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GC separation of free fatty acids on a sol—gel-coated
PDMS column. Conditions: column, 10-m x 250-um-i.d. fused silica
capillary column; stationary phase, hydroxy-terminated PDMS; carrier
gas, helium; injection, split (100:1, 300 °C); detector, FID, 300 °C.
Temperature programming: from 40 °C at 6 °C min~'. Peaks: (1)
propanoic acid, (2) butyric acid, (3) isovaleric acid, (4) n-valeric acid,
(5) n-caproic acid, and (6) ethylhexanoic acid.
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Gas chromatographic separation of dimethylphenol
isomers on a sol—gel-coated PDMS column. Conditions: column,
10-m x 250-um-i.d. fused silica capillary column; stationary phase,
hydroxy-terminated PDMS; carrier gas, helium; injection, split (100:
1, 300 °C); detector, FID, 300 °C. Temperature programming: from
40 °C at 6 °C min~'. Peaks: (1) 2,6-dimethylphenol, (2) 2,5-
dimethylphenol, (3) 3,5-dimethylphenol, (4) 2,3-dimethylphenol, and
(5) 3,4-dimethylphenol.

B6. JIVFIIEIZ L BT LAEEMOER EAEE. 703 T 5 L0
'D.Wwang, S.L.Chong, A.Malik, Anal.Chem.,1997,69,4566-4576
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96V, 12A

Metal sheath, 5 m long

Standard GC column

Set-up of a resistive heated column.

FID Response

C20 c22 o4

c18
c12 cia c26
ci10 c28

40000 c7 cs

i c30
20000

0 T T T T A B AL T LU
0 12 18 24 30

Time (s)

EZ Flash GC—-FID thromatogram of C7-C30 rn-alkanes; split injection, 1:40, temperature
programme: 50 °C (6 s)—790 °/min~-300°C.

7. NoLEEENRTSZHFROERGC 707 8T T LDH
[J Dalluge, R.Ou-Aisa, J.J.Vreuls, U.A.Th.Brinkmann, J.R.Veraart, HRC,1999,22,459-464]



TRADITIONAL HYDROCARBON ANALYSIS

Traditional GC analysis of hydrocarbons. Conditions: 10 min on DB-5 (15 m x 0.25 mm, 0.25-

11 14
cio | C12GI3 T Cisgyg
Cc9 17
L Ll b
. Time (min) ' )

pm dy.
111 %10
A 1% C11 FASTHYDROCARBON ANALYSIS
= 4 C12
. ] C13 ¢4
. C15 16 o1
' " hmemin *

. Fast GC analysis of hydrocarbons. Conditions: column, 1.8 min on HP-5 (1 m x 0.1 mm, 0.17-
pm dy); temperature program, 85°C for 0.1 min, to 115°C at 95°C/min, to 150°C at 65°C/min.

EZFlash analysis of hydrocarbons. Conditions: 10 s (5 m x 0.32 mm, 0.25-pm dj), 60°C,

19.2°Chs.

Time {s)

Retention Time and Resolution Comparisons for
Hydrocarbon Analysis on the 5-m EZFlash, 1-m Fast, and

15-m Conventional Columns

Retention time (min) Resolution

5m Tm 15m 5m 1m 15m
Cq 0.040 0.046 3.102 4,67 4.87 8.40
Co-Cyy  0.054 0.067 4.073 2.33 508 23.82
Cio-Cy; 0.068 0.109  5.063 293 8.38 27.81
Cy~Cy;  0.083  0.181 6.018 293 11.40 28.08
Cip=Cy3 0.097  0.274  6.924 2.80 1237 2697
Ci3-Cyy 01710 0384  7.780 2.60 12.67  26.55
Cis~Cis 0122 0512 8.590 240 1239 24.74
Cis=Cis 0133 0.654  9.358 2.27 n3n 23.87
Ci-Cy 0144 0812 10086 213 1102 2217

HK8. B¥DGC L2005 1 TOEME GC IZ &L % 5B
[G.L.Reed, K.Clark-Baker, HM.McNair, J.Chromatogra.Sci., 1999,37,300-305




PULSED FLAME PHOTOMETRIC EMISSION

400 nm (52)

526 nm (HPO)

A 312nm(OH) or 432nm(CH)
1 ] | ]

o) 5 10 15 20
| TIME (msec)

The added dimension of time. Pulsed flame photometric emission through a

monochromator, versus time. (A) Emission from a pulsed flame of Hz/a.ir at 312nm (OH*

emission), or from cyclohexane seeded in the flame at 432nm (CH* emission). (B) Emission
from dimethyl methylphosphonate (DMP) in cyclohexane seeded in H2/air flame at 526nm (HPO

emission). (C) Emission from dimethylsulfoxide in cyclohexane seeded in Hz/air flame at

400nm (82 emission). Combustion is a complex chain of parallel and consecutive chemical

reactions and thus the formation of electronically excited species can be delayed in time.

This timevdelay can be grossly different for different chemical species as is demonstrated

above.

9. JNVIVAMEATR FPD 1T K B FI/NY — > EFEIRFRIOE
{A.Amirav, S.Cheskis, 18thISCC, abstract]



(Ib = Ic)/Ie

(Ib = Ie)/Ic E

(b - L)L

St "
4l 4 CH4-PDECD
3+ 13 18
20
27 16 22
Solvent 3 |5
11 7412 10 |12 17 191 21 | 5 24 26
. ’150 6 7 9 }_1415 L 25 0
0 Ale, A B0 ) xe L, X0 x50 1
/
Hzo L i i 1
10 20 30 40 min
4 +
4
3 -+
2 -
Solvent + 1,2
1T 3
0 Air }150
6T 1
5T 4
Xe-PDECD
41 12
13 18
3+t 20
2 ] Solvent +1.2 16 22 2495
3|3 19
SEYs Lo b ol o O
0 LA a | k) 15 dle)] | L ]
1 + t t
10 20 30 40 min
1. Chioromethane 10. 1,2-Dichioroethane 19. 1,2-Dibromoethane
2. Vinyl Chloride 11. Carbon Tetrachloride 20. Tetrachloroethene
3. Bromomethane 12. 1,2-Dichloropropane 21. Chlorobenzene
4. Trichlorofiuoromethane 13. Dichlorobromomethane 22. Bromoform
5. 1,1-Dichioroethene 14, Trichioroethene 23. 1,1,2,2-Tetrachloroethane
6. Mathylene Chloride 15. cis 1,3-Dichloropropene 24. 1,3-Dichlorobenzene
7. 1,1-Dichlorosthane 16. trans 1,3-Dichloropropene 25. 1,4-Dichiorobenzene
8. trans 1,2-Dichloroethens  17. 1,1,2-Trichloroethane 26. 1,2-Dichilorobenzene
9. Chioroform 18. Dibromochioromethane

Chromatograms of 26 halogenated compounds obtained with (a) CH3;-PDECD, (b) N>-PDECD, and (c) Xe-PDECD. Detector
temperature, 150 °C; column, DB-1, 60 m x 0.25 mm, 1.0 um; column temperature, 35 (10 min) to 200 °C at 4 °C/min, hold 2 min; sample, 60
pg each component in detector.

K10, 1A MEHADENICLBKER ECD 70X T T LH
[H.Cai, W.E.Wentworth, S.D.Stearns, Anal.Chem.,1996,68,1233-1244



% 2 ER ECD & HMSHRIE ECD B 28 OB O Lk
[H.Cai, W.E.Wentworth, S.D.Stearns, Anal.Chem.,1996,68,1233-1244 ]

relative response

compounds PDECD 6Ni-ECD
carbon tetrachloride - 10000 10000
dibromochloromethane 7600 5200
dichlorobromomethane 5900 4900
trichlorofluoromethane 5300 5500
tetrachloroethene 5000 4000
bromoform 4500 2500
1,2-dibromoethane 1900 1000
1,1,2,2-tetrachloroethane 990 590
chloroform 660 470
trichloroethene 570 380
cis-1,3-dichloropropene 170 120
trans-1,3-dichloropropene 130 64
1,1,2trichloroethane 50 30
1,3-dichlorobenzene : 13 24
chlorobenzene 13 45
1,2-dichlorobenzene 12 25
1,1-dichloroethene 7.2 6.7
1,2-dichloropropane 6.8 43
bromomethane 6.8 35
1,4-dichlorobenzene 4.8 10
1,2-dichloroethane 1.2 0.8
methylene chloride 1.0 0.6
1,1-dichloroethane 0.3 0.3
trans-1,2-dichloroethene positives 0.7

2 An ionization peak was observed.

ratio

1.0
1.5
1.2
1.0
13
1.8
1.9
1.7
14
1.5
14
2.0
1.7
0.5
0.3
0.5
11
0.2
0.2
0.5
1.6
1.5
11

MDQ (pg, s/n =2)

PDECD

0.006
0.009
0.008
0.007
0.009
0.013
0.021
0.036
0.036
0.037
0.12
0.15
0.47
19
2.1
19
1.3
0.61
1.5
6.1

14

12

28

positive?

"8Ni-ECD ratio
0.019 0.31
0.037 0.24
0.025 0.32
0.017 0.41
0.024 0.38
0.053 0.25
0.091 0.23
0.16 0.23
0.10 0.36

011 0.34
©0.58 0.21
0.94 0.16
2.2 0.21
0.19 10
0.45 4.7
0.11 17
4.3 0.31
0.28 2.2
7.1 0.21
0.24 25
46 0.30
40 0.30
106 0.26
37

Minimum Detectable Quantity (MDQ)
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F—1. AFUHELEPLOTHSLEFDOHES

SLET Bad B4 -1 NE RS
(um) (m) (m)
Alltech At-Alumina Aluminum oxide 0.53 30
Alltech At-Mole Sieve Molecular sieve 5A 0.53 30
Chrompack CP-A1203 PLOT Aluminum oxide deactvated by 4-10 0.25,0.32,0.53 10-50
KCl or Na2504
Chrompack CP-SilicaPLOT Silica gel 4 0.32,0.53 15,30
Chrompack CP-PoraPLOT Q, S, U,Porous polymer, DVB-base 8-20 0.25,0.32,0.53 10-50
Q-HT, Amines, copolymer
CP-PoraBOND Q, U
Chrompack CP-CarboPLOT P7 Carbon sieve 25 0.53 10,25
CP-CarboBOND
Chrompack CP-Molsieve 5A Molecular sieve 5A 10-50 0.32,0.53 10-50
Chrompack CP-Lowox Not specified
Agilent HP-Al1203 PLOT Aluminum oxide deactivared with 5-25 0.25,0.32,0.53 10-50
"KCI', "s", "M" different sals 10-50 0.32,0.53 15,30
Agilent HP-Molsieve 5A Molecular sieve 5A 10-50 0.32,0.53 15-30
Agilent HP-PLOT Q Porous polymer, DVB-base copolymer ---- 0.32,0.53 15-50
J&W GS-Alumina, Aluminum oxide deactivated with 0.32,0.53 30
GS-Alumina/KCl different salts
J&W GS-Molsieve Molecular sieve 5A - 0.53 10
J&W GS-Q Porous DVB polymer 1.5-3 0.32,0.53 30
J&W GS-CarbonPLOT Carbon 0.32,0.45,0.53 15-60
J&W GS-GasPro Not Specified 0.32 5-60
Quadrex  PLT-5A Molecular sieve 5A 0.53 15,30
Restek Rt-Alumina PLOT Aluminum oxide deactiveted with 0.32,0.53 10-50
different salts
Restek Rt-Msieve, 5A, 13X Molecular sieve 5A 0.32,0.53 5-30
Restek Rt-Q, S PLOT Porous polymer DVB-base copolymer 0.32,0.53 15,30
Supelco Alumina PLOT Aluminum oxide 0.32,0.53 30
Alumina-KCl PLOT
Supelco MolSieve 5A Molecular sieve 5A 0.32,0.53 30
Supelco Supel-Q PLOT Porous DVB polymer 0.32,0.53 30
Supelco Carboxen-10xx PLOT, Carbon sieve or Carbon 0.32,0.53 15,30,60
CLOT
£—2. PLOTHSLDOILEYMIIHT BlittE
A=%] Aluminum oxide Molecular sieve Porous polymer Carbon sieve  Silica
Carbon monooxide a,b
Carbon dioxide a,b a,b
Water a,b a,b b,c b,c
Hydrogen sulfide f f c cf
Carbony] sulfide f f c.f
Carbon didulfide f f c c,f c
Thiol f f c c,f
Alcohol-ketone and other solvent f a,b,f d b,f
Hydrocarbons C2 and higher d,e,f d,e
Hydrocarbons C6 and higher d,e,f e ef e
Hydrocarbons C10 and higher e ef e f e
Hydrochloride acid f f ab,c f f
Halids c f c,f
al M EREBINICREEND, FRICHILEED S,
b: RERMNAE LD, AVFaPa VI TRETIILELH S,
¢ FANPEEFRITIENDHS, MESHICITAEIZL,
d: EEHICHBENAEIBENH D, '
e: HALEVLIEETLAEIOHEL,
f: FERERTIRETHD.
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FORWSRY 7 RATLDEENS, 77V r—va UGBTI IN TS, £D
ENLEBORBBIIHTIREALRATL 5, FIKEEO%E. FIXEEGC
~NOHIE. BT T Y r— a VOTERBREBROFMIZRDTES D,

