFZETIE 4 [ K LoHT
OFERTHAM L 7=, (X COIT, FHEEI Dk
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NZEnoFREHZE T S TDBPP K WY
BDBPP LA DIEIMER D24 (FEE)
XS KR6ICENEINR LT, EBHIT,
BB DL RBRICE T D EINER (%) HHT
FEE (RSD,) I ONZ 4% 3Bk 0 = [ K5 E
(RSDr) ZF 3II/RL7z, TDIED, 1
HEPRIR e OVE BRI B 1T 2 a7 — K
WE L NEEYEME & omfEH D, Y
v — ME DR AR LTz (£ 4),
TDBPP D REHI BT D EE A B D &
B A TITHREI@ D 4 pg/g BANEEL T,
BB TIIHEBID~O® D 4 pg/g UKL,
W ONCHERI@ J @D 8 pglg HMEREIT
70%% Flal> TV, ZLisb e Tk
Y27z LTz, RIZ, BDBPP LA
IZOWTRERIZAD &, HEFA KO'B &
HiZ, O, OKV@DD 4 pg/g M
BET 100%LL EO R Z 7R L, 120% % #
ZHGE bR I NN, HEOE R
ZIUAN OB TITIEAEZ T2 LTz,
HEI® TIT 4 pg/g IIMEREHCITEE A K&
OB & HIZHEELTHZ LTV b DD,
Z O OFEL T OFERT &t TE L <
[EUER ARV ME A2 7R Lz, 2 OBRH &
LT, #EODY v 7 — M ERIGEIL
BUVMEZ/RLTWRWNWZ LD (E4),
IATEME LK TIE W EE BT,
— 7. WBGIXEREA A B OFER &
FIp o TEY ., GC-MS 3T HE D 268 73 ]
SO EE 5 2 AR H D, -,
BDBPP (b & 3B @1 Lt DRI & He~
T 2 PARERRZ T 2O E»-
s, MEOEB THREF O
BDBPP L5473 53 U 7= FTREME & 7RI &

141

D, WTFNLHEEIE AR TH D,

IZ. TDBPP @ RSD, & &% &, ik A
TIIHEBEID D 4 pg/g TNEEL, HREG@ D
8 ng/g IR OBERI@ D 20 1 g/g Bs
IEERC, BB TIIERI@ D 4 png/g IR
DR OBEBI@ D 8 pg/g BIMGBUENCTEE
Y% B 2 7=, BDBPP (L& TlE, HEREH@
OFEF A D 4 pg/g WHNEEL, A ONTHEES
@OREL A K O'B D 4 pg/g Thatplc
YeZHBz T, 7272, 20 ) LR
OFEF A D 20 pg/g WHFCEL, I N
@Dk A KB D 4 pg/g TRMFEHT
DOUWNVTIE 10~11% & AT 2 TV =R
bT N ThoTz, 2. 2B U DOFE
IZOWTIE, 2T 10%A00 & FUE 2 iz
L7-, 728 #%B5® D BDBPP |2 DU T,
AT O » BT VVEEZ R L2 b o
D, RSD 1T 1.2~59% & BiFTH v | FH
PEIZIXRIE R D o 72,

A RIOREBR CIETENEE Z KD 0o
e, BEFERBICB W TEMOIES S
TFENOENLY I KREWNE
ENTEY, KOHA KT4 0D Q&AY
T% RSDr PEWNIGFE O BIEZ 72 LT
WHILE, BERRES BEAZL TV
EHFrLTlwnwelEanTtnsg, 4,
TDBPP } U} BDBPP {54 RSDr (% 7.2
~22% K TN 18~24% & FUEAHE 2 DA
N HNT-, ZZ T TDBPP (22T,
RSD; 23 20%F2JE 2 7R L 723k 0 & - 74
B@ofE% . BDBPP L EIC DV TEE
DM RS I e R TR - B @ O i &
TNENS LT 5 BT RSDr 22RO T
#% &, TDBPP } TN BDBPP & % (Z2E/)
TAiCTH Dk A TIFIEHER FE 5 BLAf72
NG Dz, —J7 BRI LA Th Dk



Bt B Tlid. 4 pg/g WGBS IEHET
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ZAT T D ATREME AN R S U7 A, B
ERKRE L CTIEENBE Lo Ic RS
nTnsLEZ b,

Fo, ARV RS — NEEAVTE
BT TWDHD, BEAF DIV ET
i Cd 5, & D7= %, phenanthrene-dio %
NI E ' & L TRV T2 E &R RET
INTEY, BESCHIBMEIX S — b
WEIZIZEDLDOD, A7) —=2 T4y
Fr&LTidashe shTng?, A, %
PERE TR EM B & W CE & L7 fE
REXRSITR LIz, ZO/RE., HEO, ©
TIERRED ., Z OO TITEIC

