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Examination of the Fractional Conditions separating PCDDs, PCDFs from Coplanar-PCBs

Naohiro FUKUDA, Sadaomi MINAKUCHI

The clean—-up conditions by the silica gel column and the multilayer silica gel column were checked

in analyzing PCDDs, PCDFs and coplanar-PCBs. Moreover, the fractional conditions separating

PCDDs, PCDFs from coplanar-PCBs using alumina column and activated carbon column were

examined. Consequently, PCDDs, PCDFs and non ortho coplanar-PCBs were separated from mono

ortho coplanar-PCBs.

Keyword: PCDDs, PCDFs, CoplanarPCBs, silica gel column, multilayer silica gel column, Alumina

column, Activated carbon column
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BT LDOFTATHIXIIS K 0311, 0312 1T#ELT TITo
Tz, B, 10ml 3948 L T, 50 pl iTifEo
#, GC-MS i HEk & Lz,

1) YUBTFNIT A
130°C© 3 WEfmEv L ik Le s U B 7 v
(MERCK #:, Silicagel60, 0.063 - 0.200 mm, for
column chromatography) 3 g #%&CTAL, ~&H
100ml 2§ L 7z.

2) LRIV BTINTT A

SUATN0.9g, 2%KEBIED VT AU BT L2 g,
SUBFN 0.9, AA%REES Y I 2 g, 22%TkiE
VhZN4 g, S UBFN0.9g, 10%MSEEERS Y 7L
4 g % JIS [T TNERFLETAL, ~FH 2 240ml %3k
L7z.

VT O TFIMERCK 8 (Silicagel60, 0. 063~
0.200 mm, extra pure for column chromatography) %
FV, ZOMMORIIFASE T o X A
Bt S 2 v,

3) TNVIFHT A

WEPET L 2 (Fnestis T.23441 %S, 300mesh) % 130°C
T 18 REEMELL THEMAL L2 d 0 10 g 2 L Tz,

4) WEMERT Z A

FEATHIEL, 45 um D5 Wil eSS T
M oFEERB AL VSV (Va—F A S-1)
BENENLL 50 TRAL, Vv 7 AL—HilHgRERW
T, M T24RRIBL BRI L, #ZRLEbD 1 g
AL,



Sl gL T 7rr X &E Y (25v0l%)
BTe~FH LUK 100ml 23 L, B EST
My 200ml 2% LTz,

ST B & LTS Y Uik 150ml 2R L,

55 W4T My 200ml 2L Tz,

3. bt
fFFIRESS © HA®E T Automass Sun200 (A3 ilE)
S5 A:DB-5 (J& WH)

WATE  SVARAT Yy LR

WARE © 270°C, A A 2R : 220°C

A FUALEIE  70eV, 7+ b= VEE D 700V

i % : 1 ml/min
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1. YUATNVHT A

A FF T RO a7 ) — PCB O HIOMKGHT
Fearh, YUBFNHT L, LB BTN T BOW
H& Iz W THRER L 2.

FLIRIZP VI FNHD S LD HRBROFE REZR L.
X 1 IZimApicyEsi # o 72 OCDF & &I iAH 215D
7z TeCDDs DI Z =2 &R LTe. AL U8
IZOWTIE 8 HE» HIRH Z MR, RHIT Fr.4 THEH
i1, 2, 8, 9- TeCDD 28 Fr.7 T TIHH Lz,
¥, 2755 —PCBIZOWTIZ HpCB #189 #3Fr.1
T 2D, Fr.5 TATHa 7S5+ — PCB AL
7o, IS T VB FADay NOFEME DENEE R
LT, ~FH2 150ml 2l & LTRY., ARarTid 70

£1 SUAFNLAS LSERBRBEH AN —
(A5 100ml)

