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HolE 05 gl ol4oln, 1 njwte BAS 9 7o AaguigEazze] F9)5d Asfde B9l Fe

2 HFsin, ARRste Aleke AFEel BAMg A9 o AR MM a2 EIR S ZAFSH] PCBs E’“"

& AHgste] £43%0d. o FF9 F§g gopdck 1719 &2 B
PCBs TZNE daigtzko] Asldd PCBsHZE Aste AL Ags7] g S4E 22dke F %

(Aro-1242 = KC-300, Aro-1248 = KC-400, Aro-1254 = Fo #YL olgsiM ol &n, Holael i

KC-500, Aro-1260 = KC-600) 48%g #itoz &3 7t AR 5 fa AYP& o83t

3t 1 mgl7t HA ZA8la, AFEZ 3] g4 PCBs ANggdozRE de 7AaZrtETRS] Foja

EFA 9 PCBs EHRFAL FA 5t AHET Heo 7pg vAP'fJ HEg Yehlle PCBs &Y %

EEEFNE s A8 224 7AAZ0tE

2.1. AjZ2e| Mz o Xz ade Tk foj 71‘12&0}51%“ A

2|
SuFES 5 ¥54S 89 & 2t DDEs} FUAFAE Ze HolaE Atz 7
odsla] Bl 2 florisil ZPozAAES 2 glo]ael &o] (k& I Ia A Tl o5
712 HAPoz AT ARt EMYAEE EIT foz AFHE Fo oM A& IFF (F
PCBso] Azole Aol g Azpdys SmL)o] thete] e Z7elA JAIZZoEIRS T
°]Z YA (peak matching)Yol 2|3 Hguhdo] ) 311, DDE¢} 598 HE &AL dolz& A
d, uEa YRAME ALy ARgstn oy 7-} Hol=z9 Fol (EE Hola UHE EFHstq
Hollde FolzdAb e AMgstn ok A $e S Tatn @HHoe BE Ag84Fe A PCBs &
g #3 4 #7133 ?-f:a q_ FEE Ao

=o} ok o] Wle AFyET Alzto] Zelx, & 7|HAa
ANegd (Mg HFFEFY) 5 pLE ZIAazcis EU}EJ%‘A FAM ddel] 4ol Fgol Solzt
ZezZol FUsle s azelEa@e Il ool 71 4ok o Fig. 19 ES 2 HA A2F9 PCBs
M ztE PCBs B&EY 9 Egalg 2o oz 7] A4S vehigich
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| Sample 10g ]

< Acetone (or acetonitrile) 100 mL

< n-Hexane 50 mL

[ Eluted liquid ]

- Washing

- Na;SO;

| Separated solvent 1

« Alkali treatment (1 N-NaOH:ethanol 50 mlL)
< n-Hexane, 50 mL

< n-Hexane-ethano! solution (1:1) 20 mL:shaking

|
n-Hexane layer ] Remained layer I

l « n-Hexane, 50 mL
|

1 n-Hexane layer ] [ Remained layer ]

| |

< Na.SO; Discard
Concentrated - less than 5mL

Silicagel - can be used Florisil
- n-Hexane

- 1~5mL
GC (ECD)

Fig. 1. PCBs analytical flowchart of soil and sediment in Korea.
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2.2 PCBs O|M#| 3=0iE13" Aroclor 1016, 1221, 1232, 1242, 1248, 1254, 1260
37 F GRAY RUIELASEERA e 1242:1248:1254:1260 (1:1:1:1) 87} EEFEL F
A2 gl ¢33 PCBsw 209% 9] ol A2 T4 ol A M wo|ag B3 Az ol EFA &
o] glo] YWtz oz AMgslx UE GCUECDEE A& A oldAA o] feleAE I BHE Fig 2,
3 ol4Ael &lo] oyu. azEz uRHF 3, 4 & 50 JERAIC
HRGC/HRMSE o]83te] DB-1HHoZE AJ#AFY
1 el H
g & ar A N
£ . l . i
o i
Coe i
1
e Lo e .
Retention time (mm)
Fig. 2. GC chromatogram of Arochlor mixture 1242:1248:1254:1260 (1:1:1:1).
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Fig. 3. GC chromatogram of Arochlor 1016.
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Fig. 4. GC chromatogram of Arochlor 1221.
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Fig. 5. GC chromatogram of Arochlor 1232.
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3. SR MM o8t PCBs EMHY
(US EPA Method 1668)

