=25

Frank David. Bart Tienpont. Karine Jacq
Research Institute for Chromatography
Pres. Kennedypark 26,

B-8500 Kortrijk,

Belgium

Peter Mrozinski

Agilent Technologies, Inc.
2850 Centerville Rd.
Wilmington, DE 19808
USA

Agilent 7696A
B IVl —INY FeBWV
EEifich PCB ¥ B EiER

7IUor—v3av/—hk
B8 > 7 LBTILE

BHEROFEREER . SVhZSCERFEREY S, RUEEET =)L (PCB) 28
DEENRAESNF T, CODWE—RIC. ASLIZOXNIST«—. EEHE
(SPE). ETcldForEIEIHRHE (d-SPE) [T K D#55H&IC. GC-ECD FTzld GC-MS [ KDt
ENFT VUAR(FEMED U ATDRETIE, PCB [CTFHL. DV RT L7&EFR
I BEREMED D DB D DFRESNET T

Agilent 7696A U~ T)VRIRURD — O XV F VX T LICKD. SiOH/H,S0, TRiEEI7Z L)
Te B SPE XV w REBEELE Ulco CDOXY w RTIE. HB7E=RNICHER L.
BLBRMZSD T ENTEXT, GC-ECD. GC-MS. GC-MS/MS LiHFEDLE. T5IC
Ny oI35y yaZzERINE. BERF PCB OIEEEEHEAIEDRREICIED T T,

Agilent Technologies



FUBHIC

SivH. ZESH. FEl. BEICZFNSRUEBEET =)L (PCB) D
AEG. BESRT—BNICBTHEDNTVNBI—F V7 TUTr—
Y3V TY. FAIOFRR/BRE. SV TIERICKDT N vy
ADKFZRELERT, BRAV Y RF—HRIC. ERkOAS L0
< NS T« —PEREHIE (SPE) ZR—XICUTWE T, FEM (ShH)
& PCB DAIEICIE. #ED SPE XV v ROEASN. FADA—
Uy UBREEINTVET, feEX I EN 12766 Tl BT UH/
7 =4 3R (Si0H-H,S0,/SAX) & U (SiOH) DEFEDEHE
WBNETY, BTV TILEAF T VBERPTH— N v IICEBE
& PCB 73503 h I ICNFTVEEDBITBHUE T, 1BIED
BBV M) WIS E. SPEA—RU I EICEDED [1],

SREMREZAVNE. BE#HEXY v RER/IROFIRE CREE
{ETBDTENTEXT [2], SPE EDEWF. MRERIZMEARICAM
L. YYD ZERETHTIETT, BIEDY M v o AR IFENE
DEVIRERIEEE L. BEEORERBRPICELETDETFT. @
HO7 TO—F . EEDHTLLALSNS QUEChERS JETHIE
DNTVET 3.

COFTUT—2 3> /—RTlE. Agilent 7696 U~ 7)LRTEED —
IRVFZRWNT. 88 SPE XV v RZEEIMES KUBEENETES T

EERFFLET, F1ILE PCB ZSTHER/BERN S—ENER.

HEDUHEE URERIDA S Tc/\A PIVICHELE T, TDINA
TPIVERH L. YUNDADERIDINA PIVIC EEHZB L. E5IC
BRHUDSE, PCB 735723 VD—EREZZED/ A7 ILICEL
T. GC-ECD. GC-MS. GC-MS/MS THHLET,

COFERFIRTIE. 1 BEDY Yy I AFEDHFRES NS, PCB
MHRICFEBEDY b v I AEDDEENTNET. INS5D
53 (&, PCBAIEICZENIFZERE LI BAD. BICHFEDOKELY
BlE VAT LICBRUED. ASLWAF VFETRLIEDT
BTEDBDFRT, ZDfesd. 7 TUI— 3> /— 1 5989-7601 EN
TRENTWDKIIC, Ny o TSy a%zERTHIEZHEL
X9 4o

E S

i
BCR1Z£EY >V TJIL7Z LT, R XY v R7ZFHMI U & LTz, BCR-449
(IRMM. ~N—=Jb, N)LF—) (&, SRE (mg/kg) D PCB ZZLFEH
YU TIVTY . TDMHS. 100 mg/mL DANFH VARZRAHNUF
UTc,