(HLAT © %)
Fr.1| Fr.2 | Fr.3 | Fr.4 | Fr.5| Fr.6 | Fr.7 [Fr.8-10
0~10[10~20] 20~30| 30~40[ 40~50|50~60| 60~70[70~100
1,3,6,8TeCDD 29.4] 68.3] 2.3
TeCDDs | 1,3,7,9TeCDD 48.9 50.1] 1.0
1,2,8,9TeCDD 12.9] 70.6] 15.1] 1.5
1,2,4,7,9PeCDD 30.5 67.0 2.4
2| PeCDD:
g eCDDs I s 8, 9PeCDD 37.7] 58.5| 3.8
o 1,2,4,6,7, 9HxCDD 39.3 58.4 2.3
& <
HxCDDs 11 3 1.6, 7HxCDD 69.1 20.2 1.6
1,2,3,4,6,7,9HpCDD! 80.3] 19.7
HpCDDs 115 3 6,7,6HpCDD 78.0] 22.0
OCDD OCDD 3.3 94.7] 2.0
1,3,6,8TeCDF | 4.7] 93.5] 1.8
TeCDFs 1,2,8,9TeCDF 14.0] 77.3] 8.4] 0.4
) 1,3,4,6,8PeCDF | 5.6] 92.4] 2.0
» PeCDEs I S 8,9 PeCDF 91.5 8.5
a 1,2,3,4,6,81IxCDF| 7.4] 90.9] 1.7
O HXCDEs  F .8, 91IxCDF 23.5 73.8 2.7
1,2,3,4,6,7,8HpCDF|16.3] 83.0] 0.7
HpCDEs 1 S 47,8 91IpCDF 9.7 3.3
OCDF OCDF 37.9] 62.1
3,4,4',5 TeCBHS1* 14.2] 81.7] 4.2
3,3,4,4' TeCBHTT* 75.8] 23.4 0.8
2,3,4,4',5 PeCBH123 87.1] 12.6] 0.2
2,3,4,4',5 PeCBH118 75.2 24.5 0.3
o 2.3.4,4.5 PeCBH114 66.5 33.1 0.4
80233, 44 PeCBH105 3.4 85.3 6.3
%3.3.44.5 PeCBH126+ 35.0 62.3] 2.6
©l2,3,4,4',5,5' HxCBH167 60.5 35.3] 4.2
2.3,3.4,4'.5|  HxCBHL56 76.1] 23.0] 0.9
2,3,3,4,4,5'|  HxCBHI57 66.4] 32.8 0.8
3,3,4,4,55'|  HxCBHL60* 70.3 28.9 0.8
2,3,3,4,4,5,5'  HpCB#189 3.1 97.6] 2.4
* /) VL Mk

ml £ TIZATHEM LA, WHSHES, 4,6,7 - TeC
DF 23072 VBB T2 L oME L H VY, KaekR
b ->T100ml & L7z, 7228, 7947 vy ailkics
WTLETORMEPIDE SN TND Z L EHEAL TN 5.
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~
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K1 LUAFILASLTERRBHNNE—Y

2. GV HBTFNI T A

F2WTFLEY VI 7N H 5 LORHERREROFERZ R
L7z, Zhicksde, 7, SEFEOXAAFFT 0, o
75F —PCB X Fr. 3~4 Tzt Tz, %7z,
A FH T BT CRIEFES R 722 < 72 B IThewn,
A OVEHICB W THE EWR R b, 2,
KHFEOX A F X T Y, BEEMITHEFEID < PE
ICX > ThREREZ2 > T BT W LK. 1, 2, 8,
9-TeCDD, 1, 3,6, 8- TeCDD & 1, 2, 8, 9 - TeCDF,
1, 3, 6, 8- TeCDF iX[WikADHTH 4 <IEH /& —
VIR STRY, K2 ICZN SRR ER L
WMEDNRE— R LT,

LB T ZBDTE 1,2,8,9-TeCDD %8 Fr.16
ETREATHRBLIZZ Lhb, EHEMHNT R %E D -
T 200ml & L7z, JIS TIXEHSEMIE 120ml & 72> TR
v, JIS X 4 RIDOLJEEHEKRT DY) BT AR T
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SRR CHER T 2 LNERH B,
3. TAVIFHTA
TV 2 FICOWTII A EPEREIC & /KSR X <4

5L0OHEVSCHDHZ s, HHOREEMEALTSZ
LelLr.
F3TFFE MW & LTAFY Y 180ml Z5EL, F
BTy 7 rna X4 (50vol%) Erde 33 VTR 30ml
i LT & ZONHRBROMSREE R LI, £, K3iT