1 BAY e

EPA B4 166872 3, B, AZ, MEAH 2
%3 %9 209% PCBs 5%4 & HRGC/HRMSS o] &
alo] EAshs BAylojth o] E4AHolxE WHO9
X 24 APE2 AFE 1259 coplanar PCBss} ©]
Qo] 197%% EAMgl= WHo=E, oF 125%FL
SPB-octyl H&el| o3 7¥ Holaz2 FHT, v
7] o]AAAEL T &t

B A¥YL A58 &S £ A8 S¥ES F
Zodo)] 2mto]a 3 & b JEE AVIE
3 o % (back extraction)& $ T2 A =B
permeation), silicagel == florisil Z% A& gich
e FAE HPLCE 54 o]4A1E 2ald] A3 A

o 54 2 2440 19A

e

F gt BAY Aol 2% 3oL 34 B
st AR AAE AEE 20 4L B5FF
2A Ao Aelx] /R WREFEHL ¢
Msich EPA 166801 E AL 27F, AAL 3
AR EEIFEE 52 5 F 3589 gy
2] 5}%%-5 Agsled AZsln Yot 9L Fig 6
=& "}E}lﬂ on, Table 1& EPA 1668
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3.2 DSl GC/MSE 0|26t HEAEHEH o

PCB 222 Aro 1242, 1248, 1254, 1260 =zt
7} p-hexaneo] L1118 E33 FFNGS JY3E9
A AAsE7R 20089 PCBs o]AAAZE 12774
ol EAE t_al - BNl (Fig. 7 #X), & ol
A FH F2E Table 29 20

I Sampling l
Liquid sample I | Solid sample | I Biological sample
- L extraction - Soxhlet extraction
Dichloromethane - Soxtilet extraction : Toluene dichloromethane:
(> 2 times) n-hexane (1:1)
- Alkali treatment : 20% KOH

Multi-silicagel column

- Packing order (up—down):

8 g/silicagel | g/alkal
g/glass wool

- Eluted with n-hexane 25 mL

silicagel

Na-SO, 4 gfsilicagel 2 gfacid (40%)
i(40%) silicagel 4 gfsilicagel 1

Florisil column

- Florisil, 5g
- First method
- n-Hexane 165 mL (mono-, di-)

- 6% ether;hexane 100 mL (non-ortho)
- Second method

- 6% ether;hexane 100 mL (coplanar PCBs)