ASIREME LT A oyo00F7 750 Y II7ILRU v F,
R=7t. NF—) ZERALE L. 10 ppm DA VF I 5 VER
ZEERALE LI

RO 3 EEORERIZEREUE Ule : 4 % HyS0, d—F 4 VI
$3%4°)U (cat no 21334-U. Supelco. N)L T+ VT RV JLNZT M.
KE). Discovery DSC-SAX (cat no 57214-U. Supelco). Fi#2> U HY
JU (cat no 21342-U. Supelco)oe 1 DE®D 2 mL /XA 77 )LICIE. HyS04
Od—F4F U100 mg & SAX 100 mg ZHRIMULE LIE. TINS5
DINA T IVIC SIH EWSSNIVZEED F UTe. 2 DED 2 mL INA 7
JVICIE, %> VA5V 100 mg ZARNMUE Uice TNSDINA 7 )L
ICE SiOH EVWVS SRV ZEBED FE U, IRTDINA P IVICR Y
Vai—FvvITEEZULT, BRHSHFRELF UL, EERFINT
100 mg T, #BElF+5mg TT,

Y27 IvainE

FEHARD—ENEZENY MT 2-mL N/ 7ILICHRLE L (Y
T)e RAERICIE, 100-uL o B — M ANT/I\A 7 )L7ZER U
FT. BV UA/SAXZZL 2mL /A7) (SiH) £V UDZEZD
2mL/J\A77)L (SiOH) S v IICAN, 100-uL 1 VY —hZEANT
ZEDINA 7 ) (RISHHRA) & AFYVBERDIA T IV (T ZAIL
UY—2R). REMEERRZEST/I\A7IL (FZAIYY—X) BEE
ULEFUTeo 7696 D—INYFOREMNZR 1 [CRLE T,



D—IRIFOAV Y REFEDDE. RDEKSICHEDET,
o e (YT e Tl 1 o0y RST—THYTIL 50 uL (NEY U 10 % Bil) &
= SiH [TiFHN
1 (HBYTIDTSIYavE, BEYUNE SAX BSEINA T
Bt b VISR
Usable Volume per Vial (u): [TE00 =]
o5 — 2 70V bFT—=TAFY 1,350 uL %& SiH ICFHN
il S (ESICAFYERETRM)

3 70YBMYT—=TIS 150 uL Z SiH IT;HM

(RBBIZEEZ 0. RISBEIF 1.5 mL, 5 mg BKLY
IS 1,500 ng [CHE)

4 SiH % 4,000 RPM T 5 S RIHEH:
(BHICKD. EBEHEYYTIVDHRICREEEINET)

5 2S3ERE
(CNICKD. BETS IV a VHRERE/EGLET)

6 70 bFD—T SiH 1,000 uL %Z SiOH ITFMN
| (LEH% 2 BEOBR A 7IVICEX)

15 (10 ppm OCN in iC8) 7 SiOH E 4,000 RPM ThH ﬁfé‘]ﬁﬁ
(REICKD. WERIEY Y TILHHRISREEINET)
8 25MKE

(CNICKD., BETSIY a3 VHRERE/EEGLET)
9 70V bF'T—T Si0H 200 ulL ZHR#&I\N 7 )b (Vial final) IC

B 1. Agilent 7696 U > 7 )UEIAUIED — O X F DEESFI a0
(FBEHUCHHRZ. 1 VY — AN/ A 7 IVICEX)
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SIHTICIE. Agilent 7000 ~U Z7)LINERR GC/MS VAT L7ZERULE
UTze 2D GC [F. MMIFEAOZEH L TWVNE T, DBECIE 0.25 mm
x 30 m. 0.25 um DB-5MS A5 Ls (p/n 122-5532) ZERALE LIz, B
SLDT7 I MUY BT, —XEEF] 28 kPa T Quick-Swap AT T %
BHRUEFLRE. MS RSVYRT7—35A4 D Ta—XARIUAUR
rJZHE017mx 110 ym TY,

DFRHZERTICTEDF UL,
xR 1. DM

FEAAR Tule JULRARZTU Y RUR
AADRE 85 °C (0 43) — 720 °C/min — 325 °C (5 53)
FrUTPHR AUD L Tml/min V&YV 70—
Ny oISy akE: -2 mL/min
T—TVRE 80 °C (1 43) — 10 °C/min — 305 °C — 7.5 S3#fEHF
MS MRM E— R
CE25V. 1 RSV IY I3 UBIEDDRITIVIA L
100 ms