KA —

x2 EZEVVATIVAZLAE

I —05> TP 180ml i L 7z & & HxCB # 167,
HxCB1#157, TeCB#81,1,3,6,8-TeCDF DyH & —
YERT. K3nLa05 K90, HENC Fr.6 TR
DT /AN 2375 F— PCB ® HxCB # 167 3
Fr.10 T&TRHLTWA2, BDE/ AN haTdTF—
PCB ® HxCB # 157 1% Fr.13 T &5, /o240
k275 —PCB ® TeCB # 81 LigHIN ER > TS,
FAA XL VB TIE Fr.14 ©1,3,6,8 - TeCDF 23

HEBRBAH/NZ—Y (AFH Y 240ml)

(HA %)
Fr.1 | Fr.2 | Fr.3 | Fr.4 | Fr.5 | Fr.6 | Fr.7 | Fr.8 | Fr.9 | Fr.10 | Fr.11 | Fr.12 | Fr.13 | Fr.14 | Fr.15 | Fr.16 |Fr.17-24
0~10 | 10~20] 20~30 | 30~40] 40~50] 50~60 | 60~70 | 70~80 | 80~90 | 90~100] L00~110] 110~120] 120~ 130 130~140] 140~150] 150~ 160] L60~240
1.3,6,8TeCDD 10.4] 82.0] 7.4] 0.2
TeCDDs 1.3,7,9TeCDD 1.9] 68.6] 27.5] 2.0
1,2,8,9°TcCDD 0.2] 45| 2r.01] 26.8] 22.2] 11.9] 4.6] 2.0] 06
" 1,2,4,7,9PeCDD 72.0] 26.4] 1.6
g PeCDDs 1,2,3,8,9PeCDD 05| 22.2] 52.0 19.0] 49| 1.4
Ol ncDDe | L246.7.9HxCDD 0.1 52.7] 6.8 0.4
S [1.2.3.4,6, 7HxCDD 16.2] 53.1] 24.9] 4.9] 0.9
1.2.3.4,6, 7, 9HpCDD 1.9 67.4] 27.8] 2.9
HpCDDs 5 4,6.7, 8HpCDD 1.2] 65.9] 30.5] 2.5
OCDDs OCDD 8.2] 80.9] 9.8] 1.0
D 1.3,6,8 TeCDF 5.7] 84.4] 9.5] 0.3
1.2,8,9TeCDF 0.2] 5.0] 24.7] 34.6] 17.9] 11.0] 45| 15] 06
) 1.3, 4,6,8PeCDF T3] 3.3] 24.9] 05
w|  PeCDFs 1,2,3,8,9PeCDF 6.0] 41.8] 39.2] 9.9] 2.7] 05
8 imcpre | L:2:3:46.8HxCDF 0.8] 69.7] 29.2] 0.4
o 1,2,3, 4,8, 9-HxCDF 2.2 42.7] 41.0] 11.4] 2.3] 0.3
1,2.3, 4,6, 7, 5HpCDF 0.5] 59.9] 38.7] 0.9
HpCDFs s 4.7, 8. 9 HpCDF 10.6] 79.3] 9.6] 0.5
OCDFs OCDF 0.4] 51.7] 46.8] 1.2
3.4,4%5 TeCBESL: 0.8] 15.2] 56.3] 21.8] 5.2 0.7
3.3,4,4 TeCBETT 0.3] 2.1] 6.4] 37.5] 38.9] 10.7] 3.3] 0.6] 0.2
2,3,4,4,5 PeCBALZ3 1.0] 68.7] 30.0] 0.3
2,3,4,4,5 PcCBELIS 5.9] 52.8] 1.3
gl 25115 PeCBALL 3.9] 64.2] 3.7] 0.1
S 233,44 PeCBEL05 05| 2.1 58.0] 35.4] 2.7] 0.2 0.1
Tl 33,4475 PeCB126+ 4.3] 9.8] 19.1] 53.6] 1L.1] 1.0] 0.2
O[ 2.3,4,4,5,5 HxCBE167 6.1] 84.3] 9.5
2,3.3,4,4.5 HxCBE156 49.9] 49.2] 0.9
2,3.3,4 4' 5 HxCBH157 13.1] 19.8] 62.9] 4.1] 0.1
3,3’,4 5 HxCBH169% 5.3] 79.4] 14.7] 0.7