FEGCEX YTV —AIT A

SR EER ST L, (i) BE2 L2 (BEFRERE022,23)), (i) #
FLARESEEL TS, (i) Fv VY —VTAOBREELZH TEHRENRHIT LNDD,
TDLEIRFEOEE. 1,/10~1,/10 0 0REHRSF T AR ICHEE
DEHICRD Z RSN, DEEPBEICETICERILERZ FiEE LT, v/ 7R
THRYETV—DT7L0OIEHAQ)BHIT oD, BETIIANRO. 1mmELITEN
UTDOAT 2 HHRINTWS, BTLONREMSTHZET, KVEWHIT AT
PROBNGIEITI ZENTES, LELAEREMLST5HZ LT, MESTTICHREE
EREL, RHAHRELEONATS S (Max. ca 5ng), £72. MOADERLE (>
250kPa) ¥, FilleGCHRNEREND, WEXO0. 15mmil¥T D,
EOVEGRE S (6600/m) DEFMERANEEZTIFAZEMTE (12kPa), &
BEx2ELTHI L TREANBOUEDL TX D, E/ME 0RO G CHRLE
20N,

S OEEIITRHE OB (SEHE) b REERVEESATHDA, TOF
—~MSEAWTHBEEEBEIC LI ETH, ROYDORIENCTX ZFRE4EM LTcEHE
ftbdHd, MSOEZZFIA LT, B\ T A THRESH 21T 5 FiE% Chrompack
BRELTWD (EFHED), HERMSIZATRT I T L7 EEERT 5 & I,
HZEERZKESRWIDIIERE LT 025mm OREEZA LV F—T2—RENT LD
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B -@F xR T4 — AT 2EFATED, —BORBEAOTRHIETE 2R ENRHIT
b, SHOISABEREINS,

Ta—ARVIIXFP T Y —FT A%, SEEDKEMTI 0 %LU LEDG CHMRN
FARRIC R 272 SN TEY, 4#%iIkddl,. LV BREEZED S Z L. BMESH
DX E A —T—E LTI RFIER 6720,
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1. IZLHIC 9 4
[F4A5S0] Eid. SRUYp-SARLURNES g o 2

RV TS5l 1-8 BOERETAEE LI 210 MORYE ]i:[

BOBHTHD, BEDTHRLENC L, RUBDER 7 I 0 ! 3

LBENTERICOBOBRESRTHRBRMEIC & YIEHIH
NEMERTCEND, FAFEL L OBRBRADHH- 9 1
HEBITHESMNICKELELEEDTND, FHEEORE ° O O 2
FEHDLET, NEIR b (1 REK 20 B BE-HREER ° R
AEBEND, 2BMANN S (KENSHEET 1~2 4 6 i

) =87 4 — FISw 7581, 3Bl - AR ICRENRE e,
B HHTREAMRES NS, &> HFEomEay B TTF  ORE
BERTWG, ¥4 FELUBHEROBEL, BETSY FA—H—0OBBETELH
%, LHOLERICEREEHEN D, RELDHIMIETII AT VHHERDS
HoENGABETES CLIREBICHMALL, 2T, 442 bS5y TRERMT
HEMU: MSIMS T & BH (4% UREMFHEMR Lz, BIC 200 BkEHR
THORFT I EFEL, REEEOMTERICE I MEERABOA TN, 14
Y rS5y TR GC-MS OFE, SHMZEOHMEUIVORF v IDHERIZOVTHE
T3,

2. BHEBEEER) LAERE

BREREUEREORRICOVTERRSHIC, ETEXOERLT D, [RHERE]
EFHOTYDITUERERE n OFHEX HoBREAOENEEHRTET IRODRET
HHILEBL. A—EHEREBERYVELIHLIBROBROESDETHS 90
REl ERAT S,

RETS0 FEHPRICEFADI AT F O VRERK, —#HRTIIEL, HAEHBH
CHBREIBER CARPIZEEFND A XL VBRI, FOERKR, ROBHKR,
CHEFEOERICLYESDODVTWNS, COLIHBRRTHII T UBHOEDE
RERETDHICE, REREZEEOT ENMBATHSD, HRE. E52ENERSH
[CHE>TWTHEDRSD=50%T&H% LRET S, n=1 DRAETIE, EHD2ENLE
WEEBBEOSENFELEZELTY, AEREN RSD=50%% FTEI5 _ & IFFH
BETHD. —APNMBEEMN RSD=25%TH>TH. 68 EAIEZITHS &LIX5DEHUR
KT HDT, £25%LADHEETEHEERDLZELNAREICHE S, HDEVWEET
5% 6E, TAERROESDEAKEZVGE., SWHE ) BEXE (D) oE»E




bHELYLMHEEE) /B (Z)OANAUTKENELBD, 1 . AR
RSD=50%Mi{&. RSD=10%DH#%ICL 58 1 ARAETHLADIAEHERL.

RSD=25%M %I & 58 1 AR THEONIAEREL ZERETHS, TES
WEOBRRICU->TIE, SMBELHETRANL—Ty b, TLHLLEMBEEY
[T a R REBEER L=,

FAFXLUBHREEZRET I LT, SFZEORNL—Ty MNIFERICERGER
Thd, BEFORAEIZL S E . 50kg~200kg/B /N EIBEHIFEER (X £ EI<# 16,000,
512 50kg/BELL T D H DI TH 24,000 HBERONTWVS, ChiThmX, 2B
12#1 2,000 EAHEHOHRET 52— BRERDERRLABICWMA S IEXRVRULE
(2#1 3,000 HLEEREVRBUNMFADBBOERETLRS L4 d L. MEREH
KRG BICEINSTHD.

ChOHBROBRICELAYLI LK, RETHINEHIORELHNTHD. ¥
AFAFVVBERAGRUBEICE >TRELGLALTH S EHBATHIE, @S LE
FREFEEETITEL, HIXIEREBFENECIIES. HE{ESX 40pg-TEQQ £ T
BE.4pg & 4.1pg ZHRFICEANT S LY H, 40pg LLETHINEMZREITH
MTBZELEDANEINEETHD, ERTRENBEVNITEL., LBAHAEET
Hd, LHALBEBERSOBERERURLEORAERGHELVSBANGK, ERT
PR {E (0.1pg/g) /£ H#TEER (1 # B) DA &hHE & ERTRIE (10pg/g) ~ S HTEsR (1
B)ORHEELE L-IBE . #EOANEAUAE V.. ZTEORB LM LB
AT, BRERICET35 M AFIVIcnT 2BREBEENFELTWVEN -,
CTRAYVICEFBLBICHT Hi8HE ' £#8%12 L. 40pg-TEQ/g (82) ZHIEXRIR
EELTEEL,

AN—Ty rEERL, EERICAVWDIMFEERH L. BEFA(FTFO 05
HOBELOELL L THAGTHWLATWS - ENRBEEESMHEAVDL LS
FHRELERICHY ., SREOREBENRENBEL LS. AL—TFy bOAELE
NERHETHSD, ELISAZIZRFENDI AL/ Pyt RU CALUX EKIZRESh BN
AATFPvEAlE. BRAL—Ty b HHAHTESH, LHL False Positive BT False
Negative [Z & Y AIBREDEREENA+ I TERL . ZRFIREESBEICANLERFE L
LTRWBICIRYRIBKREND, F4-XL 0 ORBEICEFNIEROBNZNL
ISSEE L. BEEEAFUEN-CHZEOBRHLITHE Tz LALE pg LNILOREEL
NMEohimhoT=1=t, BAREHES L. NFM1FF L UHHRERE L ETIE
AN—Ty rHBOENDB &, 2)BEICER S h S EE (2378-T4CDD T 0.5pg F2E)
BRUREN (OFEXIC3 BREBE)ABOIAEZLE, OZ20BAIL, 1 FVES
y TRERAMMHEZRAVTMSMS JIREZFTHSFENRETHLH LHM L=,

3. 4 AR ORESHICE TS MSIMS EDFIR
MS/MS &1, BB EERFTE (MaSs separation/MaSs identification) ZE k3
L5HETHD. BEOHEESNETIE. EFAAMELEENFIZK>TELz1F >




R BB THEENE (M) ICELTHEEL. BREBIZRYAATRARY MLEL
TRHET D, 14V F5vF-MSIMS % TlE, El ETELEAA U BHES (F
JHh—HYLAx)%E miz ITIECTHEEL bS5y TRICHIRT %, RITTYh—Y4aF
VEPMRFELISFEEMBMBTRILIEICIYBHRS ZHREL (CID;
Collision-Induced Dissociation) . Fif-GE mizDAF > (FAFY r1 A EEL &E
5, TLTCDBAAVERHBICMYRAHA, AR MLELTRET S, BEICE
SNMBREN_BEEET -0, XEDOEET CENDELEESRTLIo &N
AREIZTE B,

BEMESNTHBE. GC AT LTERSEBICHBL-REBSWHTHEADE
FDARY FILHLRERMBICEVMMELZRET IFER—BICALVOATWS, HE
SHICEITH5RREEZRLESEIFEELT, Z20770—FREZ SN Z(E2),
VEDIR, BEESBEORLTHD, LT, 41EEFRELA1AFS 2 (TACDD) ER
BELYMELLTAVLLOAS ®°C SRLEEhT: 4 ERIESRALI TS5 (PC-
TACDF) D5 B %% (7%, TACDD DM]( #+ > O EEH#I% 319.8965, '°C-TACDF M
[M+4*14 # > (& 319.9359 THD. HREEE 8,200 LLLIZEDE, BEBARY MILL
THMTHENTAREICE D, CAHXEESBEICKIBREORETHY ., BHTD
FAFXLORWICET RIS ETRIO7 IO—FREHEA TS,

—}A MS/MS ETIX. HBREL XK RE -7 0—FTCERREERELTL
b, 1472 b3y RO &S HIESAREE (3,000 ki) DEBSHEHTIX, 319.8965 &
319.9359 £# AT 5 - EAHEL L, LA L., TACDD DO[M']& *C-T4CDF M[M+4"]
EHANTILETRTHD. F1AFOVIECIDIZEY, COCl 755 4 s
h3ZembhTiNg 2, TACDD MM A 51 2C'®0%Cl (& &% 62.9638) histh
BDT, mz=256.9327 D TALY b4 FAUMEL S, —F *C-TACDF D[M+4"1H 5
¥ Bc0*cCl(EE# 63.9671) 8L % COYCI(B B 65.9642) AN BZDT.
m/z=255.9688 B\ & 253.9717 D TOF Y A A UREL B, ChoDA A VIE, E
PREEBSTHTLERICHBAITETH S,

PEEBD MS/MS HETIE, ZoONMEERERBSITE CID 274560
CarveLLAENICREEATWV -, F1HEBTTVA—YA A EHEL, Y
SIarveLTCDIZKY IO b AUEER L%, £ 2 NEETRINGIZERN
T5. COLSBHEBAMIEERBAMNEEL-OEMTHY., FAVTFUR
MR 2. BESWICEFEEHW L. —AA 42 bS5y TRHERIHIE
BWwaE, UV JBBANTHESERUCD OMAZEHREL TTLES -6, HEEER
DNEEICHHMTHD, FOREAVTFTUVANRBRICHY, BEY - SAMAKIEIC
mELf=23,

AL AXSORESHIZ MSIMS EZZBVBH AKX, ROZAIZEHEIhB, 1)K
EMELETTLOWNARICH S0, FILEBEOBRIEAYSETES, 9F1FFP Y
I 2ERBRMEAEREEIND, EEOA VT FUANBETREMELAB NN A
Sy TRHERSHEHERANSZ EMNATREICH S,



B : *3C labelled T4CDF
[] : T4cDD.

