5 SRR L R R A HE VLS I (POPs) B4 5% R 24 POPs IS
v —, TiRAFLGETRIRE POPs SHTRNES. FREBFEMKILERAK, BT
Wik B, AXRENTHR T U FRERFMERABDERRIA, NATHER
BoE R ARG TAE, T THRARY S -5k, 24- 8%, -8B, 4-%-3-
HER. 24.6-—EBMAAERSREEARLXYRNITEAMESE, SHBEITHZ
BEFH, ALTHHLS AT SERRIRIEAE S PR R EE K R AT

(1) WRAFEBESHEE- B FHRRI T &LE, ME T ZFEM AR
. REBREEERMNER, HEHEBATF 0050 g/L~30p g/l 28], ERBIAERMTT
0.51 g/L~100u g/L Z [8];

2) AR T Tl FKEB A R BREZEI&M, B pH EHR 11 dU5MEKE#AE
HEEBUEF], 76 150°C FXEEL 80 4, ZEMAM T, XNEBIKEE 0.01 1 g/g FHH
MRS, ZEEREWEAA 80% ~115%, RSD 4T 1% ~15%(n=3)2 |a]; F&f,
#—5H9 SBWE SEAERMBAREAR, A4 ENHRIERE T LB,

3) B T M M B R B R R B S B B ERE &, Bl pHEXN 9 1Y
B KIS R VE A ZERURH, 7 02MPa TR 6 404 & HT, MEENKEE 0.01
u g/g ZANMERYHE R, FEREUWEX 75%~120%, RSD T 1%~15%(0p=3)
2 I8];

4) % SBWE-GC # MAE-GC M T 8 )LE A FAEIRYR & R EBY R
4 RlE, BRAENSIWER—E, RSD 4F 1%~13% (n=3) ZI8], ES
R SHEHR RREAALL, ©AWE. )

Wi, HESTILE WRFAKER MEHEHER €k SMHERER
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Abstract

Sample preparation techniques play a key role in environmental analysis, especially in
the determination of trace or ultra-trace amount of persisted organic pollutants (POPs) in
the environmental samples. Recently development of sample preparation methods
concerning organic solvent-free or less volume of organic solvent consumption is in the
edge-of-state of this field, due to the concern of the hazard of the organic reagent disposal
to the environment. In this paper, two new environmental sample preparation techniques,
subcritical water extraction and microwave-assisted extraction, have been studied and
applied to the determination of some trace chlorophenols,i.e. 2-chlorophenol,
2.4-dichlorophenol, 4-chlorophenol, 4-chioro-3-methylphenol,2.,4,6-trichlorophenol and
pentachlorophenol, in lake sediments. The results of this work are followings:

1) The optimization of operation parameters of GC-ECD was studied for six
chlorophenols. Under the selected operation condition. 2 high chromatographic resolution

of chlorophenols, a detection limits (S/N=3) of 0.05u g/L~30p g/L and quantification

limits (S/N=10) of 0.5 1 g/L~100 1 g/L. were achieved.

2) The operation parameters of subcritical water extraction were optimized by a
three-factor-three-level orthogonal design. The optimized operation condition is the
temperature of 150°C, extraction time of 80 minutes and pH of 11. Under the selected
condition, the method could extract chlorophenols quantitatively 1n spiked samples, which
contained chiorophenols of about 0.01 1 g/g. The recoveries of chiorophenols were in the
range of 80% to 115%, and the RSD were between 1% and 15% (n=3). Furthermore, the
combination of SBWE and solid phase extraction was studied.

3) The organic solvent-free microwave-assisted extraction procedure was optimized by
a four-factor-three-level orthogonal design. The optimized parameters of MAE were the
pressure of 0.2MPa, extraction time of 6 minutes and pH of 9. Under this optimized
condition, the method was successfully applied to extract chlorophenols in spiked samples
(0.01 » g/g). The recoveries of chlorophenols were in the range of 75% to 120%, and the
RSD were between 1% and 15% (n=3).

4) The SBWE and MAE were applied to the determination of chlorophenols in the real
sediment samples of Ya’er Lake. The RSD is between 1% and 13% (n=3). The results of
the two sample preparation techniques were in good agreement with those achieved by
Soxhlet extraction.

Keywords: Sample preparation, Subcritical water extraction,
Microwave-assited extraction, Chlorophenols, Gas chromatography
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PR T B ARERES L ESE P S E T EERL, ARNEZEXREE
AN TR RM. BRMLEREREFUES. RETERBE. £ZBRXIIMR
S E=EY RHIVE A LG R R TAL B R - A Y . % R 3EA (Soxhlet Extraction,
SOX) . By, ZHiE. W, o, IES/LHH. REFTE-RECHARMF
R, TEAREAEK. RESEER BHESBHFEMBRKNIEG, FERNRE.
HNTRBM—AFEHELTFOREEIERY, gAEFERLT. EZ LBZEATER
7, SR, S0, NEABRAES. B4 EAESIERHRFERLE
RAEFY, BRABMEYRE L 55%, BBYRS 2%, HR 3% HAE RN
WY, MHREEARKNSERERRES, MAEN™ENEXBEIEBENHA
ELY RS AEE MR RKEER. WEMTEFR T —MHERARE, XRRES
THRPFE. BHEERNEE. Filt, KERERE. E. Ffa. NMEHRDEH
EVBAMRFRERESSETAERTE, SRAZSHESITUCERNBAFEREBLZ

——

r'-

EEMTMAAESE, EEREBBRE LA E T KE &7 64 KB
( Supercritical Fluid Extraction, SFE) . BEfEMZE A (Solid Phase Micro-Extraction,
SPME) . EEKHBEIZXEY (Ultrasonic Assisted Extraction, UAE) . MEBFIZE
( Accelerated Solvent Extraction, ASE) . JIH#A825HY (Pressurized Liquid Extraction,
PLE) . JAZXHE! (Membrane Extraction, ME) . ¥ %HBIZBl (Microwave-Assisted
Extraction, MAE) . WIRF/KZEEL (Subcritical Water Extraction, SBWE) %, ¥
EAE GO MM BEARZXN T RERE.

S EARIERE R P IREBEFAFE IS EY) (Persisted Organic Pollutants, POPs) £
AR YA FESITLENEHAR RS, XETERH TEAFELS (LR, T
Ry HARKE R, POPs S BE, HEAETH™E. EFENRNE AR R HERD
FEWMERAE SFE. UAE. ASE. MAE. SBWE %. H9', SBWE I MAE ¥ £
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00 FEL L REBRRNFHEA, ENAEAENER, SERLIBEIERN, AXF
Z U R R ¥

1.2 TR KZERF AR EAEFRER R ALIE PRI A

1.2.1 WE5IE/KR SBWE BI%ER

HiR%

FERBTHEB T KRS, EHEE

ETF,. RELEFHIYHEBTK, X3

BEMFR, KORESEE, dHEVYNSEREED BRI, TkRKBHRLA

EiRK. Bh#HuK. &
b FEE AT B &
FEHIT LSRR K BIR . FI

ERKEHGESK, RIEE—ELAT, HKm#HAE 1007CLA
R, KAATHRBFAREREDY. B EiEFKEERE 8
Ak AR, BERE, BURE LiEFRKAFNY

YRR e A K38 . Toshio Yamaguchi®RFR 7 WG F . Bl RF AR, i

XA, (LS REE,
& BOREHNENA X, BEREOMN, T
Bt T JUR LSS

CEEREMNEHNER. BTKE. BTH
7 Il FF 7K R EL R FT T ERES T . &K 1.1
RIS R ERRKEANAFRE TR EEE. o 1LK

MAEERSREEFRRAXR, HREARS—eEEN, HERES5HIERNMES,
T A5 X 5 LA D P A BE ) K K358

ALY, L. HY. SYSEREAERTEREIDN, oEKH TR
KYEAZERIER, EEATHRAKERZ®HAK
BRER, LB THYETIRAKFHRELML.

TR\ REMELR, FRKOREEBETREMTHF/NEA S, FRERET KT,

Xt¥, SBWE REEFMHERMEEN.

(HPLC &%) , ZXE i HBRKEERAKF
AEEIDRNBREEAR, HE




£+ H K KX F A £ # X
£ 1.1 KRHENBEFGNRELHS
T EEE « B TR LA ¢

Ll (BB () (5MPa)
A=Y 1.89 50 71
x 2.27 100 56
—EKEE 8.93 150 45
73] 20.7 200 35
ZHE 24 250 27
23] 1 33 300 22
7K 80 400 8

SBWE 2 —M#FHSEFATAERK, 5-ELRNEHNAETEML,

i SOX, WEHKE (PAHs) . ZHECE (PCBs) . ByRFRVWHIERZE, [0

WREKFHYREFRIRS, BEREFESEE, E0HENE, EREY, REER,
i BB AR B AKERERER, B—MHEREBERNEEBERRZK.
SBWE F#ASMEL (HIzhA) MR, WERSEEREFTRER, KNAXKER
MRS A GG, Wal USRS T MY, A Fisher Isotemp 4PP T gl
%. W5, SBWE SHESTHFERNBRANRRERY, RothEFNREREENYTE

BRIE

1.2.2 IR AKERPMEHEK
1.2.2.1 FERREME T

SBWE MR T EEXWMEEREE. BiIXKEKNIEH], TLUEEM MR THLEK
EPE. B RERSEAEWRT. ExmRiE, EERERRM,
23 . BRSSP ERFERANASFREAFTIY RN, S FREREY
HHYE, 100CEARTRERR TS, X TRERENERED R, LT
WAL S 89% ~

ERNEE T AR HERE, PlinEEYEE 100°Cr R

110%, T PCBs B 250°CH R R A A& R 87% ~105%1%,
A, TiRRAZEROBELSHELIEEHMREX. Yu Yangd "SRR TIGR
K, FRMNEEEEA, Fibn. ERESA. BERES C18 ME S XAD-4 # A%+

B ESEBRIMAREYIR, KR R R B 3 Pe i 3

E R R AR,

HARPE2FE

LR,

. M i—

3

.
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KEBARBERE T 0T LA AR MR S S ia k. $4LEE . RSB RIKERE
R, MERERSHEETRITITRMRSERRS C18 ZHREEET, X TR
WRSES XAD-4 Z A~ BF/ER, BEERMNER, EEERHEERERER
SRR, BEREXK 200C.

T e /K ZE B A X B A BIEKBHK, RE&E SR ED{EKERFFERRES A
Bl r#RIRiE—fR % SMPa, Hitt, SBWE REBESERE EXLH.
1.2.2.2 ZHHS[H]

Tl AR S, —&/F 1 . S. B. Hawthone®' % A F
SBWE-SPME BHA, EELIE. FIHRYPH PCBs, & 250°CHRZAR 1 /Met, Bl
Ik 5 EERER 18 MIHFIBERAY. XALEFRKEREBHFASH, BXLE
ANEBRELE, XERAEBIMEEK, FHLSHAIREBEL. Audrey EMcGowin'%&
AFBBATIRFKER PAHs fl—25 85, 110°CH&AMH T 40 781 B BRI
F(47%~T9%) B0 BAK FEE 20 2B B 2 (78%~91%).