HRGC/HRMS

- Resolution : over 10,000

- SIM mode

Fig. 6. PCBs analytical flowchart of EPA 1668 method.
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Table 1. Monitored ion mass of HRGC/HRMS -continued-
m/z  species Formula Substance mfz  Species Formula Substance
Fn-1; Cl-1 1880393 M “CpH.°CI Cl-1ICB 3379207 M+2 YcoHSc'al Pce 15 PCB
1900363 M#2 “CpHs"Cl  CHICB 3399178 M+ “cpHsPanCh PCl2 €15 PCB
2000795 M “CpHs"Cl “Cp Cl-ICB 3549792 lock CoFu PEK
2020766 M+2 “CpHeCI “Cy» CHICB 359.8415 M#2  “CpH"CLCl Cl6 PCB
2189856 lock CiFy PFK 3618385 M+4 “CpH"CL"ClL. CI-6 PCB
Fn-2:C1-2,3 2220003 M “CpHs"Ch Cl-2 PCB 363.8356 M+6 “CpH:°CLYCl Cl-6 PCB
2239974 M+2 “CpHs"Cl’Cl C12 PCB 3718817 M#2 “CpH°CL"Cl “Ci CI6 PCB
2259944 M++ “CuHg’Ch  Cl1-2 PCB 3738878 M+4 “CpH°CLYCL “Cp. CI-6 PCB
2340406 M “CiHg"Ch “Ci:Cl-2 PCB 3938025 M+2 “CpH;”ClCl C1-7 PCB
2360376 M+2 “CHCICl “C..Cl2 PCB 3957995 M+4 “CpH;"CL"'Clh CI7 PCB
2429856 lock CeFo PFK 397.7996 M+6 “CpHy“CL"Ch C1-7 PCB
2559613 M “CpH°C'  CI-3 PCB 4058428 M+2 “CpH;"CLCl “Cp C17 PCB
2579584 M+2 “CpH;°CL37C1 CI-3 PCB 407.8398 M+4 “CpH:"CL"Cl: “Cp C17 PCB
13 255.961 40 H X 4549728 QC CuFp PRK
F 3M  “CeH/®Cl;  CI-3 PCB
. 2 1+ NeLH20LY Fn-6 393.8025 M+2 “CuH:°ClCl C1-7 PCB
Cl-345 2579584 M+2 “CpH”CLYCl CI-3 PCB Lo e
2599554 M+4 “CiH;°CI'Cl CI3 PCB Cl-789,10 3957995 M+4  "CeHy Cls Cly CI7 PCB
2680016 M UCoH°Cli “C C13 PCB 377966 M6 “Cably Cli Cly C17 FCB
2699986 IV[‘: ”CquﬁC[]MCl “Cu Cl'3 PCB 4058428 M+2 “CIZHS”CI(\”Cl ”CI'_’ Cl:l PCB
2809825 lock  CeFi PFK 4078398 M+4  “CpH;"Cly'CL "Cp C-7 PCB
2899924 M “CuHe Cli Cl4 PCB 4277635 M+2 “CpH:"CH'Cl Cl-8 PCB
. - il 0 RES "
2919194 M+2 "Can”Ch“Cl Cl-4 PCB 4297606 M+4 .;C‘ZHz,,Ck,,ClZ Cl-8 PCB
2939165 M+s “CiHe°CL"Cly Cl4 PCB 4317576 Ms6 "Cohy 'Cls Cly CI8 PCB
3019626 M “CuHCli  “Cp Cl4 PCB 4398308 M#2  'CoHi"Cli’Cl - "Ca C18 PCB
3039597 M+2 “CiH°ClLCl “Cp Cl4 PCB 4418008 M#4  "Cbi"Cl"Cle “Co C18 PCB
238834 M “CoHSCls  CIS PCB 429728 QC - CioFa PFK
3258804 M+2 “CoHs°CL'CI CI-5 PCB 4549728 lock CuFa =~ PRK
3278775 M+l “CuH:°Cli"Clh CL5 PCB 4617246 M+2 "CpHi Cl¢ 'Cl Cl9 PCB
3379207 M+2 “CoH°CL'Cl “Ci CI-5 PCB 4637216 M+4  CpHi Cl7 Cl: C19 PCB
199178 M=+ “CiH:°CCh  “Cp CL-5 PCB 4657187 M+6  "CiHy Cle Cly C19 PCB
Fn-4 2809224 M “CoHSCL Cl4 PCB 4;3'7:42 xf ,,g”g’,,gswg ug” gg ?gg
. : 475.761 + “CiHy7Cly Che 12 CH
Cl436 2919194 M=2 “CpHJPCL'Cl Cl-4 o s
; ,,C" “HC“” ch4 PCB 4956856 M+2 “CiH.°CLCl Cl-10 PCB
+. 7 3 - 7‘ 2] - 4 . M,
239156 M Cel Cl: Ch Ol PCB 4976826 M#4 “Cp"Cl{'Cl CI-10 PCB
301.9626 M+2 UCQH(,”Clg“Clz ”c.2 Cl4 PCB 1996797 M6 “Co"Ch7Cl,  CL0 PCB
303.9297 M+4 .JCDHé,,Cb Cl Ci» Cl-4 PCB 507.7258 M+2 I’C]z}L”CIQMCl ”Cu Cl-10 PCB
o e e 5097229 M+4 “CpHi°Cly"Cl “Cp C110 PCB
258804 M2 Cils Cli €l CLS PCB 5117199 M#6 “CoHi°Cl"Cly “Cis C10 PCB
3278875 M+4  “CpHs"CLYChL Cl-5 PCB
3309792 lock CH PFK ,
o e s (H 10078, C 12.0000, "C  13.0034, ¥Cl 34.9689,
3379207 M+2 “C“Hs°CLYCl “Cp CI-5 PCB Ol 369659, UF  18.9984)
3399178 M+4 “C“HsCLYCh “Cn CI-5 PCB IS ) .
3508415 M+2 VYCHSCLCI 6 PCB QC : Quality control check, F- : function
361.8385 M+ “C“Hs"CLYChL 6 PCB
3638365 M+6 “C.H,"Cy"'Cl, 6 PCB
3718817 M+2 “CpHCs™Cl “Cyy Cl-6 PCB
3738788 M+4  “ca ek Mei o6 PCB
Fn-5 3238834 M "CoWs®Cl,  Cls PCB
Cls67 3258804 M+2 “c.uScuVcl o5 pCB
3278775 M+ “CoH®ClCl €15 PCB