BEMHOOBEEEDH I & Y °C labelled TACDF £ TACDD #5284 121X
8,200l E D REENVETH S

M¥] 319.8965
[M+4*] 319.9359
Precursor lon
320 [M+6
M+2¥] [M+2+]
[M+4"]
M*] [M™] |
J [M+4%]
1 il i { o
316 318 320 322 324
Secondary lonization
™)
MS/MSiEZE LS &, - M+27]
BRFEMRE (CID)IZ & -
'3C labelled T4CDF &
TACDDA & 2 45 R4
TRAAVEERT BDT.
ESRETEINHTE M+4*] M+4¥]
e S EEMNTIREIC A D .
I [M+6"] H
K [1
56 957 258 250 260 261
Product lon

K2. Tandem Mass Spectrometry(< & 5T4CDD & 3C labelled TACDF D52 43 &t

— 28—




4. BHEH#HOREL

REODFTAAXOURMEITENT, PERLEO P THEBMO DSBS
BHTKRKENEI), 2086, MS/IMS &2+ CIXBREILICBANSH S, = =Tl
MM ZER L TRELCEZRZFERICOVTHEICHRRS,

ERMTHER (BT 32FEL LT, BEBREMEEL ASE) A5 TLNS,
—7%. BHPORRSHEENEMTIE, VY IRALERECBT23814X0D
HMHMENETTEIEMNMONTIND®, LAL, RESHEL ASE Tk DHHBH
EOBRICOVWTIIHRENEM>T=, FZTET ASE £2HIT, ¥14-FL 0%
HY SRICRFRSEENBHDRICEZIRE LR, FOHEFERERESAT
KLARDE S LBRENDBVEEDIFE . ASE ZAVTH XM T2 0 0HMHEMNE
HTHLIC LMD Dof, BREMMICETL., RRSEXRSBORABTHREIZH
BT EFEERABL.

BEEHE LT, FHRERIA-HBH CHENIBOLE CARER V-, EBIZX
ABYYIRALERWVERRZRICKYSA A XS UEHHLI=E 5, 6ng-TEQ/)g T
BHotz, Ff-. REBSEHEIX 6% THolz, FUHRKERRICHTBELAKRDRE
RESHEN 1BUTTHo-C D, SEIMTVWIRRSDOFIFLTHAENR
ThHdEEZOND, FMEURERIZIZ, CILHD PC SR)LIEENT- 2378 EXE
MEALF X2 17 EESE &K ; EDF-4067

A=, R 125% 2378
. e 13 K TACOD
KRCARZRRE - R L. FEBH%Z °C |10 ! g —a— 12078
SRNEEhF-F4AXRSUE2FMLT 75% | o 0| —a— 123478

H6CDD

PO

3B3mL BEORTFULABEHBEILPFT V) sow ; o D.’ s 123678
2 EMBIEE T, FORRBT R YDA Bom | o o7 | e
FHEEE LHEELROECARES B ox | oo’ . | Mo
BEEf-%. ASEXATHSIA X% 060 070 0.80 0.90 Diliﬁi’,
HUt-. EHEROEEYTHS ; B NaoSO BN

=7 9M, BE=-FLIT>, EH=- E4 SKEERFFUILBEREE C
2,000psi, BMEE=195°C, #HEERI=204 SARILEFTAFFS U EREORHRFR
. A—&&THEHZ_ETL. HHER

ZEbhtE. FM1FXUFRELT.

KCAREEKREES RO LOEELE (Wiwt) Z 1:2~1:14 ORITEIL €. B
L "C SRUMEZAAFS U ORBREOEIL LT, BAISFTELSY., 4 U
5 EFIEEIIB|AKREST b O LBEMENMENVEETHLEFLHEDENAE LA,
LALBIERIESAUYISUO—MEU 7-8 ERILEICEEL TIX, FmMEMNENE
HHELNBIRITEC B o1z, FMERENEWS ZEIFDFY., MBEILRTHE
RABERTWENEWNWS L THD, EFHRBERBIN-ELCAKRE ASE TEHE
ICHIHET 31K, BHOSENEETHL LD o1,



KL (FTE61EXH) AEE (FTEMEER)

v
$ ’ ECEECEN
—%a

\/ JOZL/HHH:.' ;& I&Hltﬂ [471. Eiﬁﬁgﬂ

v

B PELEZEN

3
(Frzrn54

EEERS OT LTS5
L BELELT

~ = __I____.J

(BB EE SR

A 2 b HEHE

- ECARBIZEENZTLAVIEE, RRRRFICLIEBEHRT L1
. HFEETHIERNE, Vv RALBMEEFEFRORMREEZTE -
Tz, BEEZTREPREAEFI XL, BEBEBREXICK ENHMKLEZ
%ﬁ Lff:o

T b2 RHEEE

- REREZEIEESFTOBEOAICE YA A XS VEZTOBEL TNV,
TOHESBEO_FINERMEESNHNIBEL LY., HhEHS - B
D=8, FRBICK YKREDERRT IDENH - 1=, RFETIEFENIC
BN A Sy TRGC-MSEFERA L&, HILENBHIESN.
SHEXRMZ KIBICERT 5 &M ATREIC A o 1<,

3. fitkik & REEDHE




Rz, EHPFIAFL o 22BEHT D
DIZBHELGHMERAR-, VY IR LZAN
THEMRIZBRBE LM AFLUEERT S
[TIX, B+FROERHHIBEE Sh T
%, ASE TlX. REEAL 1114 ZALVKRIE,
3 En#HYELBHICEYFSIFFI o0
B EN D EAERESAI-(ES).

MHEENRT S A XU OPTEDH D
BrflIEKE WL, ASE ZEBEMREEZHEAS
bELHZLITKY., BRENEZHFLENS
MHEENBRFELLESNDZ EMNRENT,

5. MS/MS &#

g

/

/

0 1

2 3 4 5 6

i HH [ 3%

[ —e—2378-T4CDD |
—g— 12378-P5CDD

—h— 123478-
H6CDD

| ¢ 123678-
H6CDD

—o— 123789-
H6CDD

—¥— 1234678-
H7CDD

——08CDD

5 fE#ME S FF o EIRE

3. FAAX L URESMICEHITSH MS/IMS ZDRFTRRI-EEY., MS/MS %%

AOWTHM AR UICRTIBRBRMZALSESEOICETUH—H140LT0y
I EAFVORBRVEETHD, R1LICKHERBETT.

1. TEHEEHR
T Native TClabelled
Precursor Product Precursor Product
T4CDF 303.9-305.9 2409-2429 3159-317.9 252.0-254.0
P5CDF 337.9-339.9 2749-276.9 3499-3519 285.9-287.9
H6CDF | 373.8-3758 308.9-3109 3859-387.9 319.9-3219
H7CDF § 407.8-409.8 344.8-346.8 419.8-421.8 355.9-357.9
O8CDF | 441.7-443.7 378.8-380.8 453.8-4558 389.8-391.8
T4CDD | 319.9-3219 256.9-258.9 331.9-3339 267.9-269.9
P5CDD | 353.9-3559 290.9-2929 3659-367.9 301.9-303.9
H6CDD | 389.8-391.8 324.9-326.9 401.9-403.9 3359-3379
H7CDD | 423.8-425.8 360.8-362.8 4358-437.8 371.9-373.8
O8CDD | 457.7-459.7 3948-396.8 4698-471.8 405.8-407.8
Ff-. BEELUSD MS/MS EHIIRDEY TH B,
* Precursor isolation time : 16 ms
* q value : 0.45
= Excitation voltage : 156-20V
= Excitation time : 30 ms



6. VORFIvIER

FEPERT . _ENREEBAFTHEZERAVEREOIA A XD UTERVAT
Sy TRHERSHIICED MSIMS ZERAVWEREEIDEA TN TR —OLER
HEMIL, BEEZEE LI (X 2), BRE ¥ pg-TEQQ) Mo HRE (BT pg-
TEQQ) £ C. IBEVVEATHEZLOMTEWVEBAEAH LI ENRTENS,

R2UEFEEDLE ,
ERE [pg-TEQ/g] =EBE [ng-TEQ/g]

Isomers pEEE Bk | #MEE1 REER2 s 373
2378-T4CDD 2.2 2.0 0.003 0.011 <0.005
12378-P5CDD 1.9 26 0.003 0.001 <0.005
123478-H6CDD 0.15 0.14 0.001  <0.001 <0.005
123678-H6CDD 0.30 0.30 0.001  <0.001 <0.005
123789-H6CDD 0.20 0.10 0.001  <0.001 < 0.005
1234678-H7CDD | 0.08 0.14 0.001 0.001 <0.005
08CDD 0.010 0.009 0.001 0.000 <0.005
2378-TACDF 0.44 0.90 2.1 2.2 1.4
12378-P5CDF 0.29 0.42 0.75 0.40 0.43
23478-P5CDF 3.7 3.2 42 3.5 42
123478-H6CDF 0.67 0.63 0.73 0.63 0.54
123678-H6CDF 0.9 1.2 0.16 0.13 0.12
123789-H6CDF 0.06 0.20 0.02 0.06 0.06
234678-H6CDF 1.10 0.90 0.08 0.01 0.1
1234678-H7CDF | 0.20 0.21 0.02 0.03 0.01
1234789-H7CDF 0.0 N/A 0.006 0.008 0.01
O8CDF 0.006 0.015 0.005 0.003 <0.005
Total TEQ 12 13 8.1 7.0 7.0

MEFTIZ 252 REDELCAIR, #iXK, FERUVULIEABMEANT, 1425y
THEEMIHZAVEREL LB BEERSWHEBVWV-REEZLOBTIOR
?I‘yO’&ﬁfiofzo NI TS RLUEDFAAF OB STz 76 BRIKIC
DNWTAFA Y FSYTETRDEEL TEQ ELREEEZTROI-EDE (100 7F) 3K
&, HEHLE L CTEERMEHRE L,

<95%MDISFEXM > +28.9%

BIEAR E ﬁé%ﬁﬂw#ﬁ%ﬁt:ﬂﬁb%é‘, PEEE & REEORBIC, FERICELEREENY
NHd Ry T=,

7. 4AFZ2 bS5y TRARSHHOREN
WIATIE., 4142 Sy TRERSHHERAVERELAE —ENREHRSHH
BUWRRELEOFICEVVEREAHEI L ERLIZ, FETIK, 142 S5y TH




HESWHOEREICOVWTHERE, F1AXF LU TIRR, F4-F00BER
BERELNEEVEORMBREICESVTEREZTHS . ¥ENTETHAIL, Bxt
REOIESDENNSVETTHS, FST, ¥1A4FL 0 ERELEMBE OB BRE
B (RRF) OEBZDWTEHARTz, WEE LT, 9> b#t® EPA method1613
BREBRBGRE)ZAV:-, BEEAEIR3IDEEYTHD,

% 3. EPA method1613 1245k DB K5

1TnghnL] 2[ng/mL] 3[ng/mL] 4[ng/mL] 5 [ng/mL]
4 EFRED 0.5 2 10 40 200
5-7 I5&{tY 25 10 50 200 1,000
8 IEFitY 5.0 20 100 400 2,000
°C labelled
; 20 20 20 20 2
NIZEYE °

BERBEZRREICEVWT WL TFOIEMBYERLIAL, F1AFL 0 ENIZEY
BOEBRLEMSRERERDI-, REROIEZRU 6 » AMICH-% RRF OEH %
£ 412577,

£4.6 s ARMICH -5 BRERBOES

REROMEE | RERE r RRF DZE SR
2378-T4CDF 0.937 0.004 0.999 8.1%
12378-P5CDF 0.890 0.006 0.998 4.1%
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BRCIZEN AT VACE L TO+SRBRHRPLETH o7, FIZEAA T
LADRHEBIZEZZDOHEESTEMS)ZFEAL, 7L AT7460 GC A—T7 ViR
EXEHEBTRETICEEEON— NIy T 4 VT EITI GEREE. RED
FRE S N7 BB KD b,

—%. 1990 ERICABD LEFRENT LV Pa—F—LEFRTRAT7a—ay
Fa—F—i2XY) GC VAT ADTRTOHRAT7 o—2EFAIHIETHENR®
BERESNZ, THICEVHRTa—DREPERNOESICRD L EBIT,