1223 ERELE

EXEREHRE, REBANEEREMNREREZE R ERN, KRkt 28I =,
ERWE KPP ERENEREYISFT —HIrEFTLIERBEST, FE—H
S/KEEFE . Eik, XA SBWE SHrehrfE R, —MTEMARNRBITRIE. #i
i S. B. Hawthorne'®%& A i S SBWE-SPME B LK. B+ PCBs, BEMAT
ALK PCB103 1 PCB169 fE A NHRHEATRIIE. 4R KR, WimfRKZFERHKE PCBs
ETXIEFKEREES, RE 1%~-3%EEEKP, BETRHFITHEHABER, B
WA H G RAKEFZERE T 20%~50% i) PCBs.

WAMEE X ERRE, A TEBEEKFKEEIESTFUDEF FEIRLEE
1, HAELIFKZER AT RSP MAR KR, XHEFUYETIRF &G T R #
K BRI R AR R B, W EF B R EEREF. S.B. HawthorneP' % A ZE
XEA®. R, S5BRYFE PAHs B, BES. KNEXZE-—2HER
(SDB-XC) ¥ Fr—RERIRFAFGTHITER, RARGE, HABEME TR
BB A B PAHs. Audrey EMcGowin!Y% At SRBURUBI i3, X 5i# C18
WiESHRRY, ERZ EBHAIEREK. H5t SBWE BFELSTOEHRLY
. FEit, £ SBWE ZJ5, —BREHITEELE, WME-HmAEANSBEHAMENRE,

i - T
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1224 EREBFHER

e

VIR AEESEAEERAK, RIMLEX TR REREMNTIG, MR

& AR, ZEdZK B A — 3 B R, 7T LAAE 471 B . MM, Jimenez-Carmonaa''”
o A AFEBERH— 4B EN, RHERRLENTERFKERZEYR, BR

BHEAR, HRIFHERLERY. V. Fernandez-Pérez!' V% A\ 75 W il FK R B - 3

i) PAHs B, fEKSBMAT ZHEERERS, UMK AETRERED R8T,
1.2.2.5 SBWE S HAt R A iZa LB
S. B. Hawthomne!'P2& ABF%Y T SOX. PLE. SFE. SBWE & [BI AL ik &K Y

H‘_‘ﬁé {ZIE#F[I%EJ PAHs,
A1 PLE By [ 2= EE T &

ZRRE 12, FFFEAN PAHs B R LB ERL. SOX
H— &, BEXERAEREEELEE, FHLEFENZERF

i, SHHERPRFEEFEENENABATRANEIRE. FHl, J8&+H PAHs ¥
B HEKEY, SOX 1 PLE MimBEH LM ER=WRAT 076, BREEETHEIMR,
BETHHRE AR RS YIRE. aT ), SBWE B—MEBHTHERTHIR
RaTREBENY (In PAHs) 4T E 7.

%12 SOX. PLE. SFE. SBWE mEufs s tae'”

- _sox* __ PLEF  SFE  SBWE

HERAR (g 2 2 2 2

R B #¥70 CH;Cl,-acetone CH,Cly-acetone  Pure CO; Water

i 2% - CH,Cl, Toluene

£ 71 (MPa) Ik 7 40 5

BE (C) ¥ B R 100 150 300,250

FIE 15min/cycle 1ml/min Iml/min 1ml/min

et 8] 18h 50min 60min 30,60min

BREE (mL) 150 15 15(60) 10,20(30,60) €
' & A4-85E T EPA 771 3540C.
b & -8R T EPA FT8E 3545,

*SBWE 1 30ml 7K 10m] % (300 CFEH) 8Y3E 60ml ZKH 20ml BF3E (250°CEH),
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Mark S. Krieger"% AGFSTELE T SFE. SBWE HIEMAFHIEAER LR+
BRER, 4% SBWE MEBURERAIEREDNEIELY, SFEERMERAPEKT

EHBRRERUE, fEESE RS CO,

FIARER R A, BEFHERBERHE.

1.2.3 SBWE ZEHRE RBP4 EFHNA

Wl KRS AR B M-

LAk, ZESROMBETERZHENR, BilEE

BRI T IR ST, HANER T RAFPRIOS, T a7, 47

%471 . SBWE TR ER S B ENHAR,

M DA R Bt — 2L B A R P PAHS.

B

FEEPELE. KETRY . <K
PCBs. ByK. FHLERE. BREFN. REH

M, R13MET —ENAEH.

%% 1.3 SBWE 7EX I G AL B R A K61

E T STH R ER &M B F B Zl & S
o - &K 120min,150°C, SOMPa HPLC  77%~87% 13
ikl PCBs 250°C,60min GC-ECD  80%~130% 8
EEHRY  PAHs  60min250C.40MPa  GC-MS fRFSOX 9
W ®&  100C,60min,1.5MPa  HPLC  89%~108% 3
wEEEL ¥ 200°C,40min,50MPa  GC-FID 83%~104% 2
1R PAHs.  150°C,50MPa,15min HPLC  74%~110% 11
Vi PCBs  30min,250°C,25MPa  GC-ECD 64%~132% 7
W IR REH 20min,110°C GC-MS  74%91% 4

1.3 REHBIZEREARREEREFRALEFIHAKIER

1.3.1 B|H

W HEBI R 20 40K A

=

_—

H—HHE, BESESEYRE

i —FMFHES>EER, SHEHES
BAKAF T, MERERFINTIRNRFL SRS,
YRR E AR, Sk ERREGERE A

nﬂ

HEARFRBEY. AF
o 7 I REIRALIEFIRIRLEE,

Fl

HER, RRHERANEREFREAPELE S

BN, MERBRTHELR. IHUESEIBYRNERER, BN

W HIBGEVER, Haswell S.J. P02 A %t

=

o BEREPIRE AT, i




£ v HBEXFHRLTF LA

WERX ISR AL FEE IR REN.

SR AN T ER RN M PSR NERES, FAXMEERRS LM
A S ERY, FREREENER BTN, BEAHTREERNSR
BRELEFRMEF, RECHRENBTRESDERNT mitiE, WXE
CEM 7 5] #1 MES1000%%, MDS2000) R R 45, O.LA B 7195 BX 7165 BIGH#
B4, 1B AR Milestone 2 TR 1200 B HIHE RS, LLREM MSP-100 2,
SH9402 %, WR-2 BUF0 MK-2 Btk e B &, 20U#— R R H % 551 kL]
B, TAGMEEEEED. FHE. REE. A5HFRN, FERERHHEIZ
M. Fish JRPIEARNHARERY, THRREFENABLEEZRZFHNES, WEIK
R EIEAEE.

MEHBENER —MHLYERMERTLE S, HFEFARPE. B,
VHER. RN EFEY, FRTENRARENYE, BLKHE=RT &
B RE, LTS AERNGE, & T RKERER. R, ESRER
K, BeERE. SNERST, EXEMT. RASH. KRR, 4o, £
T SR BT Z N .

-

1.3.2 WEMBEREARANEEER
1.3.2.1 ZERENMEWN

EREARPEX R E TR AW, T & A B Ar R, —RERREER.
X 52 B AR A W U BE BE A BRI B, REIBAIRIEME, EHEFAES AR EE
AEEN, BHTANEGAREEFRESPERENMHEY. Ganzler K% AMBR
FH, EMBERNNESEANMBERB AN, MEFENNERNRRHTRS. % AL
FEIBNERR. A8, 28, —8 55, X, FESEVENPF0mes. Bsmer
HLRA, B BRI A —E LB fAR S Sk, SCARTRIE + LR
WEI/EE (1 1) EBRBEE . BRkZ5h, LERBFRX 5B FEREEBBEET,
X ZEHR B R E TR D .

Tk 3 Bh ZE B A FU R 4 F B EL &R R ER IR 2D 12~30 £8P, —#&h 20~50mL, F
BREARTBENER, RMSRELEFREH.
1.3.2.2 ZRUERE. EIABTIE]
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¢ # B K F H £ F £ # X

7E#t4F MAE B, ZEEUEEA RSB RIRFERS, R R B AR 1oMPa?l,
WEHT, BRMELSER, XAZTFHHBEXTYR. EREWRERERA R

F, iaF 115

'C~120CH, BEBYEHTHEKEERKPIFIDPIBI mag— 4R

BEEEKERTLME, THSEBERYEMME. Lopez-Avila V.PHEARIE
NRW, #—ERBEEASHEETNELKE, XIEAIE 145TH, RTEEK

miELEDIRIE

W3R, Fish JREPVZE A\ AR/ CH (1: 1) EEHLEREY, £ 150

CF AR 15min BT EERE, BRI DDT fR7IKKFF 42#~% DDE. DDD
R 2B F N B K G

Bk B R ) S ARG B BRI ERG R, NTARNYR, &E

- ERIIGNER

~— A% T A 10~15min. FER 0] 2 b 2 HUAT 18] B SE A Fsgim,

EREIEERKR, EXNOEIREEHFALHERBEREP, ERERUTES, —8in
i 1~2min BN X B BERKPIEDREK
1.3.2.3 EHEANZW

RSB HEERE RN, RERE AR ESHNHEREBRINY R, B
EREMY RN TEESBME NS Rh R EhERN. EELFAPVHARR/IESK

(1: 1) ZKEYL

PlEk & BAKTF 0.

MEER P PAHs Bug/g) » W HEIHEEEAN 1%, ¥L+H
05%, WEIMEFERTAEHEIR. SROIHFERUEHER

€, H&=HUWREN. XUEHLRESPHEIRNZERNES —EXm, mEl

JREIRE WA K.

AR, ERNEERSERFEEW R, EHKD R RRERERE, ERE

2, S FASKIBES, EXBNENFE, FHEMEFERMKS. REE
= \IFFRER, URK/ESK (1: 1) EFRLEPH PAHs i, BEXKTSEE

10%""”20%! H

R % 82.2%~94.1%, KA AEESMEEIERME. Onuska F.I P &

ANUBEHEEWMABRYFHRART, FHKIDI BUHBREZEFRUERR.
Lopez-Avila V.P2& A 3t 1@ L MR TR L#H1T T XHER, KIARTFHRELF

IR 59

H RSN — LR RNRR R TR E&.