Analytical Science & Technology
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Fig. 7. Total ion chromatograms of PCBs mixtures (Aroclor 1242:1248:1254:1260=1:1:1:1).
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Table 2. PCBs elution order of Aroclor (1242:1248: -continued-
1254:1260) mixturel3 Peak Position of Peak Position of

Peak JUPAC Posit?on}of Peak [UPAC Posit.ion‘of No. IUPAC chlorination  No. IUPAC chlorination

No. chiorination  No. chlorination 37 25 234 59 97 27345

i1 2 411 41464472 22°34234° 62355 3 31 245 510 87+117 223453456

2 3 42 40 PRARK ) 9 28 244° SHo 85+116  2,23447234,56

B3 4 a3 67 2345 310 33 234 512 110 23346
44 6 1345 3 N 234° 513 8 22334

2 4+10 22706 45 M 2443 3123 344 514 124 23455

279 2425 416 70 234'5 515 107 23345

B 6 23 47 6 2344 4 53 256 516 118 234475

% 548 2324 48 55 2334 £ sl 246 SIT 14 23445

25 14 35 419 56+60 2334344 43 45 22°36 518 105 23344

% B 34 4 46 2736

271 44 56 9% 10366 45 52469 2255PYA6 61 136 223366
52 9% 11356 % 9 22745 & 151 273556

B 2% 53 ! KRR 7 20448 63 Q3 223356

R B 228 54 @ 22355 48 48475 22452446 6 144 22,3456

no 224 55101 22455 49 4 2735 65 139 223446

34 24427 236236 6 ® 27443 410 42459 223472336 66 1M 2203356

I 16 223 51119 213446 67 133 223355 0 I 2233446

Vol.16, No.1, 2003
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-continued-
Peak Position of  Peak Position of
IUPAC o IUPAC o
No. chlorination  No. chlorination
68 146+ 165 4SS “HIn 2233456
3 3,56 T
69 132+l6l """ HAS123 IR 22733455
JA56 i
610 153 224455 I3 180 2234455
611 141 223455 T4 193 2334556
612 137 223445 I3 19 2334456
613 130 2213345 L6 170 22733445
614 138 223445 TIT 190 2334456
615 158 233446 I8 189 23344°55
616 129 223345
617 139 233455 31 202 22335566
618 128 223344 2 200 22334566
619 167 234455 & 197 227334466
620 156 233445 & 199 23334566
621 157 133744508 201 227334556
27334856
86 196+203
21344556
7179 2233566 8T 195 27334456
7176 2733466 % 194 2VITALSS
73 178 22733556 39 205 23344556
4115 1Y33456
75 187 22134556 91 208 223345566
7% 183 2234456 90 207 273344566
77 185 2Y34556 93 206 273344556
14 2233456
790 AT 2TAFASS 101 209 2233445566
3. 2 BEMH (WEJIA £ Coplanar PCB
ZEeE)
AR NS AY shE@el A RAISkR QlE coplanar-
PCBs 2412 PCBs 3914 TholS 4159} 2e 54
& 7Zhe oJHAAE UelT, ortho-9 Ao (22°6 ¢