FOREELZHMEFICEZHERMEEZ D > OFRMRNCE(LEE D Z LA AR L
2olz, TOEEITT I MDGC icbh@A SN 7, 1ERERDOEFEES
wAv7o—ay ho—5—%FFEALTWEHSICEE#Z 54, Deans RiZ X



DHNTLAAL v F U ITHOEABLIRII A 7o —2FcE®=s— 1L, &35
TEMAREICR ST, TOVAT AZINERTIR LZBlD X 5 2BETHEE W
BEREOCH DPENFETH D,

MDGC TiEI/»N—rT v b THZE S ZED TRV RICEIE S 5 e
LEET, @BEA 74D MDGC TiE3A—7 VIIEELX +5TIFTAL Y
AT LDEGET A=A TT 0, AA VAT AOFEFMIKEEREDH
WERND ST — I TEHERBL, BT LENTAAL T T A(A
FNTVAVRN TAFTr—Hh v 7 Uiz, BEMBEITWAL VBT
LZEBAT D,

Bl AT7o—, EHEIET AT AL 5 Deans 2DH T AAA vF o
TE, VAT LADE=F—REBEID), 7 74 F 74+ —H X% D Gerstel
$(KA YD MDGC 2T AMCS)DT7u—&A 775 5%K3IRLE, £
Tee ZOHTZERAL v F U THICERTIBOTT v KR Y 2—LD//hENS5
FRAL wF U TTNRA R, AL vF U ITOERZR4, 5, 61,

Monitor FID

Counter flow
-
Column Switching —
Device
Main column

Main '
Detectors e

MCS-T

3 Gerstel MDGC X745 (MCS) o7 n—% A7 5 A

X4 Gerstel 5 FAA vF L IF/84 R



Precolumn
Inlet

Peakcutting €€ <€

Control flow

Qutlet
Maincolumn

5 Gerstel MDGC VAT AZBITBARAL v F L T DORE

Precolumn
Inlet

Peakcutting [:

Control flow

—

QOutlet
Maincolumn

B 6 Gerstel MDGC v 2T ACHIF B AL v F2 7 DRE
(N—=bHYT VD)



TUVHTADLERT BHSO—H@FRF~EHO 1 BE)ZFEICE=4—

FID ~Eh»h, N— Iy T4 7 &2{TORVEL, EFRvAT7a—a3 b
B—5—nbHBENBZI I Z—Ta—RNT Y BT LADOEH SNBSS T
NRTERVEFA v~ L, DDA VI T LDF K YT HRALRB(HS),
ORI ArDTUR—a FANVTRELE L —ITRE L, A A
YFUTTNAARNOENEEILHET 5, "~ Iy T A TREI T U F
—7a0—OHEBIEEY FVIFLDFRY Y THANBRIOESy &AL
VAT RIEINDBEE), I —Ta—fE AL FUTTNL ZANES,
N=RBT AT DEA LTI T AT GC FHFELRKIIT—I AT —
avyOY 7 T hbariae—ALEN5G, M7 — N1y T 400 70%
A LTFOT T BBER LT, S, T U8 T MO 10.50~11.30 43,
12.80~13.50 43, 13.90~14.70 3O =2/ — b I v b §5 A Y v FT Cutl
@ ON/OFF 234 7 v % —7 u—a ON/OFF %R L TV 5,

Cuts
~Time Cut1 Cut 2
Fiman. Rate kPajmin| | E man. Rate kPajmin
i min
?g:-l'_- Press. kPa F—gg: Press. kPa
Time Cut1 Rate Pressure Cut 2 Rate Pressure
Initial  0.00 ON - 92.5 OFF —— -
10.50 OFF - —_
11.30 ON -— 92.5
12.80 OFF - -
13.50 ON - 92.5
13.90 OFF - -
14.70 ON - 92.5
[ Final 100.00 OFF - -

Run 120.00

7 Gerstel MCS MDGC AT LD Y7 by

TDVATFLIEBTIVHTAE AL AT LDEFEROBEREZIMT D
. BBEETOTFANRCEY, BTz, TxF ALY, LU EA—
KAy b LT, LA T LEERBED T IWZRT B N~ /LT V71 v ORI
DR UEEE®RSD, n=5)i%. ¥ 0.053 H(w==2TVEN)T, AL BT
LB T N EIT D LT 4 By ORFFIFE O Y IR LRSI, 0.010~0.040
S5ThHol, K8, QT VLHITLEAAL BT LD NI T A(n=5)%
LT,



550000
Col (
450000 10§ C.. i
i L
| d
350000 t ) 1st
. | 2nd
250000 . A
; i 3rd
1
150000 & ¥ L 4th
5th
50000 ) - 1
o B A :
0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00
8 BHMONHH (v T A, FID)
2
. 1 4
450000
3
350000 \ /
1st
250000 ond
* - ord
150000 L L
| sth
50000 [ 5th
0 T L] L) T L T T T
35.00 40.00 45.00 50.00 55.00 60.00 65.00 70.00
9 BHMPOFEBRIEY (A1 BT L, MS)
1.Butylbenzene (m/z 91), 2.Biphenyl (m/z 154), ,
3.Phenanthrene (m/z 178), 4 Pyrene (m/z 202)
bekiiE 4ad
GC1
TV hT A : HP-5ms
£X:30m HNE:0.25mm fEE:025um
Fr YT HR : He 3.14mV/min (43.2cm/sec) at 50°C  (233.5kPa EEE— F)
EADRE : 300°C
HEHEA :1ul, Split 1/200
F—7BE  : 50°C~6C/min~300°C(hold)
BRI : FID



AA AT HP-INNOWax
£&:30m HNE:0.25mm MBEE:0.25um
¥¥ Y7HZX  :He l.0mVmin (37.7cm/sec) at 150°C  (92.5kPa EEE— F)
A—7BE  :50°C(hold)~6C/min~250°C (hold)
R : MS
A A ALERE : 230C NEBRE : 150C
A A AkiE Bl 4 A LEBE : 70eV
Scan range : m/z 60~350 2.56scan/sec
MCS
Counter flow : 10ml/min

Counter flow pressure : 92.5kPa

CTS Temp. : 50°C (hold)~25°C/sec~ —150°C(3.5min)~ 10°C/sec~270°C (4min)
CTS Column LEHT A
4. oA

4. 1 ERDITE > TRENIMERS DT O

B — 7 RERS E—HIZ, DT “TF KBEHETIHERSSFTOF L
LT, TFARVEUVEORMYZT L OSFHERLO~1 2ICF LT, 7
VAT LGERBMES T D)DHHTFTIE, = FAXCEVOTEIC m, p—F g
BERTEHIZEITEINNEEIR+ S THABE10), EZTTLATLANGER
FTAZFARVEBLDOHREX RN TAU~PEHL, EOMT X TDOETEAA
BT LMD T WLz, A VBT LOF—T OIBEE*TFAZ LICK
BEITA—AT T ERE TR OBEIEONRPoTeS®& L 1), 774 F
TA—NARCTE 7+ — B 7 3REHGER. BFRE—IBRET SRS
BERBONER2REENARIZZ > T2(K 1 2),

(i3 i2 6
6
3
"
2 1%
| |
| 45 1 !L\
S AN O
K10 =FARPordo K11l AAHT A
XL DGH (VAT L) (A AT+ —HRAEL)



e \ —

K12 ZFARVELHDFILYDGHT (AA VAT L, 7T7AFT7—H2R)
1.Benzen, 2.Toluene, 3.Ethylbenzene, 4.m-xylene, 5.p-xylene, 6.Styrene

N
<
&
\
‘/\.

: Ultra-1
B&:25m AE:0.32mm EE:1.02um
A5 s~y FE : 130kPa (EEE— F) '

EADIEE - :60°C~12Clsec~260°C PTV)
HEHEA :1ul, cold split 1/40
F—7RE  :70C(hold)

B : FID

GC2

AA AT s CP-Wax
£&:30m AE:032mm BE:12um
BT b~y FIE : 50kPa (EEE— F)
F—7BE  : 50°C(hold)~3°C/min~180°C(hold)
L Ja st : FID
MCS
Counter flow : 10ml/min
Counter flow pressure : 50kPa
CTS Temp. : 200°C (hold)~12°C/sec~ — 150°C (hold)~ 12°C/sec~200°C (hold)

CTS Column CEHT A

AAHTEAORBRHEREIZ MS #BWTT 7 UNLAEBE ) <—, T4 <—FOFRHY
DEMZT-=F%2K1 3~15IZRLE, 7B T AIITEEDEV(1.05 1 m)
DIERBES S LERAW., TI7IUNLEBE /) v—, £A4v—DHEX MT A4 ~4E



HL, FOMTRTORGEBEERIZEBEDOA A VB T LA~BITSET, &
MDA AT LATIERAZXTNVTE R, Z=/—)b, TVTT—/L, HILKRF

TS U E 13 M. EBMDOAAL AT ATIRHESIIRV YR T )
FTIUBREES NI,

Lo

13 77INEBE/)v— A —FORMPIN (VAT L)

_~_-CHO

U .
I I
CHy==CH—C—0—CHy—CHy—C—OH

OH
C,H;COOH @

Cietia
CHO (0]
07 “cHo on | [ ] o
] 0
CiaHyo |/
M\ ~

|
i

| 07\ [COOH | OH
Jdbmﬁgpﬂth ‘um UL”J Lﬁ\-f/

K14 77 INBEE)v—, FAT—PORMPGNT (A 1 (BT T L}




Ak

C,H;COOH

A

Il il
CHy=CH—C—O0—CH,—CH,—C—CH

.

K15 77 VLT v—, FA<—FORMPDLHT (A1 L GEBE) T 7 5}

pepiE St
GC1

VA & PN

BT b~y FE
EADRE
HEHEA
A—-7ViRE
Mg

GC2

AA VAT A

HT b~y RE
A—T R

: HP-1

EX:50m AE:0.32mm BEE:1.05um

: 150kPa (EEE— F)

: 60°C~12C/sec~280C (PTV)

: 1ul, PTV cold split 1/20

: 50°C~5°C/min~ 130°C~10°C/min~280°C (hold)
: FID

: Stabilwax

£&:60m AE:025mm BEE:05um
SB-1
£X:60m AME:025mm FEE:02um

: 45kPa (EE<E — F)
: 50°C (hold)~ 10°C/min~180°C ~5°C/min~220°C (hold)

50°C (hold)~5°C/min~ 150°C ~10°C/min~~280°C (hold)



3R : MS
A FACEIRE : 230°C MEMRIERE : 150°C
A F ALk EL, A A ALEBE - 70eV
Scan range : m/z 30~350  2.20scan/sec
GS .
Counter flow : 10mV/min
Counter flow pressure : 45kPa
CTS Temp. : 280°C (hold)~ 12°C/sec~— 150°C (hold)~ 12°C/sec~280°C (hold)
CTS Column HELY BN

4. 2 RKFOAY VHIBRESE D54 19

HALFEAH ¥ MAERBEDTZ®HITIE, KEF TEITT 5 M LF R e DBERA
VET, RBEETFBLUOZERRBEY R E L EBICFDOREBREDE L EZ LNAR
{EARFBREDOYVTNEAL LET=F ) L IRRDHNTNES,

ppbv(volume/volume) L' /LD fRALAKFR ZHIET 2 - DITiITRE O BEENLET
HOB, TORRKIFOKGHERICERFINS, TO), KEDALSHN GC
S COBELRLRVE I ASRELEDEESLEL 25, + L HERENE
DEBITICBNTIERAIN TV DA F U THBREIZ L 5 KRSBREETIIAS
EEBIITNa— LR EDBERDTBEDLNTLEI Z RO TVWS, =2
T, BEREOERRIKEREL 2)5 6 HBHERMEDIE S 72 2 HHEHISR
72 EDRIEKTR & TV a—Viz EORBYERRS % R B84 L= Bl 2 8BA3 3,
16 = TDS(InEBEES), CIS(HERLEEAD), BT LAAL v F L T8V
HATLLIER AL HTL2EK), T=F—RRHEZETCD), 7 TA 47 +—Hh R,
BREFBEID 2 )oK I D Gerstel fH(FANKEE=F IV T RF A
AMS)YDZ7u—EAT7 75 LER LI, BREHI=ALF Ry KZ AL FOFTERZ S
D TDS & CIS ICEM I, KOTHRESGIVEDY (RNy 275 v a), CIS i
KIBEDOEE TDS OHBMEA SN THAA CIS IBEEND, &ElC CIS 24H
MEBLREE T VAT LA~NEBEATE, TLhT o@D T L)TiL, BEREDK
RRIRALACTR & BRMERR 5y SEERROIER MR D RILKENSBE S N, BERMED
IERRIRACAKFIZA A T 51 PLOT BT b)~, EDMT_TORRSIEIAAL D
TH2HBED T LYDFERMD I FAZ T +—HAR~BEND, 754 FT+—7h
AETIE, TVAT AL BEEESNDIEAEB 74— v 7 LooKFERY
RoA~BEHT 5, KOGOBEHOKRT & L HITT T4 47 +—H RERIZEFEM
BRENTAA AT L2D5FBARAZ— T 5, TOVATLTIIREHER, &
FHEA, GC ST D 13 A 7 /W5 30 5 Th 5, 17,18 EE KK
Al v~ N AERLIE,