2.3.3, 4,5,5' HpCBE189 7.0] 83.9] 8.8] 0.3
# ) VAN MMk
£33 TFLAITHSLRERBRBEENI—V(E—ERIANFTHU180m, EER Y 0044 2 (50v01%) ETAFH 2 FK30mI)
(HHT : %)
~ X ¥ v VynnARy (G0vol%) iaF i
Fr.1-i~5] Fr.1-6 | Fr.1-7 | Fr.1-8 | Fr.1-0 [Fr. 1-10]Fr. 1-11[Fr. 1-12]Fr. -13[Fr. 1-14[Fr. 1-15[Fr. 1-16]Fr. 1-17]Fr.1-18] Fr.2-1 [ Fr.2-2 | Fr.2-3
0~50 | 50~60 | 60~70 | 70~80 | 80~90 |90~100|L00~110[110~120[120~130]130~140] 140~150]150~160]L60~170]170~180] 0~10 | 10~20 | 20~30
1,3,6,8-TeCDD 52.2] 47.2] 0.5
TeCDDs 1.3,7,9-TeCDD 48.6] 50.8] 0.5
1.2,8,9-TeCDD 32.3] 67.7
" 1.2,4,7,9-PeCDD 16.3] 53.7
gl "ePPs  [7,2,3,8,0-PeCDD 34.6] 65.4
O icDDs  |E2:4:6.7.9-HxCDD 42.0] 58.0
1,2,3,4,6, 7-HxCDD 30.4] 69.6
- 1,2.3,4,6,7, 9 LIpCDD 34.9] 65.1
HpCDDs 115 84 6,7,8-HpCDD 33.0| 67.0
OCDDs OCDD 33.1] 66.9
1,3.6,8-TeCDF 20| 143] 14.1] 10.5] 11.2] 34.6] 113
TeCDFs 1,2,8,9-TeCDF 30.9] 69.1
1,3, 4,6.8-PeCDF 56.7] 42.8] 0.5
o PePES  [M1,2,3,8,9-PeCDE 30.8] 68.9] 0.3
a 1.2.3,4,6,8-HxCDF 50.2] 49.8
Q| HXCDFs 53 4.8, 9-1IxCDF 32.3] 67.7
1.2.3,4,6,7, 8- HpCDF 13.5] 56.5
HpCDFs 1 8 4.7,8,9-TIpCDF 32.9] 67.1
OCDFs OCDF 34.6] 65.4
3,4,4.5 TeCBESI* 0.6] 0.8] 0.6] 06| 49.7] 4.7
3,3,4,4 TeCBETT 0.2] 0.3] 0.3] 47.9] 5Lz
2.3,4,4,5 PeCBA123 10.1] 43.8] 21.2] 14.8] 65| 22| Li| 03
2.3,4,4,5 PeCBELLS 2.2] 37.7] 26.0] 17.3] 10.3] 4.2] 1.8] 0.5
a[ 23445 PeCBELL4 2.1] 21.4] 22.1] 17.4] 20.7] 10.8] 3.8] 1.3] 0.5
B 2.3.3.4.4 PeCBEL0 55.6] 4.4
T 3,3.4.4,5 PeCBEL26+ 5L.1] 48.9
O[2,3.4,4,5,5 HxCBH167 2.7] 00.0] 13.5] 3.2] 06
2.3.3.4,4,5 HxCBH156 2.1] 22.9] 19.3] 16.5] 21.6] 10.3] 4.4] 1.9] 0.9
2.3.3,4,4,5 HxCBEL57 6.2] 3.1] 20.2] 1.7] 9.1] 8.8] 10.7] 2.1
3,3,4,4,5,5 HxCBE169+ 56.8] 43.2
2.3.3.4.4.5.5 | HpCBE18Y 50| 26.5] 17.3] 41| L1
*) VAN ME
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20.0
100
00K A
EEEEzs A ot
538395 s § E E T £ = TeCB#81%
11T 888 S & E E £ = 13,6:8-TeCDF
[S) 2 S =88 9 E E =
S o o t -T2 3839 &5 E
"2fgll11:5888
-- Y58 g o cz,
- - © o 2