g A T ol4ZAA (non-orthoA),
ortho- Xl &AL 1747} &= oA A (mono-ortho
HA) P oorho-AX &AL 247t Ye oA
(di-orthod)) % Thol&ARS Zo] UHTZRE ZHs
14&_,] 7}}\5:1012-1117\“3—, z—?%g—% %%‘O]C}.

&7} = Coplanar PCBse] Alg2) 2+ IS Z 8808
of F3to] Hejol] g ~Hnz 3, FH (YA
g gFrEyres s, 4 IPRERYH 2

Y3kl HRGOMSE. % %ech 2 Aol LS
E WREEEDL AEAFHERE FENA 27

==

_Xﬂ-{Ol' .39.

R g

A5E s A Arlste WiEEERE
%& 37 Q12 ¥AE Coplanar PCB F A% T7
Z o)A AAY FEZ T2 L ninaned] % &
< A3 (3148 70% ~130%). WREFZZE o]
olo] $22 2 cleanup7tA 9] A2z WA 9] 23}
£ 3918} coplanar PCBE R 2317 918 71Eo 2 &
7} $}5te] H7}ehe cleanup spike8-3}, GC/MSo| Al & A
zole 8913}7] 918 WrISHe spikef WEEZEE A
dg thee Table 39) YRR 2D, Fig. 8o G2
coplanar-PCBs £ 3258 Aglste] vehlidich

13C
=3
ol

Table 3. Internal standard of coplanar PCBs in JIS
method

Intenal Standard

4023 4,5-TeCB (IUPAC No. 70)
TeCB|"“C1-3,3" 44-TeCB (IUPAC No. 77)
Y0344 5-TeCB (IUPAC No. 81)
¥C123,3,4,4"-PeCB (IUPAC No. 105)
¥Ci2,34,4",5-TeCB (IUPAC No. 114)
PeCB {13C1-2,3" 4,4',5-TeCB (IUPAC No. 118)

502’ 3445 TeCB (IUPAC No. 123)

Coplanar|  List, 3344 5-TeCB (IUPAC No. 126)
PCB
40123344 5-HXCB (IUPAC No. 156)
Y2233 44,5 HxCB (IUPAC No. 157)
HxCB

¥Ci2,344°,5,5-HxCB (IUPAC No. 167)
“Cp-3.3° 44°,5,5-HKCB (IUPAC No. 169)
Y022 3,3 44 5-HpCB (IUPAC No. 170)
HpCB|“Ci»-2,2,3,4,4°,5,5"-HpCB (IUPAC No. 180)

"C1-2,3,3'4,4°,5,5"-HpCB (IUPAC No. 189)

Analytical Science & Technology
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Sampling

Extraction

- Added the sampling intemal standard
- more than 1 kind of “C or 'Cl (70~ 130%)

- Cleanup internal standard (0.4~2ng, 50~ 120%)
- non-ortho : Whole isomer

Alumina

HRGC/MS

Fig. 8. PCBs analytical flowchart in Japan

4. RHIAZOISE SHEAM 5 PCBs 24
2YyBAATA" L QLo BT 9dve U
AR AR £, 48 2 EF AR

% coplanar-PCBs 1228 333l 62Z (Table 4 2 5

Mz

Vol.16, No.1. 2003

- Second fraction :