?’ Split
-
Sampie in
—~ pie out
Seotum
swﬁﬁm purge
Column’ Carrier gas

interface in

Casveut Vaive
iGasoroy

|Carner gas ?Semum Carrier gas
in ipurge jin

ll
i

X 16 Gerstel KRE=F ULV RTLAMSYD 7 a—& AT 75 A

pA

18

1004

80

Time--> 2.5 S 735 10 12.5 15

17 KREPOLY HIBFEDEDSH (A4 BT 1, PLOT 75 4)
1.Ethane, 2.Ethene, 3.Ethyne, 4.Propane, 5.Propene, 7.Chloromethane,
8.n-Butane, 9.Vinylchloride, 18.Chloroethane, 21.Benzene



pA

184 1
16

2
14
124 9

4

104

3 56 "
P U N

Time--> 2 3 6 8 10 12 14

K18 KRFOAY VAIREDEDRHT (AA AT 52, BHENT L)
1.Toluene, 2.1,2-Dichloroethane, 3.Butyl acetate, 4.i-Butanol,
5.Ethylbenzene, 6.n-Butanol, 7.Cumene, 8.0-Xylene, 9.5tyrene

4 . 3 éﬁﬁkzﬁ\ﬁj\ﬁ 11)12)13)

BH, 7L— =72 T “BHELEMREED" BAMLREEIE LT MDGC T &
DEEL DIGHABTONTE T, EREFTOSIT TR, ETHRBHCEETIER
AT _NTEHALGMNZIL, FLT “FOFIUMDOSS S, EOBEFEL TV
507 ERONITHIENEERELRD, , ‘

A SO THRFES Y OFRUCEET DM DOREIC, AEDA(Aroma Extract
Dilution Analysis). GC/Olfactometry (GC/O). GC/RFE 4 HEZAED). GC/MS.
MDGC/MS #5{E L 99 Ry DPEKIKZTERE L= 1P, AEDA TiE 46 o xR
¥, FD factor (Flavor Dilution factor : FD OfEA K & W E EREEDNMEVY) FD)=21
@ cis-isoeugenol & (FD)=2° ® guaiacol % GC/O & MDGC/MS = & 9 #H TIAE
L, £, FROREFV 2EFTHEHALED. SERLEWEZENEN 11
Bor. F7/—VEE ARSEIELER, Z0 55D 13 ik MDGC/MS 2 &
DFHTREL, K19 ThPES VDT avrFhbdRsu<w s 7
LERLTZ,



kL

5

|

2

o = N L
T T T 1

9 1" 14

“mu L

25 30 35

2

FD factor (2")

Q @ N @ W
T T ]

Hllll

3
5 5 Time (min) 40

1. 2,3~dimethylpyrazine, 2. 3-mercapto—2-propancne, 3. 2~sthyl-5 or 6-methylpyrazine, 4. 3~(methylthio)propanal, 5.
phenylacetaldehyde, 6. unknown, 7. ﬁ-damascenona. 8. 4,5—dimethyl-2(5H)—~furancne, 9. guaiacal, 10. 4-hydroxy—2,5-
dimethyi-3(2H)-furanone(furaneol), 11. eugenol, 12. 4-vinylguaiacol, 13. cis-isoeugenal, 14. trans—isoeugenol

K19 @TEFEISYVOSTIIBTEIT eI T LhEHRI/a<w T T A

BEOSIIHTLO by 7/ — MNEFEETDIROOBBIC, ~y FRAX—XHS)iE
L PTV iC X B A M4 & D - RS A, GC/O. MDGC/MS %8R L 105
BOEFEELEY, ZO3B19Ma% by 7/ —MNIEERBSLBDDLLED
2. MDGC/MS iZ £ Y acetic acid {2+ 7= 1-octen-3-0l & benzaldehyde (ZfEiL
7= Vitispirane DTEE & B B AMT LTz,

W ESIEF 2 uDERICESTHHESDOREIC, AEDA(Aroma Extract Dilution
Analysis)., GC/Olfactometry (GC/0), GC/MS. MDGC/MS %=BfE L2 H
75 Bsy. REEAO 116 RADEIESTERELL P, HCERUCHFFL TS
X5y (FE-F5R 29 B4y, RS 28 A53)D 5 B 2-methoxy-3-isopropylpyrazine 72 &
6 A5y % MDGC/MS IZ L W RIE L7=,

4. 4 FTT L=

B KB A—FAHTREREFOFT7 7 L— "= TIZ. FORENIE
FIELS ERBENMEV), DO ELERHIEFRSBE VD, BERERRTITIE
DIFERREZNTHBICH D5, GC H DV GC/MS SHTicBV Tt
TERWIERH B, ZD X5 5E. GC/Olfactometry(GC/O) & MDGC % #H A
EOEEFEREHTHD, Yy T—FOFT7 7L —A"—GFOFEK 2 0,



2 LR LTz, Vv v 7—HBRE 7 LVE T LAGERED T 2)NZEA L, HVRE
WD EDOFEENTRESNTZEDEAA I T LMD T D)~N— Iy b L=
LIA BRAITHD 26— 7 0ET/—ABREEN, MEERICEKITS D
vEIFx—va UBRETHDIENHEA L,

Abundance

40000

30000

20000

100004

Time--> 10.00

®21 s P —HHEOSRT L5 5)

Abundance
4e+074
3e+074
28+07

18+07] off-flavor

compound

AR
g —

IR

- ™~ T T
Time--> 10.00

K22 vy 7 —HEBROSH(AA AT L)



BE Tk v

1) W. Bertsh : Multidimensional Chromatography, technique and Applications,
Chromatographic Science Series, Vol. 50, Edited by H. J. Corters (1990)

2) D. R. Deans : Chromatographia, 1, 18 (1968)

3) W. Bertsh : J. HRC &CC 1,85 (1978)

4) FAHE : B 194, 258 (1997)

5) W. Bertsh : J. HRC &CC 1,187 (1978)
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W. D. Snyder : J. HRC&CC 13, 361 (1990)
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SEHEEE 16 (2000)
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SHEHEESE 4(2000)
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BMB{LDFERLERA Vb
By B ERT
TN EER
NERE - B OFE, fumg(s

1. [XEBIC

ERET O R BN T, ERESREICKBICT S OO0
HLEIEEOBRBE MR k> TETWET,

HAZ = T T THICBIT 2RI OEERILE WO T & T fastGC H A VW idkEE
GC EWIHIBEDL L ELILA LY IR ->TWET,

i GC EWOERELY, [ERMICLERDITREREHT ] GC L EVWEWRTERT
5&, BH GC L, GC O R Y 7 oREETO L 0OEEFT D HE, LERE
YT T D ER ERD 300 FiEIIHDETE £,

DERY 2 NN—FY = 73R LBI UL OEER L, —HOMREE R EXWTHHTEE
BoOBEHLERTILO
DFEBTHEBHYOARTE LD CTPEL LTEBEEEBRL T LT, OWEEOE

WHEEBRTIHLOD

ORI 7T aREOFREEZRANVT, SWRSERGUNBLT T DICALRNE D
L THITRE OB ERTD b0

AENE, DN TV DhOHE B LET,

2. FA—R7FrESUNSLICKIBER

ek LB MR D GC 2R LT 2883 2 REM 2 0iE, 0.05mm X
0.1mm & W) FEFRIZNERARD 5~20mDH T A (ZZTiEFua—R7 X v 7Y
N7 HEFONET) BEMATLHTT, SWREIIL. 77 L20RSIIFFHRBIL £
TH5, BEFROBEA RO DIZIEI DL ) RS RNERSLBEICR Y £,
Fr—RT XY T U BT LAOGHEEES, RLELOBKRORTY, SERED
FRSHZOWTHRBEREHE L TAHE L,

HS5LAEmm) | FHEERW k Heff | Neff/m |ATLESE| Neff

1224 30[ 36707

1.5625 845 30| 25355
0.53 56604 1. 799 30] 23962
®1 SERE K=500 DFE



W 0.lmm DU T l\d)f%A%i\ B & 10m THE 0.25m £ & 30m OF 7 L2 IEFE
BEOSENELNLA L, NR0.05mm £X 10m OF T ADHAE, ILIZEN
SBERENN S B E MM ET, BT LSBT, TR 0 THRE
B ICkoTEINET,

ERRN

HFENREFRT NG A—F, KREWVIZELT DEEBR,

ERBW S(Height Equivalent to aTheoretical Plate, HETP)

B B BEFRTRNTGA—H, BTABEIIEELRD, DIWEED T LR
MR,
MY, BEREESIRRORTRINET,

H:i @
N
N:ERmB¥  H:ERERS
AR
F{E1E (2.3550) /\

Xy T VN TLADEST, BHREEIX X UTHAOBEE W EHUTOLD R
BRIZH D E9,

=Ly (cg+c)u ®)

u
B :20z Dg : RHIPRORESF OISR

el

Cg = L* 6k + 11k r® SHDOWEBHICHT S HOE @)
240+ k)Y  Dg ke BREE ¥y EIUNTAORER

cl= 2k A4S mmeonERBC AT SEOE ()
3+ k) Dl yrmomm Dkt ORE ST OIHRER



WROEEE & IR S SOBREHERMIC RS L. TROLIIZRY £,

A
I H=B/u+(Cg+C ) u
o =
= L7 H=(CgrC)u
w e
| . H'=BA
HBIERE (u)
X 2

& HHFEC, HETP 23/, DEV BT LONBEIZENR L2 L LRS- T0A
ZERDPY ET, HETP R/ & AREE X, ARELAE CHE. Q)b b,

Upgmin= «BKCg+CD T (6)

ERY BT LORNBEINELRDIEERELREENLEEL 2V T,

o T, ARONS et T LOBRE, LERBEELERET IO, XVEWE
NENFTTRBLENHY £, AR O0Imm BX 10m BE QI DT 2%+ —7
YIRE 100°CTHEMAT 258 40cm/s OFOEE L FERT D7 0IC1L, #) 330kPa D7
FLAOEBLBEIZR D ET,

¥ NEBOImmEBEX 1I0mBEE 0.1 Db 7 AOFFERIL. N 0.25mm & X 30m
PR 0.25 0 DA T LOEHEBOR 5% L& 0 ¥ A, - T, EHBRETEIR
FHEPBROTOR< RV EY, AR 01mm £X 10m BE 0.1px OF T LAOHE, K
10ng BEOHE LARIFTE EHA,

_ .