AFFUEHE
B3 7ILIFH5LRSERBREH G-

WHIZIEDTBY, ZRHDZ b, JBBAREE LT
AFY VOB TIIEA ATV UM, /AN harsh—
PCB, €/ /)\ b7 ZF—PCB OREIL TR0
e, Fle, HWSE2%Y7un Xz oateaFY
W TITo T, S OITEHASER Y, A XNEET
Hole (MABMH). ok, HWHOYr7un 2k
(50v0l%) A Te~FH UV TIX S B IT2ERMITEH
BEL 2D, 30ml TATHEHLE (X3 BH).
TNIFHT LTI, XAAFL U HEa75)—PCB
ZIRBAABEDOANF YL LYy an R & L OREEIE O
WZ X o THIET2Z 2L TR, BRABADE
WSO RICKE S BET S, Zokd), JISTDH
TV T OIEHEEITHE ICHEREAL, #i— L TRET25 L5
WARTND, GlElT VX F OFEHERE X ISR L CRE
ZAToTCS, BAF XL VL a7 55 —PCB &0
WITIEB S 2o 7o, SHITE S ITRBABORA SIS
Rl FAFFVUHEaT 5 — PCB O Wikt %
a4 2 BER D 5.

4. WEMERA Z A

R AIIEM 1 OE—HHTY 7 an X &2 (25v0l%)
BTV VK 100ml 2Fi L7 L E a7 FF— PCB

100

\l\

80

/\
” / Bl
40 I
/\
» LA: \
5
B Nl ez
§ E F £ g — O o 136,8-TeCDF
T 8 8 9 E E = = 1,3,6,8-TeCDD
l ¥ 383 g E =
sl 11 %8 g & E
- & o ! ), ¥ & 8
N % Q2 o R
T e 8 2 o 7
(==}
8

BHE (%S00 U EEAX YY)
B4 TFIITHSLRERBRBEHAZ2—Y

ORISR Z R LT, Fr.l TE /AN MEDaF5F—
PCB X 99%2¥EH L7zDIThL T, />4 MAlZ TeCB
B77 A Fr.5 T Zihd e, £ &4 4% U HIEH
—WMTITIEH Lo Y, B4 F L L idarsS
F—PCB &R, XV FmEETH D TedimMi L o
Wi <, M LighrocbotEXbNS. 0D
SHTIZBNT, /4N aTF5F—PCB L/ oA
N AT FF—PCB RUE A A5 VO HH A fE
Thol.

2% 5 IS 0 O F—Misr T~FH > 150ml i L,
FMENT LTy 200ml BRLIEEZ DX A A FT
¥, /vF N haFS5F—PCB OEHHERER L.
AT, /AN hars T — PCBIEE—M
DTIHEH LR TR, HlinT/ oA harss
F— PCB LRI FEDO X A X VM0 bIsH 2R,
OCDD, OCDF I icigH L, Fr.12 T2 THEHL
7. Eie, REEOHTOENIHE Y RHIRboTz.
X512 d & Ed PCDD KliEkE /> ANV harss
F—PCB ® M UVEHANZ =V &R Lic, GRHELTT
I$E /A 275 — PCB XMW O Fr. 3 55
WHZEERD, M UEMNCETHEELTRY, 0%k

x4 EUERHILSERBRBEHANAZ—Y (B-EZFD/00XA2 2 (25v01%) BETAFH IFK 100ml)