1.3.24 SHEAMZERITVER LK
Lopez-Avila V.M A 8 L8 t0m i BhZE L ?Eﬁﬁﬁi*ﬂﬂfgﬁﬁﬂiﬁ&ﬂﬁzﬁ

PR R,

BAHIESI TR 1.4, IRPEIET R, MAE IR &EREZ RS 47

- . i Sl A



¥ v AR KX EF R T F AL

R nER AR BAEE . BB R AR RSN, AT UL %
AR —HRAE KRB ROERTUECEREA.
£ 14 MEHPER. RREN. BEEERELE

s 0 7 i 2K EY FEKIRE TR S Bh AR Y
A E(%) RSD(%) EURE(%) RSD(%) [HEWE(%) RSD(%)
R 66.2 5.2 77.9 3.7 87 2.1
a -73757% 70.2 6.2 69.2 4.7 94.4 4.1
R AVAVAN - 68.2 1.7 96.6 2.8
4,.4-DDT 108 5.7 128 3.6 116 5.6
K Y 79.3 4.4 96.4 2.7 85.9 3.8
BifT- 1 68.4 3.9 69.1 3.3 86.8 3.1
B ST-11 63.3 53 58.2 8.3 71.9 6.3
K 62.1 6.4 62.9 2.7 97.4 1.9
gt 68.6 5.2 85.0 6.7 110 1.4
HELE 60.9 4.9 69.7 2.9 95.3 2.7
TEE 65.7 5.6 73.6 7.2 80.8 1.6
LEHR T 44.8 11 21.9 96 107 12

¥ E A 50ng/g, RIE 3 K

1.3.3 MAE ZEFRHERE AL T Ak 38 o i Y B
TN, MERBENCDIEREMNT. REST. RO . £4

SMETEAEENAE, EXREARTLAENHARES, TEETELIR. KER
B, FERERKFEREINGRINERSE L. ERNSEHE PAHSPTH 7
HLEUR I HA, peBs!*! 9], gl 405 — HmpRENY . R A B & .
RERY, WEEREHKFETRY. RENSYROME, R15FHT —LNA
L
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# 4 # X

% 1.5 MAE 7EFRRE B T Ak 38 A &) N AR SE 6
=T A IBIE 3 REEY A BRFB ailcE SOk
i/ I EH(3:2),
1+  BHHERY GC-ECD 82%~99% 33
20rmin,120°C
R Y) THS 10mL50% 2R, AEC 97%~102% 48
3min,60W
4 / ﬂ : .
= PCBs LER/AMGD, o EoD T SOX 49
950W,2450Hz
A B/ 2R3 :2
ot RAEHE C2 GC-ECD  65%~99% 36
120°C,15min
20mlL — 3 FHI/ AR
+ 3 B B 5 HPLC HF SOX 43
(9:1),10min,60°C
OmL F N/ 1),
i+ PAHs 3 W/ CA(L:D) HPLC 86%~98% 34
0.5MPa,600W 6min
30mL /a%E(l:1),
Wt PAHs AR/ A1) HPLC 79%~92% 34

0.5SMPa,600W 6min

1.4 AEIXHHARESE

AFREERETHLE BRAMERXSARETASBESTH. TEWSEGHT
- SR AR, BILHRERAR
chi A MR HLIE RS T v B IERE ERI AT LA S B v SRR R R A, B L

EEATREAFIGSAYNSEREBTLERR, F

i MEFAR ALy L

R 1 IR PRI -

2. 3°d: I

P EEY MR RIS FOIRGL, AR TS R 7E KA BT H

" EMRAESR:

PRI AR IR AL

SAHEE- R FHERNZRNSHER, MARENSHEEIESE&MF, oL

BTk
AR

I 5P 7K BB AR AR A i H

BHREF

320

., FNAHTERTIRYEmRS

X

DR BRI AT ERL, B

C ATV SE

., HFNHEX T, 2mttBEMEmSE, FEEEERSE

R E BRI ETRR, R — PR SBWE 5
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SPE RIBERBIA;

BB A E R S R

£, B EXRITERIRBEERKM, RN

FR T SERR LR R R o EE R Y R A T AT R A

5 SBWE B ARBITHREIMLL, F

11
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2 SEMEMRNSHERIESITHSR

2.1 5|8

E R RGN EREY R RES T ER - EE B AR LEED, Xt
E AR ARG NIRRT H . BIEMARETSKEREERL, oHEXD
ERERE. BREEBIEHALE 230CUTHERE, E¥E—th. 4+EEZELRK
EEEATUNEKPHIERREUEY, ZHEELHHE, BREMHKREAEER
0.lmg/L, BX FXABUAE, URSRABUAREH. Bk, XHEPEIBRKTS
L S RAGESARRITHERN, HPEFRFPBRAEHNESIHEEER
7

SEERE-RERTEREXEREFTIYHIEIT. ENREFSERT
EREMESSEEE, BT GC mRAMSATRFE KGR RS (FID) . BF
HIEHME (ECD) « EBHRTIZE (NPD) . SRR (TCD) %P, Wk, ik
(MS) . M HTEBASNE (FTIR) EHEAEESSHEOEEKAE, EERTX
MmADTWEEDTHT.

ECD 2 BRI REBEABEFTIMEYHERABERAR E5THETHKE.
£. M. BARALEY, ER—FRENRNE mNESSHARNET Y
(IR BE AR IE PP, GC-ECD Aext A HEEBHT RN, LAAREYIRT EH
8T, UUREREERN EtEiRE. BT ERSTEN, LABTFAPIFHEME, &
F ECD &M EEE, MENHAMAS FRTR, —BRUHES - HHBLERE.

AREHAPRXASHEE-BTRHIRQNE, X 2-HE 2CP) . 24-“FE K
(2,4-DCP) . 4-8 & (4-CP) . 4-%-3 BEE) (4-C-3-MP) . 24,6- =¥ K (2,4,6-TCP)
MAEE (PCP) SAMEREYRHTHIRE. BN, EREESTHEEBEY
Wi HP-1 B E % (Crosslinked Methyl Siloxane, 30mX0.32mm X 0.25 ¢ m film
thickness) . HP-1 I EHERFIERERSH, AEHAEHETHREAEZRE, GETH
BRERMEYIE.

12



£ P HBERXFARATFLERI

— L EE————

22 BEXYREEFHEHHALHAR

2.2.1 NBEEN
HP6890 S AHE#{%, ECD ¥M%$, HP-1 £ T (Crosslinked Methyl Siloxane,

30m X 0.32mm X 0.25 p m film thickness), Hewlett-Packard, USA;

HP3398a L RS, B (N2) TEAEA

DF200A BT RF, HERIIHUEE A5 %R Tl 2AF);

2-CP. 2,4-DCP. 4-CP. 4-C-3-MP. 2,4,6-TCP ! PCP A# &M HEE SIGMA
23 A M s

“EHRMAN, AR, RENWFRNFTRLE:

HE2E7K th 3% & EASY pure LF BJ Compact ultrapure water system 4 .

222 LS
22.2.1 HHRAIBECH

PR RG] RIER{E DAY, 4 AIMERSECH]— BRI & Fr S B AR v ik
W, S50mL FREWRFRERT, FHRET 4CKEP. AFERIRHEESBRE
TR 2.1,

K21 AMEBRTHREREE (BR. WED
I 2-CP  24-DCP 4-CP 4-C-3-MP 246-TCP _ PCP
YRE mgmL  20.0 1.0 0.5 1.0 0.5 1.0

AHEMESHEBENES: 25 M FHER KRR SR P RBEE — 4R
B/, A 1omL ZREF, U—_EFRAIBRES.
2.2.2.2 HHBE I thiklE

21T HP3398a L Tk, HE N, E, ENBREFREHLE T, HHR.
HEHDRE. HFESHE. PE. BRBEERERS (N;) REZETLME. &
WEFKNG THEFED, ERFETENPXIEIESHTEIELE.
2.22.3 SABEEEHHHE

s N—
L ]



‘Fﬁ'-ﬁk iﬁ:!:’-i-"ﬁf&x

ll

AP RATEAREEIET 0.5me/L MEMBSHFHEEBR, ROV ESENS
MERE&Mt. HHEOBEREN 250C, BRSERNFREFNHEEFR 60mL/min,
HP-1 EAEE NS MBHEFREHEF 2.0mL/min. EEXEIEITHEME, BRI PEH;
TR, MHERBMEFRFHE, RRERZTHNFERERINR, BILEREFTE.
BT HEARMEFRARESIT AN, FAMEREFEREFNTEBR, WEEREE,
) B} {11 B 52 B [B) L4

7F HP6890 Wi O, MBS H/A S WAL E, ATLESESHHHETX. o
RS XTERATERESEL S, RANEEEHEENAT. RS ORENEHE
Z ECRR R L, Sy T ELARYE B AR S X B 325 5. & BB AR 0 A R LB,
SGREEABARAK, @ KBEE, BILEESHEA 10. Bidkie, FHAIBEREME
BHEREFGTITER 22, B 2.1 ZEEMBELFETEHINARERDHEIEE, K+
2-CP.2,4-DCP.4-CP H1 4-C-3-MP Ry E %5 200 u /L, 2,4,6-TCP R 2 501 /L,
PCP KA 101 g/L.

%22 SHBERELRN

THEECEE 250C
i £l SRR, rdike: 10
HEE luL
. HP-1 &40 % #¥(Crosslinked Methyl Siloxane, 30m X 0.32mm
X 0.25 1 m film thickness)
S N, (99.9995% )
R E 2.0mL/min
B 60mL/min
b 40°C & 210C (10C/min) , =& 1min
ECD 3348 250°C

it T {Euk HP3398a

14
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0% 04—

.03 Db
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AA-TCP

N

Weachua, 1 LoprDE0.CH1

L1

1158

IO ]

2.3 FRAERIZZAELL

DL ® R m¥E, BHl—RIA
EEHTHITRAUSH, B2EMNEBHIIRHE

LR R — ki

BAE¥HESN TR 2.3,

E5 A

2.1 ANFHEERERBNSHEEIER

ARENREASRESRR LY. EREBENE
| A ECD fI&ktsaE%, AL
ek, 1824 44 PR (LD) (S/N=3) K& £ B3 E R (LQD)(S/N=10),

£23 AMEBPFRERZRA LD, LQD
1K PRI LR fARXRE LD(rglL) LQD(ngl)
2-CP y=-0.0798x> + 362.48x  0.9991 8.8 29.3
24-DCP  y=-23469x*+3496.3x  0.9997 6.3 21.4

4-CP y=-0.0565x> + 668.88x  0.9999 14.3 47.8
4-C-3-MP  y=-0.0782x* +919.4x 0.9979 30.5 101.7
2,4,6-TCP y = 8.246x7 + 54798x 0.9999 0.2 0.67

PCP y=82.424x* +271866x  0.9999 0.05 0.16




£ Y HRHEKXF AT F LR

MEBEFATUEH, PCP #1246-TCP IR LB EZERAVERELLERK, IEHTF
BV EBAARBE, HEftEiE, ECD RABTEALFILSYNRNE S

%, FTUTEA SBEAIRER

2.4 BR/INGE

BEAEENR, BOTEE T AFEBmE GC-ECD ffl i &4, H@umE
HEFER A RE. RERAERRER, ARmBMRTERIL THERTITHN

TRV

16



£ v H E X FHATF LA

—— S —
————————— ="

3 ESERRY IR E KBS R T IR R K =M R

31 318

(SR IB R BT F AR AN ERYE, R XEBAEF. A= EK,
BAEER. SERTVERE. MEMEBEANRR, XOMUEPSERARNEX
BkiRE, WX HRERMER, EXH#T e gmL. ng/ml E£ZE R pg/mL HELHIH
B4, BRIGE. B BE. K%, SXBFERERSENEGBLARETE, Ol
K EHE TSR IR EE, TREAMEASDERE IS U EE,
BL{ASTIBHEGTILE— N EERRTH.