6Tng SEEIHE I 3 670ng RITEEITHE



33, NEX025mm DN T LEEHLZBEATTS, REENRRFTEORES
BirBae, E— BN —F 4 0V LTHBREL LTWAZERDMYET,

NEDPNERI T LDOBE, TOL D RRBOBL D, ﬁwxivybm
MYBIZRDZENRDHVET, EKERTOBENHVREDOHEIE, RS L
BTV, 1%0OBREOREE 1u LEA LRSI, 1:1000 £E ®A7JVF%$%§
TF. HTAFHEEN 0.5mL/min TY, £ 8IL, 500mL/min £FEE RV ¥,

Bk QRBHREOD T AEFER L L X, BT AOBEELRLERELESS. &
ORISRV, BEORICHE-T, /3 OFBITHHL TS 8iLRY
Et, &bIC, BBV TAEH4 DL I USICERLESOILTS &, RIEFE
BT L & X ICHEET AN N TS, FHEEE I 1812/ £9. EESH
i, SOL S REERR SO VI LIRS TCEDRN T AT VU BLETT,

6min 2min

" 10°C/min

3min _,Jr’. lmin
AT A )

X4

30°C/min

T H LR & OISERRO bhvE T, 5 ik, HEED 0.5s DEE L -
I O—EEERLELDTT, 40ms DY TV LT L dms DY TV T BB
B &, 40ms DY 7Y ¥ FIIE— I FIRDPB HA TR L, 0.001min DREDO U T >
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e UNITED STATES ENVIRONMENTAL PROTECTION AGENCY
®. Offcn of Raaarch and Deveiopmant
n Viashagion, D.C. 20460
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ENVIRONMENTAL TECHNOLOGY VERIFICATION PROGRAM
VERIFICATION STATEMENT

TECHNOLOGY TYPE:  FIELD-PORTABLE GAS CHROMATOGRAPH/
MASS SPECTROMETER

APPLICATION: MEASUREMENT OF CHLORINATED VOLATILE ORGANIC
COMPOUNDS IN WATER

TECHNOLOGY NAME:  HAPSITE with Headspace Sampling Accessory
COMPANY Inficon. Inc.
ADDRESS: Two Technology Place

East Syracuse, NY 13057

PHONE: (315) 434-1100

PROGRAM DESCRIPTION

The US. Environmental Protection Agencv (EPA) created the Envi Technology Verificati Plvgam
{ETV) 1o facilitate the ies through and
information dissemination. The gcu] of the ETV Program is to further envi by i
accelerating the acceptance and use of improved and m-eﬂ‘eeuve technologies. The ETV ngmn is mmded o
assist and mform those involved in the design. il and purchase of

Under this program, in ip with ized testing izations, and with cbe full purﬁcip:xion of the
technology developer, the EPA cvaluates the of i i

plans. conducting fictd tests, collecting and analyzing the demonstration results, mdpltpmng mom The testing
is conducted in accordance with rigorous quality amepmeoco!smensuethndnuofhwnmdldeqme
quality are generated and that the results are defensible. The EPA National Exposure Rescarch Laborstory, in
cooperation with Sandia National L ies, the testing ization, cvaluated ficld-portable systems for
monitoning chlorinated volatile organic compounds (VOCs) in water. This verification statement provides a
summary of the demonstration and results for the lnficon HAPSITE field-portable gas chromatograph/mass
spectrometer (GC/MS) system.

DEMONSTRATION DESCRIPTION
The field demonstration of the HAPSITE poriable GC/MS was held in September 1997. The demonstration was
designed to m:ss the mstnlm:nls ability to detect and measurc chlorinated volatile organic compounds
sites:  the Dep: of Energy’s Savannsh River Site, near Aiken, South
Carolina, and !he McClellan Air Force Base, nur Sacramento, California. Groundwater samples from each site
‘were with i (PE)s-npl:soﬂmawnwmpoanm Both sample types were used
wmmsmnmimnqpmcmm,mple ility to reference y results. The
primary target compounds at the Savannah River Site were mrhlomelhene and tetrachlorocthenc. At Mr.CleIhn Air

EPA-VS-SCOM-23 The L s i verificat November 1998
il
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PIVEAOWRBE 7O/ L2 EICKDEADORILE (1 >89— ) 25R
THREEZFH > TS, ZORBHEEZFALTHETOT A AZYIR—3 %
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Table Operating conditions of GC/MS and Opric 2-200

Ges Chromatograph ~ HP 6890
Mass Spectrometer ~ HP 5973

Pre-coluran Deactivated silica capillary tube 0.53mm?0.3m
Column NB-50.25mm1.d.230m,0.25 ;m
Oven Temp 73°C (@in) - 15°Chmin - 200°C - 4°C frain -
240*C - 15+C/min - 280°C(Srin)
Interface Temp 28°C
MS Source Temp 230-¢
MS Quad Temp 150 ¢
[:355] Method SIM
B Injector Optic 2-200 (At-colurn Liner)
AR R ARER Injection Method Large Volume Method
Flg 1 GC%;H:(D*E&% Vent Time AUTO
Initial Temp 60C
Ramp rete 2<¢ls
Final Temp 260 ¢
Split open Time 0 min
Acetone b.p. 63 °C at 25kPa Putge pressure 2K
Transfer Time 1 min
Initial pressure 50 kPa
Final pressure 150 kPa

Solvent threshold 15
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MBI ND, BEER. 7U—27 v 7. EBRAACLZEMOEREZTVWTZ R
TEHEIN5,

Yalve2

B7. SPE-GC/MSY 27 A

B ENZERHIN R0 26mmORNEHNEZ R L ZE# ) hFr ESU—Z2 A0
TA =Tz AWNBAINS., BAQZAWZA 25 —T o1 A ZKBITR
EE Capillary tube for transferring

SPE ; the eluate from SPE

e

Resistance — Septum purge
tube g Split purge
: tpu
Injector .
Sa
Column Fven Press-fit type Liner
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Flg GC/MS total ion chromatogram of 1 mg/1 pesticides spiked to the
purified water, obtained employing this on-line system.

1 Phenanthrene-d10 2. Dichlorvos 3. Etridiazole 4. Chloroneb 5. Fenobucarb 6. Benfluralin

7. Pencycuron 8. Carbofuran 9. Simazine 10. Diazinon 11. Propyzamide 12. Chlerothalonil

13 Iprobenfos 14. Terbucarb 15. Tolclofos-methyl 16. Fenitrothion 17. Chlorpyrifos

18 Thiobencarb 19 Cyanazine 20. Pendimethalin 21. Isofenphos 22. Methyldymron

23. Flutranil 24 Napropamide 25. Isoprothiolane 26. Isoxathion 27. Mepronil 28. Chlomitrofen
29. Pyridaphenthion 30. EPN
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Table Recoveries and RSD(%) obtained using this on-line system. The sample
was 1mg/l pesticides spiked to the purified water.

Idenal Iniemal
Peak Peak
#  Compowd Area BN o #  Compoud Arg  Sabard o
RSsp, melsd Rgp, weihed
R.SD. R.SD.
T Fremthias dl0 545 IS FK7] 16 Fertrolon 801 452 085
2 Ditiorvos 301 482 .2 17 ChiompyFos 721 2m 8267
3 Etidisole 398 302 95.30 13 Thicbercarb 628 221 9%
4 Chororeb 345 249 9069 19 Cyamire 402 467 8222
5 Ferobuab 297 494 9021 20 Persinettelin 853 385  77&
& Bechrain, 6481208 SR g0 A Tsceptos R Y. R ¥
7 Peryouon 431 758 10181 22 Melbidwmron 546 1059 2495
8 Cabofran 361 445 9028 23 Flurai 614 390 30.%
9 Sinazie 330 450 8737 24 Nepropamide 4T 231 9669
10 Diszion 519 308 914 25 Isoprothiolare 512 312 8628
{1 Propyzemide 442 344 fL&t 2 Iscxettion 841 457 1094
12 CHorofheloril 277 446 .64 77 Mepradl 631 316 99%
13 Iprobedos 559 352 10542 28 Chorirofin 893 384 §.®
14 Tetbuab 485 355 9926 29 Pyidspledtin 591 249 10795
15 Telcbfosmel 580 180 9608 30 EPN 819 371 3767
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HRUO%H
[BIRERE 120C HIRFEIRE 80C—10C/mMin—=>2407TC
FYYYHA He TE 2. 1lml/min
H T A MXT—-1 ~EE 0. 28mmx0. 5umx30m
ECD&f '
WE T A He 21. 5ml/min
F—RUFHAXe 1% 5. 6ml/min
EEEI 2. 93nA ENVERE 330C
BEERY
BAEE TenaxTA RS 15cm-
BN BE 100CHE 15ml/min ¥E 10min
&I BE 300CHE 2. Iml/min B¥f 4min
FSA—=T BE 50CHEZ 58ml/min Bl 2. 7min
%= 3. HEMNRKS —&
Chlorobenzenes
'S e BaA(E) S (D) AFE BEACC)| BHE | BRiI5EM
1 cB monochlorobenzene /9008 VY 112.6 132
2 1,2-DCB 1,2-dichlorobenzene 1,2-9° A" vty 147] 180.48} 14.23
3 1,3-DCB 1,3—dichlorobenzene 1,3-Y"hana"ve’y 147 173 136
4 1,4-DCB 1,4—dichlorobenzene 1,4-Y"9008"vE Y 147 174.12 13,73
5 1,2,3-TCB 1,2,3—trichlorobenzene 1,2,3-bj4aaA" ey 181.4] 218-219 17.15
6 1,2,4~TCB 1,2,4-trichlorobenzene 1,24-MHaoA ey 181.4( 212-213] O 17.02
7 1,35-TCB 1,3,5-trichlorobenzene 1 .3,5—|“}7UE'§"J{Z"J 181.4 208.5 16.15
8 1,2,34-TCB [1,2,3,4—tetrachiorobenzene|1,2,3,4-Fh3900A VY 2159 254 20.59
9 1,2,35-TCB |1,2,3,5-tetrachlorobenzene|1,2,3,5-Fh3900A" VLY 2159 246 O 19.76
10- 1,245-TCB |1,2,4,5~-tetrachlorobenzene}1,2,4,5~T+5900A 1Y 215.9] 243-246] . O 19.79
11 PCB pentachlorobenzene AVRIAAN Y EY 250.3] 275-277] O 22.78
12 HCB hexachlorobenzene AHINOA VY Y 230 322.2 (@) 25.5
Chlorophenols
TS BEE B4 () % 4€:)] AFE BACC)| BH (RSN
1 1,2-DCP 1,2—chlorophenol 1,2-9007z/~4 128.6( 175-176} 13.33
2 1,3-DCP 1,3—chlorophenol 1,3-90A7z/- 128.6 214 16.6
3 1,4-DCP 1,4—chlorophenol 1,4-90071/-} 128.6 218 16.6
4 2,3-DCP 2,3—dichlorophenol 2,3-"h0n7z/-1 163 206 O 16.8
5 2,4-DCP 2,4—dichlorophenol 2.4-°9nA7x1/~Lb 163] 209-210 16.75
6 2,5-DCP 2,5—dichlorophenol 2,5-9"90a71/-1 163 209 16.65
7 2,6-DCP 2,6—dichlorophenol 2,6-Y"9aa7z/-L 163| 218-220 (@) 17.25
8 3.4-DCP 3,4—dichloropheno! 3.4-Y"hnn7z/-k 163 2535 O 20.6
9 3,5-DCP 3,5—dichlorophenol 3,5-9"40a71/-1 163 233
10 2,36-TCP 2,3,6—trichlorophenol 2,3,6-MHyan7x/-L 1974 253 O 20.4
1 2,46-TCP 2,4,6-trichlorophenol 2,4, 6-py0n7z/-1 1974 246 20.03
12 2,3,4~TCP 2,3,4—trichlorophenol 2,3,4-Myoa7z/-L 197.4 (@) 20.1
13 2,3,5-TCP 2,3,5~trichlorophenol 2,3.5-Mynnzz/-N 197.4| 248-249 (o] 19.55
14 2,45-TCP 2,4,5—trichlorophenol 2,4,5-Mynazs/-L 1974 253 20
15 3,4,5-TCP 3,4, 5-trichlorophenol 3,45-M)yna71/-4 197.4
16 2,3,45-TCP |2,3,4,5~tetrachlorophenol {2,3.4,5-7h590071/-1 232
17 2,346-TCP |2,3,4,6-tetrachlorophenol |[2,34,6-7h390072/-1 232 O 23.13
18 2,3,5,6-TCP 12,3,56-tetrachlorophenol 12,3,56-7k390072/-1 232
19 |PCP entachlorophenol A'vasnnlz/—N 266.3 310
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Tk ABEOFERERDRNIE, BEMREB THLZL, CABELAES THHILE:
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2. EBOEXREBRE