~NUZzOOEZ =)L :256.0 > 186.0. 258.0 > 186.0

F o007 :293.8 >222.0. 291.8>222.0

Nv#00E7xT=)b:325.8 > 256.0, 327.8> 256.0

AFHo00ET7 =)l :359.9 >289.9. 361.9>289.9

AT o00E7xT=)b:393.8 >323.8. 395.8>323.8

Fo%o00F7%5L 2 (IS):404.0 > 404.0 (CE 0V)
Ny ISvoa 2355 THA

RREER

Agilent 7696 B> FILAIMED — I RV F THTHE e Y TILET
MIBFIEZR 2 ISRUFET . EEIVADBRIE. HEDHFEIT D
e, BVEEELTVET ., COY Y TIUH 55l 5 mg ICHNT S
5E7%. Si0H/H,S0,4100 mg & SAX BRI 100 mg =S/ \A 7)UIC
BoL. ARIBHEZEL. WERIDELLEDFT, ZOFIERE.
R MUY I ZDAERZRET DIcsh. EOHTEETT 2 BEBD
BRFIETIE. BELTCWDIVYZYED—E%Z U HHTRE
LET, BEIC. 759V avEAIY— R AZILICBLET.
COBRFBATT . TOBR. BROPENCBI DN
EERLTVET,

0
NN N
-

BRERALH 100 mg Si0,
(BCR-449)  (H,S0,) + 100 mg SAX

100 mg Si0,

2. Agilent 7696 £> 7 ILRIUET — I N F OEFEHFIRICH(T2 2 mL
NATIOEE

2 DENSHEDE/NA 7 IVICDNT

1. AFYUHRFEHDRR

2. SiHAODBEEEXE (V5 IYENRIEY UA/SAX ICHRE

3. SiOH /A 7 )LD YBXE

4 RISHHR

F5NIcHE&RZ GC-MS/MS THMLE Lic, BhDdY ~ 7)LATN
XYy RS> THUR U AR%D > 7)L BCR-449 D 5 DDFR
ho/ESNfcoOY IS A (MRM D TIC) ZE 3 [CRLTWVET,
ABMZEE(L 22.8 D THEHULTCWVE T, PCB FBH(CIHRET DI LD
TEFI, TO7OXYRISLDS. BIREDEDOHTRIFTH
BTEHDHDET,

R2(C6BEDY—T'y MEEYICHIT RN E— I EEDBIRE
ZTRUTWVET, RSD % (&5 % AT LTz,

xR 2 BNE—JEEOBIRME

LizFofitid

A=t RT (53) ({E&42/18) RSD (%)
PCB52 15,463 0,027 4,51
PCB101 17,151 0,037 610
PCB118 18,326 0,105 9,76
PCB153 18,731 0.086 4,54
PCB138 19,246 0.095 5.58
PCB180 20,448 0,026 4,03
OCN (IS) 22,849

GC-ECD 247> GC-MSD i CH. ERDERDEIFCTEX T,
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3. FEHAR PCB HH&RD MRM E— K GC-MS/MS /R TESNIC TIC /OY MI S L

fefEUs PCB 7350 3 VDIENICIF. RICEEET MY v IR
IHEFELVLCVBEICEBTDUENGDEIT. INSDLE
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GC-MS, MRM E— R®D GC-MS/MS EWVVo e B Tld. TNSHE
B CHEENBEFREEINE A L L. 5 LIePER.
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Agilent 7696A U TILRIUETD — IRV F VR TFT LBV
T. FEZSHEP PCBAIEICHIT D OB SPE XV v RZEE)
{ELE UTeco SiOH/H,S04 + SAX IRERIZZFAWe 2 AT v T
@ d-SPE DEIC, ¥ U NIREFZERULE LTz, HbIEsh
RECHEREN. GLBREDESNE Uiz, GC-MS Fizld
GC-MS/MS LHHEDREBICNYITS vy 1% ERT
UL, BB PCB DIEREEEAIED TRECEDE T,
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1. Information on sample preparation and analysis of PCBs
in waste oils can be found in reference methods DIN EN
12766 and DIN EN 61619.

2. P.Sandra and F. David, The 1999 Belgian Dioxin Crisis:
the Need to Apply State-of-the-Art Analytical Methods.
Chapter 40 (pages 643-652) in A Century of Separation
Science,Ed. H.J. Issaq, Publisher: Marcel Dekker, New
York, 2002, ISBN 0-8247-0576-9

3. For more information on QUEChERSs:
http://quechers.cvua-stuttgart.de/

4. F. David and M.S. Klee, GC/MS Analysis of PCBs in
waste 0il Using the Backflush Capability of the Agilent
QuickSwap Accessory, 11/2007, Agilent application note
5989-7601 EN
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FILY MME FXECRODERSNBE, e, ANEDERICK D ARERET(E
EHEMICE U BIBEICOVTHIREL S BTV IEEF T,
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