TEX, HMBZIAEREEBRTHEHTAR, FlEMARHAER. BER. &
ERZERE, XLEHEFARANEEERE. RE. EEEEF. KR/, MEES)
WREE L. TRFAEREE-HBHEEFIENZERRR, SETHE
B E AN LA E AL, . PAHs. PCBs A RRMEE MBI ZRIR
#, EWERKEBYHEMEAEU, AERFNEFESE, ERNEE, MEEX
FAKEAEREN, B—FHBE_KERMENFEAR. REIEANEHRETLIR
&3/ (1 SBWE-SPE, n mL) 84% (401 SBWE-SPME), #HB5H %
B R, HamEEARERIE B RIKE.

Tl FAKERFEAREEASOPER. NARELEEE D, TSRS
W5, TEEFE TR KETFRY. SS T LR H A — S BB F PAHs.
PCBs. By, HHERY. BREFM. RAFKHMFHLE. S.B. Hawthome! FIPI12
(1512 A #1 M.D. Luque de Castrol! 1 1"116l& A #3537 ABMBIR T /6, WEBT—
RN, MEARR. i, ATBETRAKEEIEPGAYESFSTRAFERE
kb, FHRREEEEFAKERXSEFIMARKAE, XEFUNDRERNL KR
G RAMRRH, B EHHRERREENLS . S.B. Hawthome™ % A\ ZEFK L+
LAY SR BRI P I PAHs B, R BTN T E L& — — 246 EF(SDB-XC)
B, BHEM. K SDB-XC ER A —EHHHTER, REAAEMNE Pt
AEF b8 PAHs B#ATAVER 4M. Audrey EMcGowin'*1% A RERUM ik, 7E

17



£ F #H B XK F A+ F £ %

HEZ Bl C18 Wis SRERIRY, ERZERARIENIK.

EASHHR TSP, BIAEBIRENAT ARARENS (2-CP. 2,4-DCP.
4-CP. 4-C-3-MP. 2,4,6-TCP # PCP) HIBIAIIRWIE N oiHE&, ERTHEERN
PRI B R B TR B AR AN I I S K 2R BN, N AR IE X W v RV 9T T UK pH
. EEREENENESRENEW, FRBEXSH, SEBILEEZHEWES
A ZENERE, BET SBWE BELM. R, BATEH —SHAT SBWE 55
MsAg (ACF) BEAEEINBRABAR, 38 GC-ECD #{TEBME-

3.2 ARYPELBNRESLE

321 ERERRN
HERRETFEHENEILESY YRS EMRE LEHX . 88)LBIA TR T 538 M

WKL, BFKITTHMEE. 1978 £3 1991 &6, M)LBBEFPR=HE—H
WEDEAERLBREEL T MEK. BENTT L4598 AP IEEERNEH
BRZGE, 1983 ELSRUAFER. BNEHIMAE, W EUFESR, EiLh
. PVC%. BRI EIRET, SHESRFARFNERIE™ M. EHit, £8ILY
AR A RS ENFEALENY, W PCDDF. PCBs. HCHGR ¥ £47%). HCB
(REE) gBIBIBS Bym eBOMRERE, BEAT] R+ H PCDDFF ¥
BEBE 378.85 1 g/kgl. XEE YT RHEERN. FEI LR, XNAE
RS EERANBERE. EEZH/LEF, BILEHK SHAXRBREES,
AERERFREZRER, XTS5 ILEF KNS RmE <,

WEBEATT £r-T 2P, 4 HCH #KBEF LEMERLRNENTE,
BARIT:

M €14 NaOH

HCH— —RE  NEE ™ CAY =

“h WEH

i S A HEWTES LRI, TREFERRIEERRTRY . Bk, BRITEH)L
#MAENEAFERRBEYEATRNR, MR FERRRENSE. BJLEKNA
FFKEE S0 E 3.1 Fr.

18



# ok f K kK FH T ¥ A% L

3.1 LR R AR
BSREREERD 1. 2. 3. 4. 5 4r Rk BA AR S

322 VRBAEMRSLHE
AT 2002 4 3 AER )L AESBIFE, WOERZ SERURR, EEBUR

By, fRREGERERER, TR FSTRAS, BTHE. TR, &8
MARF, WiEAw#Ez, HRHEETRAR, SMEYRESERY. RERRTE,
HWRHBABGBETHRHE, 100 BE&ERG, BOEERRETRA OMP, KE
F 4CHRF.

TR DA RIS 36 B TUARMIFE W, IR/ 7 300°CRE T4 4 /N, B
ERMPHOENR. EHRHIGERBSTOIRYES, FEREIUERYN 2-CP,
2,4-DCP, 4-CP. 4-C-3-MP. 24,6-TCP 1 PCP #r¥#f &, REWST, BANFEEAREK
BRARE, ETERET, $AEERTEE, HT 4CKEPRE, 2LOHA—H.

3.3 SBWE 3R S XM RFWME4MRLEAR

331 (UBS5EN
HP6890 SHEEE{X, ECD ¥ #lla%, HP-1 418+ (Crosslinked Methyl Siloxane,

30m X 0.32mm X 0.25 & m film thickness), Hewlett-Packard, USA;
HP3398a {45 T {E ik,

19



£+ A H X EFATF LRI

'R (N EAES:

LG10-2.4A BOHL, dERERBLHLT

BRI FRAEIRE, B 15mL, AR, K& 18cm, HATHRAREH,
Tk FARURZEE R A ERERFED,

DF200A BFHHRFE, PEEITIHNE L EE RE SR Tk 2w,

SX2-4-13 WA Ry, ROBPF TR

2-CP. 2,4-DCP. 4-CP. 4-C-3-MP. 24,6-TCP ¥l PCP tx¥#f, X[E SIGMA 2

—ZHEEMERE, AR, RELFERTERLE:

NaOH, AR, WREAETHI=;

PH 1-14 234K, EEREN=T"

#alik i3 EASYpure LF #) Compact ultrapure water system % .

332 KBRS
HM1A TG RAKEBGEN AN EMPRRSER, X0, AERFR—cEN

NeOH &7, FRHaKEE pH X 9. 11 BBIEEHE, REARTERAPERE,
GLE A T KPS L. E8T X SBWE ERBEZMBAN=/1EER,
BNZERUK pH . FEIEE. EREE. RAETRHTER, ZHERKPFEXSR
RITF&3L.
%3.) SBWEWMEXRHAERSH
LRFS EHmE (mind)  FREE ('C) ZERLHH pH

1 40 125 11
2 60 125 7
3 80 125 9
4 40 150 7
5 60 150 9
6 80 150 11
7 40 175 9
8 60 175 11
9 80 175 7

. 20



F T HRHREXERTF L &L

HEREFREL 1.500 ToAFAEMA T AR E MO YR (2-CP. 2,4-DCP. 4-CP.
4-C-3-MP I3RS 4u g, 2,4,6-TCP 8I3REEY 1ug/g, PCP KIIRAEN 021 g/p)
BE omL ¥HUEA, FHFENE BTEEGPTHTERER. EREERE,
EHEDLETARKTANEZR, FRNENAARYESLTIRER LB
B, B 1 1 B BUKE pH B3 7, REWIKEEE 0450 m BIBFLEERIT
¥, BJ5H 2mL — PSS S KR AT - A, EX SRR 1 e LT
GC-ECD i 4.

333 KWERSIE
3.3.3.1 SBWE MIERKBHR

DEERRYHER (FEREBRZFENE FIRiEMAR 7SR EE A ZER 477t
%, BYZREE=AKFIEXRITERME, BE SBWE ST XRHEFHBREFEREM.
KA CEWMMrE" RAONEEENERNEMEN, TRABEIESTE 3.2 f1E
3.2, RSDAT 1%~20% (n=3) Z[H.

F®32 WRFKERIRYPEHERNELTERITE

2-CP Y BY(E) (min) ZEREE (C) EREHpH BEWER (%)
1 40 (1) 125 (1) 11 (3 58.5
2 60 (2) 125 (1) 7 (1) 61.9
3 80 (3) 125 (1) 9 (2) 116.5
4 40 (1) 150 (2) 7 (1) 93.5
5 60 (2) 150 (2) 9 (2) 110.0
6 80 (3) 150 (2) 11 (3) 117.5
7 40 (1) 175 (3) 9 (2) 92.5
8 60 (2) 175 (3> 11 (3) 144.9
9 80 (3) 175 (3) 7 (1) 87.6
L Xlj 244.4 236.9 2429
YX2j 316.8 3209 319.0 T =882.8
L X3 321.6 325.0 3209
FHEX]] 81.5 79.0 81.0
FHMEX2) 105.6 107.0 106.3
FHEXE) 107.2 108.3 107.0

WET 25.7 294 26.0

2]



£ v HEXFHATFLERI

2,4-DCP  ZEEAYIE] (min) EERBAE (C) FRUEHpH BEEE (%)

1 40 (1) 125 (1) 13 52.5
2 60 (2) 125 (1) 7 (1) 35.5
3 80 (3) 125 (1) 9 (2) 62.1
4 40 (1) 150 (2) 7 (1) 39.4
5 60 (2) 150 (2) 9 (2) 99.7
6 80 (3) 150 (2) 11 (3 90.3
7 40 (1D 175 (3» 9 (2) 38.1
8 60 (2) 175 (3) 11 (3) 58.1
9 80 (3) 175 (3) 7 (1) 65.2
T Xlj 130.0 150.2 140.2
X2 193.3 2293 199.9 ¥ =541.0
L X3 217.6 161.5 200.9
FHMEXT] 43.3 50.1 46.7
FHEXD) 64.4 76.4 66.6
TFIIEX3) 72.5 53.8 67.0
WRET 29.2 26.4 203

4-Cp FEH AT 18] (min) ZBGRE (C)  FRGEHpH  [FllE (%)

1 40 (1) 125 (1) 11 (3) 69.1
2 60 (2) 125 (1) 7 (1) 54.0
3 80 (3) 125 (1) 9 (2) 64.2
4 40 (1D 150 (2) 7 (D 76.5
5 60 (2) 150 (2) 9 (2) 82.9
6 80 (3) 150 (2) 11 (3 94.0
7 40 (D) 175 (3 9 (2) 66.5
8 60 (2 175 (3) 11 (3 72.9
9 80 (3) 175 (3) 7 (1) 75.7
LX1j 2121 187.4 206.2
3. X2j 209.71 2534 213.6 ¥ =655.8
L X3 234.0 215.1 236.0
FHMEXI) 70.7 62.5 68.7
FHIEX2j 69.9 84.5 71.2
FHHMEX3] 78.0 71.7 78.7