@Dy TEDRLBEERFIELL UIREERBEENSHD, ZOFETEAOFHE
DHBENT LD—HEREBERICBEIE I TAA Ny T HERT LD THDLD, Koz
EBAVELET, BEOERELED TORWaDIZatro BMIZE->T iiﬁiﬁ'@béo
Lol IR ZRAEROBIHCFHRIENLELRS-D BE{LPREETHY, E/-fakR
THdh D, IHITTTAF T T E2ATOMIL GC DA —T R ELHIE TERN-DICERS
FICIIREETHEREDR EEFED, TZTEELIIHEBLAFEET GC A—7DiR
ERIBEIToT-EEI T NI T RATZ DI TAZ T B RIEUT, £ DEBERERK
EXURT Y, ZOITAF 7o T RBIIRROBR I RALRAEERNRE LSO
BTN A~LRASTIRALS T THIOREERE TAOENTLY, BrEShi-REE
1.2mm DAT UV AE THHBREEREATF 2— 72T GC A—T U N~EEAL,
ABFHEDLBEDT DD —EIREFHT I TAF N0 T HERTDEDTHD, 128, 5778
AT MIEAEBREATF = — 7 Feml K MR L 72 &S 3mm, N 1.5mm O&F
THAHTMERFRICEL TR T DI KD, ZOEB TIX, BRTADOREZH]H
THIEZED, DEEI T ADA~RETHBRBEROEL RS\ CHETHIENFRETHY,
BRI ZEROBREZE ml~#+ ml/min OB THIETIIIERICEDHTHD, Ti-,
WHROBLEE KOS IE ORIl % EREF OB BRIC KVBRE I WRE Th D720 BEIL
YRS THD, SOIZ, DEEIT LDO—EFDOHERBHNTH-DIZ, DEOHEET-190CULT
DIRIRICHH T DZEBRIRETE VNI T EP IR TED, RIELIZEB TIIER IR
DOFREAH 10L/min, WEERICHET5L4 20ml/min DOHRET, -190°CLA T DG HIA
FRE T oz, LHL, K 1 DEBEEOEEAVIEEITIE, WS O0BENELT, Zh
BOREREZDORRIFIEIZ OV TRIE T3,

N2 Gas

R 5
B oo

1 BELIOSMF NSy THBOER
1 RR70—arh0—5—, 2 BRI, 3 B3TBE

4 HAEFEAFL—T, 5 hSLEEE. 6 HEHISLA
7 3EA0, 8 #HB
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3. MELIZEITOMBRETDRE

B 1 DITAZF Ny 7 HEBIL, R 50%LL T OBREE T A+ ARSI S RIRIT A2 s,
RSB RRE CHEA LTI EEB L L T 0BG REN ST, — A BI1T
RERRF COREEREAT 2 —THHAETIHETHY, “HBiruvhIa Lo
EDRFFREEIIEH T2 — 7 BB HAWNI T v —R b33 TH D, VW TFhoEE
HZERPDOKGBPWHSIN, REBREAF 2— T NN BED S 2O E IR - R E 5
ZEDBFERTHD, LT ORI OVTRT,
1. BARERFMBOAELZFOERE

AZHMeRAEZERANCRBLIORE CEB 26 A IO KRB LB A0 K&
BREREAT 22— T EHmIrOWR T DERFOKSIZINF 2 — T N - BEELF =
— 7 BHAELTCUEIMBENEL, ZORETIII T4 Mo LU THEREL R WNEAY T
2 BRI RAEZROOBOHTEICE., BHRO P CIREZEENTILT B0
BEZREAT2—THNOEABREICE Y, B THERRIRELRD, £2C, 20
RIRRZ AR B7-012, B 10ml/min OBEN A REZEEAF 2 — 7 2ok
WIZLI2EZ A, REHEEZERATTICRE L ICb RS AE T ARSI A U
277, :
32 YOS LEDRKE—IBROBREBHBROBREOHE

LICRT7I74F N7 7 IEEE FAVT40°CD GC F—F N T, BRYTF L (PE) DE
SFRERNME 15 SNy T U412 GC DRBATEBIBL TR a5 0% K 2.A
(EBDIZRT, 203 Ma T A TIIR B 1~8 DEEFHICIBVTIEE 7 PE D/ A 0ZS 5
TIRBASNR2WEEOY — BB, 2 n-CIVBLWY n-CIEDEE—IRBFD
AR OE — LA TEE DY —IiEEFF > T o —R AR —2 Lo, &HIZ n-C20' L0y,
IKH R DIEHR O BERMEICZ U oTe, ZORRERARSIDIT, 7543 Fv 7%
BEISETWDRFIC GC A —T7NOBETE2BE LA, SBEITLDBHAL TS
- SMEE (B HIER) D EBICZE R P DK EREIL T TEIOK PSS BITABEL TNBZ LRSS
Mole, ZOZENDE 2.A DA77 Z 5 ETORBESIL, Ny 7 2EIEL T GC S4B
BEUTZBRIS, 3 BED T AOEEEEROIRE N ELON LR, by 7SN TS H8
BRERICAE THZENREEE 2 b, 2T, DBEDT 2O HIER R D & E 0 A
THTZL, KRG EEATEZEROBAEHSZEEZR T, ZO BHIDT-HICER L -~v (0
Dy Fa—TERIIRT, vA/uV ey b a— T I3 REEE TFERIIMILELDOT
DY IREZEREATF 22— 72N CEIRERERIL, (/0P 2y b Fa—T7 N TERH
WZRILL . ZBEDERARELRVAKEE DOESENOHEH T 5720, ADEEATTZERITIEE
WETF a—THN~NFMALRN, ZO7d~vArayzy b a—7ITEEBRRERY ., 4
BT DORIBEE~DK DA EE IO~ T ADE— IR E B2 R EEE T2
TBIEWBFRETH T, Eo, KEFORBMBONRE RS TAHILT, BHEIEILEIC
GC A —T U NOBRMBZERIZIV D BED T LORBEHIEOIREMHONNT L H 54
‘L,

MEMEIERICZK 3 FOITMERFROBERLE, v~ A7V xy b Fa—7 R f i
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AR CHEB L EREEE 4 [ORT, vA7aPzy b a—7 RERRFHTIEN T MR
B ASKIC DI, BRI GC A —T v hbORDEEI TONTIHAHE L&) 25 B
FHEEE FBR-190°C UL FOIRE Tl TV\V5, TDHDMBUZE-T 0CITRBNTH
SKARRLSALICET 51 40 HRENEE FRSH->TWD, ZORRNPD, K 2.A.0/341
25 b FICBRIS RERY — 7RI, S EED S AOBEAHIREOELHRRE B
BRFbhRNEDIZ, Ny TSN TWES B BRI BB Z AL T WAZEMBRE
LEZBNA, THUTHL, = A7uV ey b a—T B A U BRI, 27 MREFE R0
ICIHEN BT BT HRE THAID, EHE LK 3 HRE FRBEED, 0CTOD
BE FROEDLFEY RN, M GC A —7 VREMTETRE ERLTHDIE
Db, ZOBF IR FEY AT PE OB RAERDE 15 SNy 7 LIRS
GC S5Hix(To TR MUy T 5% 2.BICRT, ZORER T, WThor —sbidiER
CE—ZEERUIE B RY — 2R TH B LN DD, iz, GC A —T7RITiwhLI AV
RFBRBLTHOWRE LEDICEIRL B/ 5B (GRE 40°C, BE 90%) IZBVTHRROE
BA TV, EERE— RN BONET AR LT, ZORRPD, ZWRRETICE
WTCIFAF NI T EITIBRE T v A7uP ey Fa—T7 AW BED T SO HIER
FAERERBERRUCTIIEICED, DEEI T L~DOKOAFERE . IEF Y —IH
Wbl B a<v T ARBLNDZEN 30T,

A TAoO02xybFa2—TFRER C1

n—-C8
HS4FRSYTELE / n-C11’ n-G15’ n-GC20’
GC R BRsHbth
HTIYT
. /

B. v/ rybFa—TJEH

A vy J LJ
7/

15 20 25 min
2 PE/R/QYSLEDE—HOHBRORELTORE
#4) fR1F;5 BE - 550°C, ASLARAE: 140kPa, A1) vkt 1/50
43BN Ia: Ultra ALLOY*-5 (5% IL O AFLRY L AXHY)
EX 30m WE 025mm [EE 0.25pm
GCA—T B :40°C—320°C (Tmin, 10°C/min), i1 & :300pg, IR :FID

074
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SoFDOBHIEERHERT AT, 40°CD GC A —T VICRBIT O HIBABNO DT I
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_50 -
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VBRIV VT ERRIEENT, v A70Y ey b I TAF Ty T2 AW TRICEB
#1057y 7%, BHEEIEL TGCaME T o> TR /e~ b 7 0%K 6.BATR A5,
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N3 L Ultra ALLOY*-5 (5% T = LU AF LR Ox42)

& 30m KNE 025mm JEFE 0.25pm
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ETNayh- R fuif P —& RN SiriEo—

DFETHWDEBEEREZX 7 12777, EGA T,
REOHET 700°CRREETHRIEL, B e
BED GC +—7 Mk
BELEAEEEREXYETY
—Fa2—T7 CEHZXEDLIZKR
HEB~LEALTE=F—
THFIETHD, ZOHHTIE
ICXDBE BT (TG) D%
SyHIBREBFLILT- EGA HifR

Fr)¥—H R He

DITRET AT (EGA) 35, =
B iR EEE A =BT A 20°C/min
SR 2\ ZRAET DT A% 300°CH—FE

ROBREKE
40°C—700°C (20°C/min)

ATV 9b/ZATy9RL ZEAR
MSEDOEERIER

DELIL, FYFHEHRIC

BENDERMER S O
RERE D T B OB
DOIEBRNELND, TTIv7
SRR LD EGA #h
BER 8 IR, 22T

- >
N N——

GCA—T>:200~300°C— 52

FERSRATESY—Fa—T
(R&ZE:.0.15mm, £&:25m)

4 S>OY—IRERIENT,
BRI E &5 E (MS)
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FRVEAITIE, v RARI MVINLH HIREZ OIRE B COFREN AR EHERT D
CLNTHRETHEN, IV EREES-DICIE, FRERES CRETIVALZ SRS
SATSBUEAL., ZHEN GC %475 Heart-Cut EGA GC 3T ATIMENRHD, T
DT DT DIHEL LT Py-GC VAT LEH 9 1TRT, ZZTRE T A vayh 3 (ad(
P—% GC DATYY M ATV N AEA A EEICERL, GC AR FEICITERAIR
HAEEOBRRWRBREAT ¥ 77— BT o, BIRRABEAT ¥ 77— i3 A%y
NP —HA(He) A DOFREEEL TRY, GC HEARNPOIBENT L~HATDF Y
X —HARIEE B IDAF YN Dy — HACBENPZ DL AR THD, SoIZ. 7
BT ADOEAOFHEICIEvA70Pzy b 7543 N v TR B T, B iR DR
v ha—F—it, REIOMBBAICE DR CRIABIEA BRI~ 7aP =y b
IIAF Ty T H BBHIHL, SHIT GC L@EFEETV GC A —7  OIREDFRRIFEAT
bRAZLICEY EED 4 BEBESETE AN TDIENFRELR> TV, ZOKE
RV CHIELIREES A~D \ICBIFBRAETADI < F 5% K 10 1273, IREHE
45 A TIIBBALBHIEFI D7 2NV T F V25 L (DBP) , IREME S B IRV T FNAAZY
YL —hDBSFRAERRB THD iso-T FNAZZYL—h (iso-BMA) & n—7 FIVAZI7YL—h
(n-BMA) 3L Tt n-C20~40 D{kA#E (Wax) . IBEEE 4y C TiX B &RKKIC iso-BMA &
n-BMA, {REEESY D TIIRIRF L ORSIRAERN CHIAT LB/ —S) ¥ A=
— (SS) BL UM ~=—(SSS) 23 STz,

Rk D 4T T8 TIToIo B & T KAR I T E 1R B T HIRS N D58, ABCTRAE
LI=FEEMEA R Py-GC VAT AEMAVZSE | O BRI SRR A B AR ~EA
BT T ETLTHEELGEIN A0, KiE2RHE ORI L2072,

— ~
(o]
TN
T
A
I T T T T T I
40 100 200 300 400 500 600°C

X8 353y AS MO EGA B
MMRIFEFE : 40°C—600°C (20°C/min), Fv!)*—H X :He 50kPa, A1)yt : #11/50
REHIESBFESY—Fa1—7 AZE 0.15mm, £& 2.5m(UADTM-2.5N)
GCA—T B :300°C, A& :05mg, HiHi3%:MS(m/z=29-400, 0.1Scans/sec)
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AFp AR Dv—H X (He) BRAX

RO REE

He

GCA—T >

H9 FEMBBEICETIERREESDEBTHAT LA

DBP
BEES A
i
__—iso-BMA
R&Eﬁ B /n-BMA Wax (n—-C20~40)
] Alll‘l‘llllll‘
/ISO-BMA
REES C __n-BMA
Ll L
S
REES D

| T I |
10 20 min

X 10 £BEERICBITAIREARBESTDIARN S L4
5 RIFR HE : 40°C—600°C (20°C/min), HAS5LALOE:140kPa, XF 1wkt 1/50
$5 La: Ultra ALLOY*-5 (5% Tz = LS AF LR O%H)
£& 30m AE 025mm JEE 0.25um
GCA—T B : 40°C—320°C(7min, 10°C/min), X338 :300ug
B 3% : MS(m/z=29-400, 2scans/sec)

o
=
ron
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52. KYRFL (PS) hOBRBAIVITI—DEEDH