(HAL © %)
vrun A&y (25v01%) EEe~FH
0~10 | 10~20 | 20~30 | 30~40 | 40~50 | 50~60 | 60~70 | 70~80 | 80~90 | 90~100
3,4,4',5 TeCB{#81% 0.7 6.2 18.3 11.7 10.1 2.5
3,3',4,4' TeCBH#77* 2.4 3.3 4.6 1.3
2',3,4,4',5 PeCB#123 99.2 0.8
2,3',4,4',5 PeCBi#118 99.1 0.9
& 2,3,4,4',5 PeCB#114 99.5 0.5
e 2,3,3',4,4" PeCB#105 99.1 0.9
L 3,3',4,4',5 PeCBi#126%*
O 2,3',4,4',5,5" HxCB#167 99.0 1.0
2,3,3',4,4',5 HxCB#156 99.4 0.6
2,3,3',4,4',5" HxCB#157 99.3 0.7
3,3',4,4',5,5' HxCB#169%
2,3,3',4,4',5,5' HpCB#189 99.0 1.0
* ) AV ME




x5 FEHERHTLASERBRBIHNI—Y (B—ESANFY 2 150ml, FZES ~ILT > 200ml)
(AT © %)
~FH [N 2 2
Fr.1-~15| Fr.2-1 | Fr.2-2 | Fr.2-3 | Fr.2-4 | Fr.2-5 | Fr.2-6 | Fr.2-7 | Fr.2-8 | Fr.2-9 | Fr.2-10 | Fr.2-11 | Fr.2-12 |Fr.2-13~20
0~150ml| 0~10 | 10~20 | 20~30 | 30~40 | 40~50 | 50~60 | 60~70 | 70~80 | 80~90 | 90~100 |100~110] 110~120| 120~200
1,3,6,8-TeCDD 9%.2| 37| 1.1
TeCDDs 1,3,7,9-TeCDD 92.9] 57| 1.4
1,2,8,9-TeCDD $2.4| 15.4| 2.1
) 1,2,4,7,9-PeCDD 8.7 11.8] 1.6
é PeCDDs 1,2,3,8,9-PeCDD 39.7| 52.7| 7.6
3} 1,2,4,6,7,9-HxCDD 615| 33.4| 5.1
| HXCDDs 5 6, 7 xCDD 25.9] 62.5| 11.7
1,2,3,4,6,7,9-HpCDD 30| 57.3] 298] 55| 36| 08
HpCDDs 1 8 1.6,7, 8- 1IpCDD 36.8| 46.4] 93| 59| 1.7
OCDDs 0OCDD 3.0| 21.4| 24.4| 22.1| 7.2| 7.9| 46| 43| 20| 16| 009
. 1,3, 6, 8-TeCDF 92.8] 4.9 1.4| 05| 03
TeCDFs 1,2,8,9-TeCDF 62.7] 30.6] 51| 1.0| 0.6
. 1,3,4,6,8-PeCDF 82.7] 15.0] 2.3
w|  PeCDEs 1,2,3,8,9-PeCDF 145 67.8] 14.1] 25| 0.9
Bl xcppe | 1:2:3.4.6.8HxCDF 34.6] 52.6] 10.0] 1.7] 1.1
2| PSS 17133,4,8,9-HxCDF 76| 659 205| 42| 1.9
oeDre  |12:8:4.6.7, 8- HpCDF 23.2| 46.8] 14.4| 10.1] 25| 2.9
PYUES  1972,3,4,7, 8, 9-HpCDF 26.3| 45.6] 14.1 9.2 17| 2.1 1.0
OCDFs OCDF 24| 17.2| 19.9]| 23.1| 82| 13.3| 59| 40| 26| 1.8| 009
ol 3.4,4.5 TeCBHSL* 97.0] 18] 09| 03
8 33,44 TeCBHTT* 97.3] 18] 07| 03
% 3,3,44.5 PeCBH126+ 97.4] 18| 0.8
©[73,3,4,4,5,5 HxCBH160+ 97.9] 15| 04
* ) VAV ME
HCIEomTE R o Tz, 100 —
90 ]
_ 80 ]
B YIc 70 ]
TNIFHT A, EHRETLICEBEAFHD 60
v . = 0,
B3 75 F— PCB OG- aMat Lie, Wigos % 50
e ot 40|
EIZOWTIEEE 51X HPLC 12 X % Clean - up 23%) 20
RITHD EHREL TS, SRIOKRFTTCIET VI 20
b, RS T AIZEY, BALFU VRO A 10 ocrp
o — o — 0 -
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