WET 8.1 22.0 9.9

22



£ ¢ H K X FHF F LRI

4-C-3-MP  REUEHE] (min) ZERRE (C)  FEEREHpH Eife® (%)

1 40 (1) 125 (1) 11 (3) 38.8
2 60 (2) 125 (1) 7 (1) 39.2
3 80 (3) 125 (1) 9 (2) 529
4 40 (1) 150 (2) 7 1) 61.0
5 60 (2) 150 (2) 9 (2) 57.9
6 80 (3) 150 (2) 11 (3) 61.9
7 40 (1D 175 (3 9 () 45.9
8 60 (2) 175 (3) 1 (3 55.8
9 80 (3) 175 (3) 7D 44.9
rX]j 145.7 130.9 145.1
X% 152.9 180.7 156.7 T =458.2
rX3j 159.6 146.6 156.4
FEHEX]] 48.6 43.6 48.4
FIEX2; 51.0 60.3 522
FHMEX3] 532 48.9 522
WET 4.6 16.6 3.9

2,4,6-TCP  ZKRUBE) (min) ZEHURE ('C)  FEEUFHIpH [l (%)

1 40 (1) 125 (1) 11 (3 53.4
2 60 (2) 125 (1) 7 (1) 433
3 80 (3) 125 (1D 9 (2) 58.6
4 40 (1) 150 (2) 7 (1) 73.2
5 60 (2) 150 (2) 9 (2) 71.2
6 80 (3) 150 (2) 1@ 70.1
7 40 (1D 175 (3) 9 (2) 573
8 60 (2) 175 (3) 11 () 64.5
9 80 (3) 175 (3) 7 (1) 85.0
T X1j 183.8 155.3 201.5
T X2j 179.0 214.5 187.0 T =576.5
T X3j 2137 206.8 188.1
EHMEX 1] 61.3 51.8 67.2
FEHEX2) 59.7 71.5 62.3
FHMEX3) 71.2 68.9 62.7

BET 11.6 19.7 4.8
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8 v A B X F M+ F LB L
PCP ERE (min) EEUERE ('C) FEDEHpH  [FlRE (%)
1 40 (1D 125 (1) 11 (3 54.8
2 60 (2) 125 (1) 7 (1) 41.0
3 80 (3) 125 (1) 9 (2) 92.3
4 40 (1 150 (2O 7 (1D 61.9
5 60 (2) 150 (2D 9 (2) 73.5
6 80 (3) 150 (2) 11 (3) 1114
7 40 (1) 175 (3D 9 (2) 94.6
8 60 (20 175 (3) 11 (3) 113.3
9 80 (3) 175 (3) 7 (1) 110.9
T X1j 211.3 188.1 213.9
¥ X2 227.8 246.9 260.4 T =753.7
¥ X35 314.7 318.8 279.5
FHEX]) 70.4 62.7 71.3
FHEX2) 75.9 82.3 86.8
FIHEX3) 104.9 106.3 93.2
BET 34.5 43.6 21.9
R ¥ 16¢
£ . . i il ﬂ il
E w B
= m [EE 4
..W[wr'nli-in] . RN (T R | : Hpar (] w i B () -':-ﬂrtFFfrtl
40, 50, B 135, 150, 154 L I ] ! AL Hk (L85, 5 17 ] [T,
(L1 irp au F g N F ]
.l: 5 | ;— in
& | &
; i B i _
FOEE e BORENEIC)  BORHEHNRH I R il SORENT OC) AR
40, 1, 300 (128, 180, |78 .a1n | (il 6L ach (1E5, 1&L JW ITE 1D
245 TCT 120 r
“ [| N el
'2’ B = . &
Bz .f.J ‘ E 0}
SR i) GURELALCT : RILETFiH | ; .-ﬁl'-!I-Irqu.in TR T RS
i, B B0 CI25, BhiL. 1TEY [, & 110 a0, B L [k, 150, 17E] sl

32 W SBWEM=EES5EWREXRE

24



F Y REXFEFH T F LRI

3332 EREEMERUENER

EEAXTRS, RONKET 125C. 150CH 175 CZAKFHERRE, A LEE
HEFRTTLAER, EEEEY SBWE MERMEZMEN. BB =1T2mERN
BET (LE 31 , KT 2-CP. 4-CP. 4-C-3-MP. 2,4,6-TCP 1 PCP X i f ¥
B, ENEENERRENEEEEHERTHARIEE. AEFTLLES,
2,4-DCP. 4-CP. 4-C-3-MP F 2,4,6-TCP 7E 150 CEHZER A E T 125°CHI 175
CHE R, F 2-CP, 150CH 175 CHEEWEESREZ, RHF PCP, 175CHH
Bl BT 150°CH R EE,

R, TR FARYTFEREYRNOTIERKER, 150CHEREREER.
SWMEER, FERENEBRIEYERET —ENRYE, BREERIEIRF KT L%
EMBEGFESRFERER. SREH—PARN, TRIBEABREDRESRET
R, RTTREE T ER(E R,
3.3.3.2 ZKELRT (AR REROH EE B

FEEATEL S, RATELET 40 404F. 60 44, 80 4P =K EHIZERT Rl M
LEREMETUES, WFXAHER, 80 HHHEREWRLEHERT 40 494
060 AypPRtHEIE, HAREERNENEK, BEZHREBREATIBEYERT S
Bk, #ATKAKSD. A, ERBE[ERH EAEKTEMGER, RE—
EMREEENFE, MRBEKERNE, XREREEFE, ENERERHTS
BiRIRE. FEit, EREMERAKERERS, RIHEEERTIEN 80 454,

SR B Ath A 3 ST R AR T Y W R T K BX Y B (814 b, BATTHI G o 7 T [E] (80 )
R, MTRER, TREEDRITEERHERE TinHy 8D LG, maE
B#EMNERMAIREEE, EEE—MHRIE.
3.3.3.3 ZEUEH pH EXFERMENEW

BAVERPRT pHLED 7. 9. 11 ZAKFHREBUKEH, T 4-CP # PCP,
pHAEX 11 MZEEUKH B S8 & & T pH E 4 9 70 7 Bf Y Bl . . 3 F 2-CP.2,4-DCP.
4-C-3-MP #1 2,4,6-TCP JU%# 8}, ZEEUK pH X 9 0 11 BTHIERER Y, FTER
K pH {E% 7 W HIZEIREIKE (2,4,6-TCP #i5H) .

KEER, %M pH E0 11 HERAKEERARYFHERLNT, HREHE
B, ZATUERMEMERK pH HFEATEK, FEERIEBLXMFENSF

25



EEEEEEEERE R LY

*’JJ: aﬁ——/\ﬁ% REFREH H, ﬁﬁﬁﬁﬁﬁﬁ“‘iﬂ’ﬁg@ﬁ EREER GRS,
SMEAESMNAFMERPSBEHR, 5 NaOH KBHREKERN, £r-Rrih.

3.34 /NG
s K IR B B F R TR PR A B SR, % T

SBWE ERUMEEMB A =1EE, BEDEE. EBUK pHE. ZEREE. #iT
—“EHEZKFHEXRITER, RIAEOIREZREMHZ: 150°C, ZKELATE]H 80
80, ZXHUK pHER 11 EHEH T, FIARYT A A omL RE G H/Ki#E1T SBWE
EE . ERAEREEE L. BAEEDUKEE pHERPME. MAEBETE. 8RB 5HE-
WREEL, SREH 1u L #17 GC-ECD #e#Y. EREAIBIFTF, BINIBR—-FHR. N
AU ER &4 EHE BT KEREA.

3.4 HLZEREHER SBWE Byi#—FHH5

3.4.1 SBWE ZKEUN XN W%
H T #H— PR SBWE RIZERGHE, FHA13#4T T T L8 . FTr B4R

AT AP Ey TSI 1.500g, H & 2-CP. 2,4-DCP. 4-CP. 4-C-3-MP M3k & %
4ug/g, 2,4,6-TCP BIIRE N 1 v g/g, PCP HIIRE R 021 g/g. —HE S IA 9mL pH
EXh 1 HERER4K BELIR, AL PR, Bi#IiT GC-ECD Blll. 5—
HHEGEEOSERENBEENFHHTERFKER, RELT5LER, B
#4T GC-ECD &l

R, BAVEHAT T —AXTH LR, HATKAKEFUIEFHERN RS
. HIFEME 9mL pH EH4 11 RIKFIMABERBAAMHEER (ASHREY),. #1T7TI
FKER, RERATWERK pHE. 5 ZH FHRB-EER, BT GC-ECD ##]. st
BHERNTE3I3, RSDAT 1%~15% (n=3) 28,

HRPEBGETER, X THREMA T ASFHEBRRNRYRES, 23T kRKERE
FielfeE, REmUHEIEOEREME, T9EHT TERKNEBRERH .
RIS AT LAE S|, ANEVIRRYMRES, REMAZSRGE T IR KER, HikxEE
EHEE T 100%, ERAERIEFKERIES, BEREHENEBMIERN.