PS IIARARBIERINAMEITHN, TOFICETNIREA Vv —IIAGIE
ETHHIEDD, FNLDEESINIBE THD, HERIZZD ST ORIAIR L A HIE
IZEDFTo TR, ZOBREIIAME CERBZETAZE00H LW AIEREE T
Fro T, L FICRT Py-GC 2RV LA CRB LI T4 Ty T iEE b
FT25Z812kY, PS HOBREA VT — D3RR T,

B EER IV TE S TR R OERME R S O BB EITOBRICIL, 2P 03
12T 100%BEE SN D LREIC, B T B OB RAERM DY — I 3 EBOYE LD
RNV T B #TONERDD, LU TITHFH TiX, PS OBSGRRITEY, H534rxt
B L ARTF LT ) — BXON = — 0T 5729, WA REORGHIED TE
BEThD, FZTC, IIUDITBBERMEORITEIToTe, RIRFLREIO Y ImuAz
Wik~ A7 D TRE Y71 10 1 1(200 1 g) BB 30°COEIRMENT 10 HfFE#
LT, 40°CH>5 20°C/min DFIBHE T 600°CETIMEAL T, EGA Z1ToofR %K 11
IR T . ZORERICEB VT, 100°CH5 260°CIINIT TOMAD e —2&, 260CHH
550°CIZHNTTD PS B DRI — 7 BBBIS =, 22T, 100°CH5 260°CIZhNT
TOE—2TRBHRICTERE 35 (), (SSS) REDMOKARRISMA ORI LI — 2%
265, ZZT(S) &(SSS) DENENDL FAF L THSD m/2=104 & m/z=312 D~A7u
2 NG LERHNEET S, (S)1Z 100°CHE 240°CITANT T, (SSS) 1% 180°CHo 280°CizhNF
THERTAZER D o7, UL, m/z=104 DAF %, 240°CHHABITHREE H3HE ML T
VWBZEDD, 240°C UL EDIREETIE PS BEDIRT AL T RIS, BURAERE T 240°C
U T CHIUENHDIEN DT, T, F—EHE iR L T 150, 200 3118 240°C
DBREE THT ERRBBAE L., BRSO EESITN B S 2 BME AR AR e
12 (7T, ZOBE, REO AR LG R E 2 5729, 40CH5 20°C/min TH-
BLTEAMERE T TR ZMAL, T, ZZ TRV AF L BROBS R
TRVNEE T THRY

ﬂb?‘tﬂ%%?ﬁ“ﬁ% @ EGA #i#R BRI S :
AN -9 Z oY ) 2 2 P ORIR
HEn2lizn¥T
DB R BB D = _
% 100%LEEL , @ IYRHYARKTS L
x/7—
72 150°C TE I (m/2=104)
¥EFol B WWK//T
(E12H0ABX (m/2=312) /f\"/ :
T ANITIE(S) I 5 % b sboc !
T 100K B 11 RYRFL D EGA BBEE/I— 5 &Y
i, (SSS) % MT—DELAALDIRHYOTNT S L

100% 33 37- ESMRIFRRE100°C—600°C (20°C/min), ') 7—% A :He 50kPa, 60ml/min
_ N . 2Tkt #1/50, TEHLEEBFYESY—F1~T :AFE 0.15mm, £ 25m
IZiX 65 e ELIZ, GCA—T 2 :300°C, SR 4 0.2mg HRHIE:MS(m/z=29-400, 0.1scans/sec)
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—ﬁ 200°CCRYREZ TG4 (K 12 D B BLB) 12 (SSS) 13T 100%H+57-
TIX20 2B Uz, Fi2, 240°CTRPE R T BE (120D CBLIUC) I2kL, (S)
k(sss)@?&ﬂ%%xﬁ-f~ IEBRE O RFERFRHILEBIZHEML 100%2 B2 AHEIC o7, =
B ERENE TED-DIIRY 2 —FRBOSMRIZEEST- (S) & (SSS) 753‘%}5&‘.’5‘6f:bbk%
AbND, ZORERLIY(S) & (SSS) ZRIBFICBBEL., EBITEITIEDIC, 40CTHD
200°CE T 20°C/min THIRL 20 73 EIRFF T BBLAE S Bl & LT, ZOBE & MET
PS ORI S ZEBRE L TRru~ b/ T0%2K 13 17T, 2o CREINE () B
LTN(SSS) DIEBSTEAT oI LZ A, FHIBRERE LTI Fh 232ppm & 913ppm T, 2D
BB 5 B2 LIIE DOFERHE #ER 2 (RSD) 1T Z N 1.9% 1.2%% BIF/ekE R
Thol,

(%)
200

T
o 150

o 200
A 240
’ e 150
' = 200
' A 240

Bafh RS SN (%)

T T \ T T T T
10 20 30 40 50 60 70 80min

THZHT 5 RRERREM

B 12PS ) S BLU SSS DEBIBEEHDHET
B RIFEE 1 40°C—T1°C(20°C/min)
T RERKEE

YyavFyiw—
(_L\
SSs
S SS
| oL
T T T
(IJ 5 10 14min

B 13 PS hiERMR S DOIOTET S A

F4)7—H X :He 140kPa, R vt :#11/80

$H5 L :Ultra ALLOY*-5 (5% DT LS AF LAY n%d2)
& 30m AF 025mm JEF 0.25um

GCA—T /R EE : 40°C (1min) —320°C (20°C/min)

FAHE: 200pg, HH2E:FID

- 113 —



6. £&H

AR CRRBLIEvA7aPy T T A 13D BOBEECRE I BEN T LD—
EHA-196CITAHL, 7o bR OBE VRS EN T THIERARETH T, £
2. Py-GC 1A A2 LI X0 FEMBGERIC R I AERIRERE 2 O BT, @
FHB B OBERMER S D ERDITRE , ZOMAFHE REIRTHIENTEIS,

SE M

1) H.Ohotani, S.Ueda, C.Watanabe, S.Tsuge, Y.Tsukahara : J. Anal. Appl. Pyrolysis, 25, 1 (1991).
2) $M, BIE @ SAEEZ, 100, 1 (1990).

3) D.Kalman, R.Dills, C.Perera, F.DeWalle : Anal. Chem, 1993, 52 (1980).

4) HeiE, B . EERNRARIa N T4 —HRKREESRE, 138 (1993).

5) FEIR, ¥ERE, D, K4, #HE : J.Mass Spectrom. Soc. Jpn., 332, 46 (1998).
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SolGel £ D Hr /2 BY
SolGel 1T A : BEMMN EZDREITONT

JLIRHERR W Gary Day, Angus Hibberd and Gerard Sharp®@
(1) SGE JAPAN(#%), (2)SGE International Pty.Ltd

SGE #:TiZ. SolGel #l LEEMH D 2 HHEEZ A T 5 MR MM 2 I i =
FTSH5GCHFYESU—NSLEHRLEDT., TOBRERT S,

SolGel 11 T LADBEHEIZIX, SolGel M ZERT 2 IR E. BEMHZERT ST
BO2TRENDS.

FBLOTETR. 72— X RVUARBTT RS TINFNT T RMASIEL.
MAELHRIC 72— RVUAREDS T/ —NVEI{IEGEEIETS, IHITH
2DITFELT, PDMS £/212. PEG DEEMZ SolGel HOKM S 5 ) — )V
LS SE 5,

SolGel I LRI N Tz 2V R EDKNBHIEDKRMEEZETASMS /L —FR
DHTLAZRLO LBV LRINVOENT Y — REERT. ZHid. SolGel #4t 3
KRITHEEZETHDT, 7a—A RV AKE DL EICHENEEHOBEEL
DEIEHNBBF W=D EEXEND, BEHOLFESEARL O MAMmMLzZZ &
D, UTFRRTEIBMENEG SN,

PRV EOHMBEHRTTI—RLURNVEELS TEEDT, Wax TDH 5
LTHB SolGel-Wax OFRABERMIIT 0SS LT 300C, HESH T 280C
LD, KD Wax RA S L% LEIZHEEZE T EBERoZ. £, 100%
PAFNTOFY COEEMEE T S SolGel-1 DR EFM A ABEIZ360C TR D5
M360CTDTU—RDLN)IVRKIBIZEHEBEBIN TN S,

CE 7 ANVRUBRAKCHT A@MAEBRMEL, KHOT & % 300 BED
BUAHM LR TOEORENMRICERT S LB, 51T,
HBUAZAEREZEL., 7IVa—)V%k. ZhORBEOHEREIEWRRTY
XD KB BIFRE— BN ESNTNnS,

S, COREREMNL. BESH. BCANRFUNEZETIREREA
DISHRKBIKFTOEHER THHN\OBERO MR EEEENR VB2 E
7N A= mERB OO SN IS,
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Sol-Gel Definitions

« Solis a stahle suspension of colloidal
particles within a liquid

e Gelis a3 interconnected network that
expands in a liquid medium- limited
only hy size of container

 Aerogel / Xerogel is a material void of
all solvent [commercially availahle)

f755E
Coating Capillary Columns

- gcr-:;;%“ g A:A:.,,me,

Sol-Gel Template

s i R
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Goating Process-1

The sol-gel process:
Involves hydrolysis of an alkoxide precursor followed
hy condensation to yield a polymeric silicate network.

SilOR) , + 4H,0 + Catalyst
— SilOH),+ 4ROH Hydrolysis

5 775
Goating Process-2

Stationary phase process:
in our sol-gel materials the stationary phase is
anchored to this matrix.

GH, GH,
i-8- 35 €E $§ ﬁ
ﬁ&i €§§§

SolGel-1™

Pﬂfﬁ,

| l
\ 0 0

PEG  —o—si-0-$i-0-cH-on 0
K

SolGel-Wax™
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| AFEEE
Advantages of SolGel as a Phase

1.Inherently inert

2.Bonds very strongly to the surface of fused silica
3. Good retentive characteristics

4.Veryresistant to aclds

9. No cross-linking contaminants

f755E
SolGel-1

Phase : 100% Dimethyl Polysiloxane.
Temperatures : 0-360 dey C.

Application Area:
SolGel-1is recommended
for highly active compounds.

Features: Lower Bleed
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Activity Mix on SolGel-1 -é

Benzoic acid
Naphthalene-d8
2, 4-Dinitrophenol
Acenaphthylene
-d10
4-Nitrophenol
2-Methyl-
4,6—dinitrophenol
L 10 9. 4-Aminobiphenyl

o0sw

0]
QN

10. Pentachlorophenol
. LLaL 11. Phenanthrene-d10

=2
Robustness of SolGel-Wax

1. Test mix analysed

2. Carrier gas turned off at 250dey €
3. Golumn left to hake for 1hour

4. Garrier gas turned on

9. Test mix analysed again
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- f7oEE
Baking SolGel-Wax

at 230dey G, no flow, 1hr

45

Components
1. Solvent

3. Tetradecane

l [ | U Before ) Solvemt

7 min 4.1-Octanel
9. Hexadecane
6. Naphthalene
1.24-(DMA)
8.2,6-(DMP)

5 ISL5E

Retention Time of Acetone in Water

2.300

2.280

2.260

2.240

..o () o&"' 0‘ o‘:. ~ v .
oy “' :.::':(:' '3‘!‘.?"., ‘:?,m. .5’?:*. "",?"a

2220

2.200

2.180

2.160
0

50 100 150 200 250 300 350
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S/N=14
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BFRHOLDGC,GC/MSIZH R LTEIH?

(mmrrsrgzrzezmL: OPTIC)

PTViEAD%EOPTIC DRI E /BB &R T 52 LCLY, FEROFEGH I DS
KHTE A -GC/MSHATAT AL A0 EL 720 PISHE BRI B B R 5941 R T

=, : s — d £y
FHULWKEZIAZDV AT L ADBELPTVYSETOTEEE DR
BRORREEFALATEEAEALOAL p— = ) L
FUOBERBHEPTVAREAATY, = c20 PTVAREA
jonon Tenax TA
WBRHHENRT 2O OEE = 3.4 44 0.2ng/ul
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