- Resolution :
- SIM mode

- mono-, di- : one kind of each PCBs isomer
Solid phase Liquid phase .
- Soxhlet - Sample [ L/100mL, 3 times
(Toluene) oxhle (DCM) ample 1 L/100m imes
H,SO4/silicagel J Multi-silicagel
- Packing orde r(up—down): Na:SO; 6 g/AgNO: silicagel 3
- Silica gel, 3g (130 C, 18hr) g/acid (22%) silicagel 6 gfacid silicagel (44%) 4.5 g/alkali
- Eluted with n-hexane 150 mL (2%) silicagel 3 gfsilicagel 0.9 g/glass wool
- Eluted with n-hexane 120 mL

- Alumina(activity I, 130 C, 18 hr)

- Eluted with n-hexane 40 mL (hydrocarbon)

- First fraction: 5% dichloromethane:n-hexane (co-planar PCB)
50% dichloromethane :
- Added the sylinge addition internal standard

n-hexane 160 mL (storage)

more than 10,000

Fx)9] PCBsE Aot Qlth &9 Fig. 9 2 109]
3, EY 2 AZNEY BHIEEE VERASeT,

Fig. 110] 0|5 E&o a2viE1dL JehYch



24A AR - 2eE - G- ol B!

Table 4. Analytical compounds

PCB congener IUPAC No.
Monochlorobiphenyl 1,3

Dichlorobiphenyl 4, 8, 10, 15

Trichlorobiphenyl 18, 19, 22, 28, 33, 37
Tetrachlorobiphenyl 44, 49, 52, 54, 70, 74, 77, 81
Pentachlorobiphenyl 87, 95, 99, 101, 104, 105, 110, 114, 118, 119, 123, 126
Hexachlorobiphenyl 128, 138, 149, 151, 153, 155, 156, 157, 158, 167, 168, 169
Heptachlorobiphenyl 170, 171, 177, 178, 180, 183, 187, 188, 189, 191
Octachlorobipheny! 194, 199, 201, 202, 205
Nonachlorobiphenyl 206, 208
Decachlorobiphenyl 209

Tuble 5. Internal compounds (UC PCB)

PCB Congener IUPAC No.

4-Chioro [*C,:]biphenyl 3

4,4-DiChloro [Cy]biphenyl 15

2,4",5-TriChloro [*Cja]biphenyl 31

2,2",5,5"-TetraChloro [“C:]biphenyl 52
2,3'4,4",5-PentaChioro [C,]bipheny! 118
2,2",4,4",5,5 -HexaChloro ['C;a]biphenyl 153
2,2°3,4,4",5,5"-HeptaChloro [*Cya]biphenyl 180
22'3,3",4,4,5,5"-OctaChloro [“Cya]biphenyl 194
2,2'3,3'4,4,5,5",6-NonaChloro [°Cy]biphenyl 206
2,2',3,3'4,4°,5,5",6,6"-DecaChloro { °Cy»]bipheny! 209
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Water sample 1L

«~ Added NaCl 30g
« Cleanup internal standard (10 ng)

«— n-Hexane extraction (100 mL, 50 mL, 50 mL

L/L Extraction

« Na;SO; dehydration

«— Concentrated

N> gas concentration (100 ¢ L)

« Syringe additional internal standard (Mixed IS, 100 ng/mL 100 2 L)

GC/MSD

Analysis « Final volume : 200 zL

Fig. 9. PCBs analytical flowcharts in water samples.

Soil and sediment 50 g

« Cleanup intemal standard (10~ 100 ng)

Soxhlet

extraction « dichloromethane 300 mL (24 h)

Alkali

treatment

< IM KOH-EthOH 50mL, 80 C, 1hr

¢-H>SO; treatment - ¢-H.S0,, 10mL

Silicagel column, 4 g

« n-Hexane 200 mL

N: gas Contration (100 ;L)

« Syringe additional internal standard (Mixed IS, 100 ng/mL 100 «L)

GC/MSD Analysis

Fig. 10. PCBs analytical flowcharts in soil and sediment.
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