[hvd
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£k A K KX F AT F L
#® 33 MULERKMSFE SBWE HIXTHL L1 (B : %)

N AT RY SBWE Z£HU# SBWE ZE{
el LRV HE TR B 4 FR KR
2-CP 30.7 08.4 109.7

2,4-DCP 35.2 83.6 97.5
4-CP 60.4 111.5 102.9
4-C-3-MP 51.6 99.5 08.3
2,4.6-TCP 16.0 72.6 92.6
PCP 27.1 80.9 76.7

342 SBWE XEIAARRERBRRWEBIBEWER

B EmP MRS, SBWE ERE FARREEBXY R MRS

(1.500¢g) ,

20 KB R R B A Y
ZlEa., HRPHEATUESR], ESBBRAERT, SBWE MNP
EWRIRRDAB R, FHRBEMNERYE.

[N]

W EF|FE 34, RSDNHTF 1%~15% (n=3)
Skl ety iy
40 PCP &84 0.0131 1 g/g FITLHR

YiREsh, HEREWERNAERIEX 96.2%.
x 34 TWIEFKERSARKEEDEY RV REMES
e KRE G e W A g Z W EE Al 2
(uglg) (%) (pgl/g) (%) (uglg) (%)
2-CP 3.800 96.5 1.267 91.2 0.253 113.0
2,4-DCP  3.400 74.3 1.133 92.5 0.227 71.7
4-CP 4.700 82.4 1.567 85.3 0.313 99.5
4-C-3-MP  3.760 91.9 1.253 127.6 0.627 114.2
2,4,6-TCP  0.880 107.0 0.293 107.7 0.059 86.5
PCP 0.200 98.6 0.067 98.9 0.013 96.2

3.43 SBWE 5 ACF BB HELR

B kR E 1T SBWE TR AR, 40T BEIRMISTE, 48 SBWE 53¢

BE AR BB, UREENSER. ERINPHRS,
¥ SBWE 5 ACF [ AR MHEEHPIO), HFIRRLET, ZEARMRE R

RAVA T 202,

F SR
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EF P HRHERXRFRTF LA

) i
HERRFREL 1.500g FRAETIA T 7S FE BRI B YA &, RIEIA 0.5gACF (4

i) , —EFTEEFKER. ATEELRH ACF, ERLEIRRKER (1: 1
fITAEA/IE ©%E) 6 /DR, #RJG 200°CHt 4 /heY, BRZE ACF PRIF IR, & LAY
AL KA BETRER, EREHNAKFLZTHER O @5 pHEHPHE. HIALERTE.
58 FRE-EEFEI, 31T GC-ECD ##il. ACF A ImL BTt iTEE, 7ER
RISZER LB iR/, BB H ZE FRERHIT GC-ECD fill. SERER T
% 3.5, RSD M+ F 1% ~20% (n=3) Z 8],

% 3.5 SBWE 5 ACF E+HZEHIELH

EWTRE  EAUKIETRE ACF BBRTEM  mEE

weEw

(pg/g) HIEIC R (%) R R (%) (%)

2-CP 3.800 68.4 - 68.4
2.4-DCP 3.400 63.4 30.0 93.4
4-CP 4.700 95.0 17.1 1121
4-C-3-MP 3.760 81.9 - 81.9
2,4,6-TCP 0.880 28.2 4.9 33.1
PCP 0.200 48.0 5.4 53.4

XTEEFR 3.4 F1FR 3.5 PRIBIETT ., SBWE 5 ACF BEIAHZEERMBEA, Ty
TERENERKE, |KTAS ACF BFMEHZERMZE. XF 2-CP. 2,4-DCP. 4-CP
M 4-C-3-MP, & FRHZERIRES, KEBMHMEEEEIUKAERERD, RELEBHFE ACF
WY, T 2,4,6-TCP Fl PCP W el 58 K ¥4 4 ACF M. {HEZ, 7E ACF HI¥cHR &I+,
MBI AFEER RS EHRI NERFRRE.

TERE, ZHUKBIEMNAEEEEIUKERS, TWERE# ACF R,
AJRER A RN EBREKRER TR T HEE, T ACF NEZEBHELHET
XEMEREFIEMREEST . A5 RME ACF LHEBRBREHERTEL.

B SBWE 5 ACF BIAHZE A B, X FIARY+ 8B B ER SR T N ACF
WM EERNERSE, EXMHRTIEARIBHT —B, ERRE—EmMR
SBWE ZH [ /431 S 8 b P KA E ML E, sTLAEEIIA ACF, EHEERNZBUK

e
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2 F R E X F R T F LR

ATt i——

pH{H, AIRESH LS AHRENER.

3.5 AEF/NG

EisFKEREAATERBBIBRYESRPEREIY, REGRD, &, &
ZfER. ERNAER. EIMAGFSES, E—MEENSEREELTILER AR,

TEERNMPFRPR, EFFEEMATARAREES (2-CP. 2,4.DCP. 4-CP.
4-C-3-MP. 2,4,6-TCP H1 PCP) HIBiHITE RS, NMA=EE=/KFHIEX &L
B, AR TERKE pH EH. XEUEEHNENZEBREME®, HFBIEX 2,
2HMEEREW SRR ERRMEE, BT SBWE FIBESRMH. XNER PRI
AR, BREMNTEFRKENEER: ZEHERE 150C, EHBUK pH EHR 11, R
it 18] 80 43+

EREFHT, RINERUETARERSBENNEYES, EREEXTE
80%~115% BN, ZBUELLREE. RN, BI1EH#H—PHRT SBWE 5 ACF
EAEERPBARAR, A4 )5 SBWE HFEMIIERMET —E M B,
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£ P HEXFATF LA

4 WORSBRNEERE AT SRR T RSB TR

41 3|8

MAE ER2— ML ERHEGTLE S, KTESAEIE. B, THBEA.
wh . ERERES. GBES, FRTERATRENYR, BLKERSES
RIS, TITSHRBERNLE, BNESTLERRRER. AN, &#HE
ELLERER, BIENE. ENEB .

R, MEHBEROAETEMT. RS BRI HoH. 44
SZHERBHEEA, EREEABLENTRARE, TEEDELE., K&K
B, FERAEFKPERHENSRYOFERSE L. FIAREE PAHs. FHE
K25, PCBs, REM, ME_FEE. RAF. MELey. PER, WHFEREH
KEER R 2, REFSY R EIRE. 10, Stout S.1.42 A F 0.1mol/L A NH.OAc-NH;
KB, WERBERTEF 10° KMRENR, TFHEMWETEER 92%. Llompart
M.P% A ZEPRB R L P B A PG Bk, 7 RPN LRI ROuRg 4
WA, WEERNFEANIRTREEEYHECZEL, HETRESE, FET
PE & 4L IBATE) . Onuska FLY3% AR MAE MWAKEEPIREN S HBAE, BIRRTE 64.7% ~
85.5%.

EXZBEHFRIES, BIEEENAT A AHAREE® (2-CP. 2,4-DCP.
4-CP. 4-C-3-MP. 2,4,6-TCP 1 PCP) HIBHAUIARYEEGR, f8H MK-IIR BB HEX
MEMOFZAHENFEDRE, MAEZRIHRBH TRERKH pH . BHER. R
KAt AR R RN, FFBEEZS, St e & 85 B Er
HE, #WET MAE MBEER&H. EREXNFNHT, MEHBERETRAKE
ERMA RO R, ERMES SBWE #if.

4.2 MAE 3R H REN M RERMZ 4R ULHAR

BAERAREMA T R B (2-CP. 2,4-DCP., 4-CP i PCP) HIMHVEUIEHE
&, ERAMBEHARENMRORLEERE, NMAIEZXRITHARTATEIRAKN pH
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£ b A E X EFRATF LRI

&, WRAR. EEUEHRS RS ERNENEE, FRAETM, SEtiER
W& HEREREMEE, BT T MAE HBEAN. SERNBEERRESR,
BT A R B B R RN . FBUE N MERBEARX, EFHERRET,
ek LT RE e, REE EAMREFE (~2 A ARITTREIRENES) , &
BRRANEEESHEZAR.

BT AR RMARYES, £RF, K5 100 B, 7 300CHE
FHt 4 AN, BEREARYPHEILE. EHFICERETORRYER, B
BEUSER 2.CP. 2,4-DCP. 4-CP. 1 PCP i &M, BAWHN, BAREIHER
FiE, BFENED, SRBEERLE, BT 4CKETRE, EOHU—H.

421 (BSEN
HP6890 S 45 &8 KL FID £ M2, FRKNEAEFN HP-1 (Crosslinked Methyl

Siloxane, 30m X0.32mm X 0.25 1 m film thickness), HP3398a T fEif, Hewlett-Packard,
USA:

LG10-2.4A B0, SEREREOH

MK-TIES Rk A, il s A R R BT

DF200A BF4TAF, FEZE T YR & H RS T A7),

2-CP. 2,4-DCP. 4-CP. 4-C-3-MP. 2,4,6-TCP 71 PCP #7#id, %£[E SIGMA &

—E RS, AR, RELFENERAE);

NaOH, AR, AR&EMETHI=":

BR, AR, ROMLEEA

PH 1-14 [ Z WK, EREAM=T;

#E4K B EASY pure LF #) Compact ultrapure water system % .

422 KRES
RANTBMEABEIEMA RS RTRYME R, FHA, LERTR— BN

NaOH &7, FBAKEH pH 4 9. 11, 13 MIBEEE. ER T 5 MAE EERHE
BN EE, MERK pH E. HRER ERES. EREE, XRAEX
wWitsk, NEERZKPERERRIITEAL.

3



e HEXEFRTEFLEAL

# 4.1 SBWEHEXHHTELRSH

TRFE  FEUKpH FEUEA(0.IMPa) BT B(min)  BHAAF(mL)

1 9 2 4 20
2 9 5 6 25
3 9 8 8 30
4 11 2 6 30
5 11 5 8 20
6 11 8 4 25
7 13 2 8 25
8 13 5 4 30
9 13 8 6 20

AEFFREL 5.000g TTARYHE R (2-CP. 2,4-DCP, 4-CP. 1 PCP BI3RIE 4 0.1mg/g) ,
ETFENFZAEERES, MASTEMERK, EFEHEE BTRESNERET,
EREENFERAERTER. ENEGRE, FERECNEZE, KRIERMITR
ViRREREELOLEY B, A 1 | $EMIEYERUKS pH €, AREHIEKERE
0450 m FITHTLEERE T 3, EEZE 50mL, HEM 1 u L AKE#AT GC-FID & 4545,

423 ERS5i
4231 MAEMEXERERE

LIS RS (FERBREZFNFD PIRAEIA R R 8 4 ZE B 247 %
%, BiINERE=ZKPERXRITZRMNE, HERBEHDERIAERNEEEDL
. KA “ERME” kAT EERENERBENPW, TRABEETTE 42
FE 4.1, RSD AT 1%~15% (n=3) ZJdl.
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& ¢ XK F AT FLEBRX

F42 WERPDERIRYFEHEBHNERERANE

2-CP  ZEEKpH ZEEUE J(0.1MPa) R B [8)(min) ﬁmﬁ B (%)

1 9(1) 2(1) 4(1) 20(1) 90.5
2 9(1) 5(2) 6(2) 25(2) 81.7
3 9(1) 8(3) 8(3) 30(3) 88.1
4 112) 2 6(2) 30(3) 96.2
5 11(2) 5(2) 8(3) 20(1) 67.5
6 11(2) 8(3) 4(1) 25(2) 81.4
7 13(3) 2(D 8(3) 25(2) 70.6
8 13(3) 5(2) 4(1) 303) 86.3
9 13(3) 8(3) 6(2) 20(1) 75.9
TX1j 260.3 2573 258.2 233.9
rX2j 245.1 235.5 253.8 233.7 ¥ =738.2
X3 232.8 245.4 226.2 270.6
X1j 86.8 85.8 86.1 78.0
X2j 81.7 78.5 84.6 77.9
X3j 77.6 81.8 75.4 90.2
WET 9.2 7.3 10.7 12.3

24DCP ERApH EIREAQ.IMPa) ERM Emin) AR mEE%)