BDBPP TR % R RN %o 1,

ZIuE, MRELTZEKY VRIEEMO
£ 9 @B eI, GC DA Z AL v
P FICN TRE RGN E LT
7o fEEREIR E 0 M (v B Y v
R) MEWEE T, WAL R I S
AU RFICE E Yo D i [EIR 2 7m - 2 & 3VA
BNTWNG D, Zd< hU v 7 Z%hRIL,
i SR O TR T DOIREN BT 5 72
B, BB Z L ICEINGRICRE RAENET
TTbDEE2 b, BEEIZ, 2hb ik
BN T, AT TIXEA RN T
T D2 ENRBINTEY, SEOR
BB\ Th, BRI X - TIEE DK
TRE—7BROEACITIEN, TT AA
VA — N DR T L Sl O YIS
HCTholz, TDD, EEMEZMHRT 5

WZiIY e s — MEOFERNLETH Y

N HEREDE 2 W= A7 U —= 74y
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ZHIET DITITAEDEE R BN,
Bi177B% %D TDBPP & () BDBPP L&
W OREH TIREIX, 2 E4i 8 ug/lg K
10 pg/g & SNTEDL ), ARfRE LY
oAy — M E A AL RBREIL. o
T BRAE L& 43 70 b5 CE & vT R
THY ., BUTIEL Y bR OBE LD
BENESWRBRIETHL B2, K
BITWERBRIEE LTHITHD L E X
Y g

D. £&%

TDBPP &% U BDBPP {L.&#) D M 1E sk
& UCRR L7esBRikIz oW T, 2 i
DFFHEFBHZ AL & % 3 BepE (4, 8. 20
pg/g) OIEETHRMLUIZFEEZHWT, %
D41 % 6 BERE CTRIM L7z, & OfE R,
Bi1T? TDBPP & ) BDBPP {L.&#)akkik
O TIRE (8 ng/g X OV10 pg/g) L
NS IRFEECERAETHY , BIAT
HELD S REDNOREE &K OV m i
Bk Th b LBz b, RNEFSIERER
BELTHEDTHD B2 LN,
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https://www.mhlw.go.jp/web/t_doc?datald
=00tb6662&dataType=1&pageNo=1
5) JEAT A R R R R R 2 AR AT
FAMRE BOLPICEE T REEC
B3 2 5Bk D2 SR T A R Z A
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b, 5, 575-583, 1995
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=4, ZHEREDTDBPP X U'BDBPPLEHIN YOS — MIEEIUNE (%)

Lab.1 Lab.2 Lab.3 Lab.4 Lab.5 Lab.6
101 161 104 94 170 71
112 156 135 100 154 91
4pglg
189 178 141 86 140 90
104 226 134 112 137 70
101 206 101 101 171 —
108 188 149 93 109 90
Sample A 8ug/g
185 205 157 91 84 120
183 170 122 99 67 74
166 104 127 85 204 97
127 138 128 94 161 103
20ug/y
91 111 143 95 151 103
110 150 146 96 152 99
TDBPP
101 104 101 117 322 78
139 133 145 112 274 74
4pg/g
131 169 237 114 225 69
78 145 200 121 194 71
105 179 130 115 59 100
150 184 169 120 50 92
Sample B 8ug/g
224 176 166 111 225 110
115 151 141 125 218 102
119 168 131 123 154 114
114 181 153 119 170 110
20ug/g
124 145 227 118 146 112
75 142 235 115 149 100
232 86 91 46 204 138
363 97 99 61 186 115
4ug/g
215 130 120 45 185 94
263 143 18 70 155 88
304 165 110 51 244 53
275 104 99 58 111 112
Sample A 8ug/g
248 160 152 57 56 110
230 120 25 70 64 82
495 113 113 91 76 150
265 115 117 67 67 133
20ug/g
207 79 177 64 67 109
BDBPP 232 141 20 50 86 125
272 105 63 59 330 100
238 78 53 48 319 103
4ug/g
227 106 125 64 223 122
219 121 18 76 241 102
240 86 55 97 68 81
214 82 56 97 60 97
Sample B 8ug/g
258 177 113 70 99 112
178 85 27 86 83 94
272 85 69 80 75 141
236 92 55 80 57 123
20pg/g
230 108 91 82 59 116
226 89 33 74 48 112

& Not calculated because part of the sample solution was lost.
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Br Br Br
Br
TDBPP
@)
Iﬂ
Br/\/\o/ I\O/\/\Br
OH
Br Br
BDBPP