(mL)
i 9(1) (1) ) 20(1) 66.4
2 91) 5(2) 6(2) 25(2) 56.8
3 9(1) 8(3) 8(3) 30(3) 54.4
4 11(2) 21) 6(2) 30(3) 62.8
5 11(2) 502) 8(3) 20(1) 443
6 11(2) 8(3) 4(1) 25(2) 46.8
7 13(3) 2(1) 8(3) 25(2) 61.2
8 13(3) 5(2) 4(1) 30(3) 60.4
9 13(3) 8(3) 6(2) 20(1) 75.9
T X1 177.6 190.4 173.6 186.6
T X2 153.9 161.5 195.5 1648 ¥ =529.0
T X3j 197.5 177.1 159.9 177.6
X1 592 63.5 579 622
X2j 51.3 53.8 65.2 54.9
X3i 65.8 59.0 53.3 59.2

WET 14.5 9.7 11.9 7.3
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Ed AR AFHE R ER X

FEKpH ZEEUE £7(0.1MPa) BB [8](min) B Bl #(%)

;N
Q
s

(mL)

1 9(1) 2(1) (1) 20(1) 76.7

2 (1) 5(2) 6(2) 25(2) 79.5

3 9%(1) 8(3) 8(3) 30(3) 83.3

4 11(2) (1) 6(2) 30(3) 772

5 11(2) 5(2) 8(3) 20(1) 84.7

6 11(2) 8(3) 4(1) 25(2) 76.8

7 13(3) 21) 8(3) 25(2) 94.4

8 13(3) 5(2) 4(1) 30(3) 79.1

9 13(3) 8(3) 6(2) 20(1) 81.8
TXlj 2395 2483 232.6 2432

TX2 2387 2433 238.5 2507 T =T7335

TX3 2553 241.9 262.4 239.6
X} 79.8 82.8 77.5 81.1
X2j 79.6 81.1 79.5 83.6
X3j 85.1 80.6 87.5 79.9
BET 5.5 22 10.0 2.7

PCP  ZEUKpH ZEEUE J7(0.1MPa) ZZHY &Y /&) (min) B B (%)

(mL)

1 9(1) 2(1) 4(1) 20(1) 98.3
2 9(1) 5(2) 6(2) 25(2) 51.4
3 %1) 8(3) 8(3) 30(3) 39.2
4 11(2) 2(1) 6(2) 30(3) 474
5 11(2) 5(2) 8(3) 20(1) 40.6
6 11(2) 8(3) A1) 25(2) 35
7 13(3) 2(1) 8(3) 25(2) 14
8 1303) 5(2) 4(1) 30(3) 8.7
9 13(3) 8(3) 6(2) 20(1) 9.8

X1 188.9 159.7 142 148.7

TX2j 123 1007 108.6 1004 £ =3444

T X3 32.5 84 93.8 95.3

X1 63.0 532 473 496

X2 41.0 336 36.2 335

X3j 10.8 28.0 31.3 31.8

HET 522 252 16.0 17.8
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£ A B K FHALTF AR

4232 FEREFIK pHE
FEXLRP, BANLET pHER 9. 11, 13 EAKPRERUKER, N LE

gy E b AT LAE B, X3 F 4-CP, FEUKHE BRI RE 3L, HERBERRHERA K.
(B, %TF 2-CP f1 PCP, NMIBEHZEEUEH pH EM ML, FIRERE LT, LERX
PCP B EUAFLEIX A B 1A%y, FoRi K R A0 B BN 3 0 T SRl A WO 25X
¥E. WF 2,4-DCP, ¥ pH EXWFERFEMEW, WHLEHEAMNE, B
PR X I EM R S BT pH B4 11 HRIERE.

BAEX, EERAMESPNERAY R, %3F pH Eh 9 HKERES
HERH, MERDERNRERT. ERXYRNGT FEHUEEE I RE, s
B U, BAKBRAE ENBHRYE, ERBREERERY, K5 NaOH KEHK
RAERN, £5BRE, FELEAARYHHEERD K.

4233 EREHHEWE

FIIFA T 0.2MPa. 0.5 MPa. 0.8 MPa = /KFHIZFEIUE S, RIXFHEME
®, HE o2 MPa HENREWERR. MHEER, TRERERNELARE, ERHE
REELFEH, £SBHIARRES R NIRRT ERERE. B, XAR
FHBERHRARYRNERHLEMRE, WBREENERESE 0.2 MPa.
4.2.3.4 FBUETE) RN

SFREERE, RATART 4 S48, 6 4. 8 SHH=ZAKTE. A EEHEIET
DAEE), ZEE RN X NAERMERMENEY, ®F LE—BH#E. 2-CP M1 PCP
{055 iy [T 3 , o () W BEE A6 T R, 4-CP 60 %% EE (5 b5 = 0 B B /A YO FEE . T T 6
2,4-DCP 7E 6 S PR MZER I £ B & .

AHEREAARRANER, aTFHUERTR, FAUREHERNERE. X FHLE
AR, EEZENNEER, RTSSBEDHXNYREFRIELIRYH &S,
fixt FHARK SRR, EREERE, TREREENEE. SEKE, B
FH M B ER TRy ST E T EE e, F BRI EX & R R R R
R, 86 oHHReHE.
4.2.3.5 BFERER R

B Ak B R 5.000g TSR (S HBEIEEITN 0.1mg/g) FHIR
BARE, FEEHEMEIET 20mL. 25mL. 30mL = KEBITHR. X F 2-CP. 2,4-DCP.
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E— . ——
Sy ————

4-CP, ¥EMBRERMHEREREEMA K, PCP HIZEREYER MEEZE A
PRAR i 18 T R

B EEARE N, MEERBEBRAERI K, BH5IRBEMARK, Bt
BIFAELRTRABTETER. R, ERELER. BERYREKERZEW,
Hon EBHERAEW, RINVESANHRIEY, NRERFNIINR, EREE

&R BB TSR

4.2.4 /&
¥ o B B R BN AR N B TREBBY iR M AR ER A R, R T X MAE

XN REREWANAERE, BEDBENN pHE. HHER. FBE DI G,
B UARZAKFHEXRITER, BRI ENREERFMFRZ: 0.2MPa, FEERH[E
% 6 Areh, BN pH EA 9 ETEREMER, WREAGEHRABRETE
Bk, EHAHT, URYTHEREYRELE MAE . EREREERL.
P AEEUKRE pH . MABETE. €7, MG 10 L3tTT GC-FID 28. /5
RIghe ., BATHE— PR, NARCEREM G NRMEREIER A

4.3 RALFEFHERI MAE RITRST R A

4.3.1 MAE ZRNXER B0
BT H—H8R MAE BIZEBCEE, BINMMT TR, HERFREGRENATE

BY IR RE &Y 5.000g, & 2-CP. 2,4-DCP. 4-CP, PCP W& BIYK 500 g. MIA
20mL pH 1% 9 FIZEEEE), 7F 0.2MPa THREEXEE 6 78, REL&UBUL TR, B
#4T GC-FID & fll. R, BATEHMT —AXTHER, ARABBEHMER S EE
B RE o EER. HEES 20mL pH EX 9 KRIKPIMABEBAIER (AEHH
Y1), BATHBHBIEER, REANERKpHE. €%, BHi#1T GC-FID 2@, xR
“RBEIF&R 43, RSDAT 1%~15% (n=3) Z[H].
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$ ¥ HHEKXEAEF LR

e

i|

£,
2,

%43 RIFEEEM/E MAE B3] EL SR 56 (FIWE: %)
s B EIIAN MAE Z K] MAE ZHY
- TR LRI R, by MR KR
2-.CP 30.7 97.7 109.6
2,4-DCP 35.2 83.1 114.0
4-CP 60.4 92.8 106.0
PCP 27.1 81.6 97.5
2 AT 3.3 PR HAE

h EREIET A, X TFEEMAEBRNIRYER, 2B 2R BHli

T B IR, FEAE R T s i BB 3 2

NETRYEIER, AR EHTRIRREBAERR,

100%, RBAZEREMAKIEY, BRRXEHENER BRI,

4.3.

B4 9 /KB 9mL, 0.2MPa [

2 MAE &7 F] 3 B AW 240 M VTR W &

R [FIRATLAE
o R EA L EBEIET

R EHAMAER &S, MAE ERSARKRELERRYRATTEDE®
(1.500g) , SERXKEHEL, HFRABRHELT, KBRHTEBMEE T, HAIE pH

I FER 6 08, 2 RERL. BV pHEET

. i 0450 m PBRFLERE. 2mL — R B EE, REEE 1 v L ##17T GC-ECD &
£ ERMEYFEHENBRWEFITER 44, RSDATF 1%~15% (n=3) 218, HB

#.

FEET LIRS, £ ERENERT, MAE XTI

=0

ENAREE, FHEBEBRNERNE. R 34 FIK 44 F

IR BRI R A EL

R &M E RN S SBWE i, BEERRK.

M

44 BB AR AR A B R Y R K AR o

H

e R o 3 W R Al & W E |y 2
(pg/g) (%)  (ughg) (%)  (ughg) (%)
2-CP 1267 85.5 0.633 1033 0.253 99.9
24-DCP  1.333 89.5 0.567 927 0227 83.5
4-CP 1.567 78.3 0.783 75.0 0.313 124.7
4-C-3-MP  3.760 57.7 1.253 107.5 0.627 78.0
2,46 TCP 0293 83.0 0.147 99.1 0.059 101.1
PCP 0.067 99.4 0.033 86.1 0.013 78.8

Lo

DRIEE, MAE SR
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43.3 MAE. SBWE RiH fhZKE 5 & 0 LE 8
BATE AT EH MAE, SBWE RIS THERERD R,

MAE HZBERE /L 75% ~120%, SBWE HIZERFEINEFEZE 80%~115%. 45T
BREEE, S5Hb—SSX RS RETHE, BAEEFITXR45.
% 4.5 AT HI SBWE. MAE S5H AR AR LLE

ELE X B EEmER 5%
K ¥ 77
FREA (g) i<t (6] Hik  BEWRE(%) TR
- MAE 1.500  6min omL Btttk  GC-ECD  75-120 XBf%
SBWE 1.500  80min OmL B 17K GC-ECD  80-115 &AWHR

M AE 5.000 20min  30mlL AE/ECH GC-FID 55-79 23
BEHRERK  0.1-10  10min  S0mLO.1M BfEAK GC-MS 79-84 62
ZIRE  1.000 24h 150mL /8 GC-MS 54-81 63

B ERFPHIETETR, SEENR KRN ARMBIL, RIOFENER T EER
HIZEBURFD. VS5/b, BRIERE. RE. T—RURMENBBEREIER, HWEX
AFEIER, NHEER—ERTER, BIRFHLRET 0% ES.

AT I FOK B S AR R, SRAABIRER T EMRLL, &
R E A BRI ERAY RN, A NEEFNEREUER, AN REIE
i, WHERE _RGHR, RE, #ELREE, XREFHEN, NTFIEEHZER
5 N

44 EE/EH

WM EREARTERSERRESRTHNEIY, RERE. &%, T4
BRI N, ERERE. REWE. B TERFRARENYH. LK EHE
5 M D EERA.