1. hU &2 23-7asFuab L) "A7 =4~ (TDBPP) KX
A 23-VY7rsruar ) mAZ7 A+ (BDBPP) D&
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##losg

ERimt70°c30

5@

XY/ —

+ OS5 —~NEAEZEERR 50 pL (%50 pg/ml)
+ X% ./—)L25mL + c-HCl 0.5 mL

JU5 mLG2E%EN

e (T/IRL—59—)

41 i (2E])

+ BT F)L15 mL(2[E1HI%10 mL)
+ 10%NaCl 10 mL

BT FIVBEHE S

RREL (10%NaCl 10 mL TiRE S355%. pHALL EICR B ET)
Bk GBKIREE S NI L)

1 mLATFETRME (/R —5—)

BDBPP4#TH

TDBPP T

2.0 mL%EX [

XFIUE

+ TMSIU TV X%
INFH AR
100 pL

] 1.0 mL%EX

RERMEEER (T 7~ 2-d,: 10 pg/mL)
20 pLZstn

GC-MS%#T

1 FRAERRE

20 pLEn

NERMZESER (D T -dyy: 10 pg/mL)

GC-MSH T

X 2. 547 v —
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Response ratio

Response ratio

1.0 1

0.8 A

0.6 -

0.4 A

0.2 A

0.0

0.4 1

0.3 A

0.2 A

0.1 A

0.0

1.0 -
TDBPP o BDBPP O
(TDBPP-d;5) “" o8 { (BDBPP-d,p)
0.6
o
y=0.173x - 0.009 0.4 A y=0.473x-0.023
O r=0.9998 r=0.9998
02
) )
fou o
Y . . . . o0 +< . . . .
0.0 1.0 2.0 3.0 4.0 5.0 0.0 0.5 1.0 15 2.0
0.4 -
TDBPP BDBPP
0.3 - o
(Phenanthrene-d, ) ) (Phenanthrene-d)
03 -
0.2
o 02 1 e
y = 0.065 x - 0.003 g y=0.155x - 0.012
r=0.9975 01 r=0.9996
e 01 - o
o
'co! . . . . ., 00 e . . . \
0.0 1.0 2.0 3.0 4.0 5.0 0.0 05 1.0 15 2.0
Concentration (pg/mL) Concentration (ug/mL)

3. MRERE (HEIO)
(BB Vs — MEMA, TE  WEEIE B D)
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TDBPP [m/z=119]

20 21 22 23

TDBPP-d,; [M/z=123]

20 21 22 23
BDBPP-Me [m/z=231]

15 16 17 18
BDBPP-Me-d,, [m/z=237]

15 16 17 18
Phenanthrene-d,, [m/z=188]

11 12 13 14

Retention time (min)

4, EHREYRIRO~A T a~ 87T L5 (BEEEQ)
(TDBPP }2 () BDBPP {t.&#:1 pg/mL. TDBPP-d;s: 0.5 pg/mL. BDBPP-Me-djo: 0.2 pg/mL,
phenanthrene-d;o: 0.2 ng/mL)
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150 - 04 pg/g
140 - Sample A (TDBPP) 08 pg/g

130 - m20 ug/g

120
110 -

100 { =

94 | [ ) WL_I_ B
80 - B T—I_
70

60 - T
50 -
40 -
30 -

20 -
10 -

Recovery(%)

Lab.1 Lab.2 Lab.3 Lab.4 Lab.5 Lab.6
150 1 04 pglg
140 1 Sample B (TDBPP) 08 palg
130 - m 20 ug/g
120
110 -
100 =
90 -

60 - Jr ]

50 ~
40 A
30 ~
20 -
10 A

Recovery(%)
3
HH
i
-

Lab.1 Lab.2 Lab.3 Lab.4 Lab.5 Lab.6

5. ZHEESIZ 31T 5 TDBPP [EIEEOSEHE (%)
(T — R — AR )
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Sample A (BDBPP{L&4))

150 - 04 ugl/g
140 { 4 o8 pglg
130 4 T ®20 ug/g
120 -

110 - ki _ 1 E
100 -

90 4

80 %
70
60 -
50 A
40 4
30 A
20 1
10 -

Recovery(%)

Lab.1 Lab.2 Lab.3 Lab.4 Lab.5 Lab.6

A
150 . Sample B (BDBPP{EE4) 04 pglg
140 1 T 08 uolg
10 ] ® 20 ug/g

120
T T
110 - 1] E3

100 1 — 1
90 - -

80 - 1L Ba
70
60 -
50 -
40 |
30 -
20 -
10 -

Recovery(%)

Lab.1 Lab.2 Lab.3 Lab.4 Lab.5 Lab.6

6. &R F51T 5 BDBPP LA WIEIER O SEE (%)
(T — R — AR )
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