ERAMHARD, EBFHEMAT UHpAEREER (2-CP. 2,4-DCP. 4-CP M
PCP) K@MV YER, NANERZKFHIERZRITER, PR TEBRKE pH
E. ERES . ERERINEFIETRNZERRENR W, FAHERST, £Eibtt
REWEHEREWENRAE, #ET MAE MBELMG. LRI RHLHEE,

Y- le—

F
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BAER R HBER &M Z: ZEEUE S 0.2MPa, ZBUK pH XN 9, B8] 6 44,
BHIBIRRE RS X R T0E

EREFHFT, BNERMET ARERSEHTIRYES, BIREREATE
75%~120% i A, STIaFKENRNFEH LK EEHE—L, BXREmts
A, EREERER.
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5 SEFREFEmNE

51 518

SR FETYHENSLSYTES RN LHBX, CEFMREER
LB R B S REFEALFEYY,. W PCDD/F. PCBs. HCH(NEH 24%)-
HCB (& F) &BISISS ) ik iyl £ Mg RR N, FELRYEER, X
BEGAEGEERKCNBELRE. £320/LES, BLEHX E U KBRIIBE
t, AEEENRERER, KBTS LH+ 85§44 500 815 LE P ax
BAMBIISRY, TERETHIEN M EEAEEM, EXXHLT +, 5§17
SrEETERAAEFCHEIER, 2P RNELEEH. 15)LHEB X Fr™x
WY VR S EALE AL AL T RIBEK, BATET AR ) LI S EALE TR+,
RS R EHEBMESLEY.

LHRARYHESRT—RESEIR, WRAER, X% 5 T 5K EBRRE
BB EHE R . RATVEFTEMLIH SBWE F1 MAE M A T SEER TR &
TR, TR ERHE VRSN TSR RERRBMEREZW.

5.2 SBWE #1 MAE R TRt AL B R

5.2.1 BEEN
HP6890 S A& %X AL ECD R Mi28, FRKEME A HP-1 (Crosslinked Methyl

Siloxane,30m X 0.32mm X 0.25 u m film thickness), HP3398a T {Eik, Hewlett-Packard,
USA;

LG10-2.4A BOWL, HERTOH

AENTIEFKEGE, AR 15ml, BFE, N1 1.8cm, HITHMERE,
o A B DU Z 46 B A FOAN AR [ 35 1A

MK-IIR R AR, _EE SR AR Y BT SR :

DF200A B F iR, FEEIHEE A7) & #ER T a5,

e
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P HRRERXFRETF AE R

SX2-4-13 BIAT#E P, REBPERIPT
$1# 3 KDM-500ML fJiE#E A E, (LWRERE:
f ARG EE LV EE

ZFQ8SA FEE#E RN, EEBEWMETH

Apollo9000 EHHLEK (TOC) MEX, Tekmar-DOHRMANN, USA;

2-CP. 2,4-DCP. 4-CP. 4-C-3-MP. 2,4,6-TCP 1 PCP #5#fidn, 3%

EHEMFEEE, AR, RELFXFFER AT
ES%E, AR, REWE@EHALTHR LR,
NaOH, AR, WEEETHIT=]

PH 1-14 [ ZR&4K, L@EEAF=];

4K 5 EASYpure LF £ Compact ultrapure water system il .

5.2.2 VRWESRERTSN

A TR REFRYERPAYUEX SBWE Ml MAE RS

REEUFLAT, HATERERILE LN BARYERHNEKERSFIEK (TOC .

HRBEKRATE, AERESKE, RERELR: FE 5.000g
ANFMEBERVRHIZF, 100CHEFER 5 P, REBRHHEE T HREr

EiR. HE, ZTFIFHEEKE.

_RTAKE-RTRHE

KB (%) TS

x100%

X SIGMA 2

R, FEBET

CATR ) AR, N
R E

el TOC €, RAHEFEGPEHIVANLEEHEE, 2400 mg/g. BRATEH
FRAER Apollo9000 BB HUBKNE, AT & AR EEEA-E 5 B SR W0 .

EWMEFEGRET, 55R 40 1 L2000mg/L RISEE — H R AR B HITR L

Bigk. ERADUTR, ZINBR TOC MEMNFHITRER]]

. BRI ERTHE G

BRI .

- B E AR UE

;|
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#51 BILAANTERRYERNSENE
| S5 2 55 35 4 S 555
EKE (%) 4.00 2.04 2.04 5.16 5.68
TOC (mg/g) 283.7 28.7 53.2 68.9 44.7

# 5.1 PERFIREE AL AN BFREYEGN S KENESENEIE. A
FHRMETL, SAMERAYPLEHENSE, | SYENNEERZTE HH A
AR BRENRSR. SEERE, EAHMAKEER HHNEK, BERE1 S
REFTHEB2E5.35.45.5 5%, £dBENIESF, KERT-ERBHFEEN,
BV Lk, BIs/AKHEROSE, BPRBYEMNSHIKS 28, FLL1 S
SR LRI TOC & & H HAh I3 F B 2 (K .

523 LBFELRNFEEDNABRRE
52.3.1 REKRN

SrRIHERRFREL 1 B8, 2 SiE. 3 S, 4 S5, 5 SEINITARYES 5.000g,
SEATHITREREN. ABKAFRAZEKRRSEYT, H 200mL BE/ESHKE (1: 1)
EAFERER, KERH 20 M (20 SBERER—K) , AHIE, HMEREMHE
ITHE# R, 4R 2~3mL, A 0450 m MIRFLIEBITE, A ZE 5mL, R)5# GC
Ji %€

XERNERMBHZFHERERKE, RARERET—WHHE. X1
MNEMAEP, BRERRVEF] 2,4-DCP, FHit, BRIATULERBEXARTRDERDP,
PEMA 2,4-DCP, REHITEIRFKERMNBEHBIZENLR, RRATBRYFEN
S AR R E S 2 TR
5.2.3.2 WIEFKER
AT AN SRR @, R#EIIA 2,4-DCP, 84S+ 2,4-DCP 815
BE 07100 g/g, BRAL—E, RBHITERFKERLR . ZRUHHIR B E
%1, B 9mLpH {E4 11 MEMHER (ENMETAASRE) M 1.500g AR H 5N
ABIAFMARRE T, F, SOCTEN0 4. )5, BEM BRKARE, FE
ERTIIRIA KSR mEE L. HERAY pH A, BIFLEETE. 2mL =&

e i
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e —

- RE A, SRJEE 1 u L #4T GC-ECD fa#ll.
5.2.3.3 REERHBHAEE

MEARMEIIA T 2,4-DCP BT R & 1.500g, B IAL 4 3E 1T TR R BIAE HY .
W R 5 9mLpH {4 9 HEHAEEFI—FMAZRERZIGERET, FH, 0.2MPa
T 6 4. AHEEER, FIEHNABYRESIKERETIRERC. HRET
pH {8, HFLEIEBITEE. 2mL S B HM- MR, MRJSH 1 v L 31T GC-ECD ¥,
52.3.4 LRER 51T

2t F LRAREIIA T 2,4-DCP MTTEYIRE S, £ W ikn 5F 7K ZEBURT R i B 2K BY
EHEREWESFE 52, RSDNMTF 1%~10% (n=3) ZI8.

*® 5.2 EREHERPEENARKEE

TREMER  TOC (mglg) &KZE (%) SBWE EIKRE%) MAE BEIKE®%)

~—

1 558 283.7 4.00 56.6 66.7
2 54 28.7 2.04 76.6 84.1
355 53.2 2.04 83.5 96.4
4 59E 68.9 5.16 76.3 87.2
5 548 44.7 5.68 87.0 90.6

¥k 5.2 PHISEEME 3.3, £34. K43, K44 T3, TELRI, KA
[ B 4% 1 TP I - K ZE B B B B S B R BT P AR AEIOARY 2,4-DCP, X TE5EH
BtrE TR, EENEREREE W TEREREBREINEFTRYES.
XRBRUTARYI P K TOC Bi#H&/KEN SBWE f1 MAE MIEBUMEREW, WEX
SBWE K MERE KT X MAE HEM.

* 5.2 BB SR, TBEYWHERE TOC EHS 2,4-DCP WEREIWER 2 B1F — &
MEBER, | SERAYYN TOC BEE®/ THMUNMFAIERBRYE TOC, FeXAE
it K KBS R B AL EY, 1 ¥ 2,4-DCP HEIEHT A B AKX F H A M0 45 H &
hERER, 2 5. 3 535, 4 S5, 5 SETRYR TOC EH&HE, 2,4-DCP HUER
AR ELREL. REE, MEARYPENESEMNEM, 2,4-DCP BIEIWERE
{&.

ST RIRE, alfER

F

B

[l

bis

AR FHIENRX T BME —ERRMEES, EEFH




I T

B+ F £ # X

FE BN, TisFRKEREMNEMAZEIUKEEEERMAERBEEPERLR. &
i, SEF SBWE 8t# MAE 941l 5 LB TR F ah -

SR ERREN, LENTFEMA
MFE 52 FEABEGKEMERBIKEREHENEWED, ARERMK
TIRRBERBFIRK, FTCEMSEKEXNFERREFEZL WA K.

F 5k

5.3 SLERIMIRIRESRBY M E

U T RIB R
ZFESWHAR, 5F
WG, BRSNS RINHXMAE
#ITH¥, SBWE M MAE FIER &M REITEMNILHE &£, F

AT EL B
Sl
2,4-DCP,

Wiz, FHITRIE.

BEAXAZRRERBEAEI X A G IBRYH M
B CAERATT SR A T e 37 7K 25 R RO 3R 3

E &5 R UK 5.3 B,
IR AT AN, I 57K ZE BRI o R Bh ZE BN RS ) L ] AL A E AL O R 24

MFRF

= B R,
3 FiX AAEALTE,
ERE, EHAm

H AR YA

—

NAFETHIARTEREBTREK

AL TR RE B
H§T, SIS Tl sem, TURBL, B
R, B, ML FEESERITE. AECSEX L

WiFHEHITRIE .

B LIS R, BAIHEE

(BRI BRAEMRIR. RE. [
ZEEE AR ) LM AN EAE AR &

h, AT SBWE 1 MAE ZEER A HT B eF an  E B 84 i Y
b EEH AL, BB/

S5FKERER

PHIEE, BE RN
BhZEERHE AR, AT 24-DCP 14
F|HEBRER 1.500g 7T, AR 24-DCP EBH 1ug, H

RRER, TEI4RBEE—H.
1 SEREERLE™E, H9 2-CP. 2,4-DCP 1 PCP {3k
&, WERREIZE] T 2-CP, 2,4-DCP 1 PCP.
IR B RE Y, —

WhRATREE, —~EXEEET —ESBAHNGSRINELYRHEABTS, &

T EWEHEHEANE, HHEHRENEFATEU, FTES

MSE

FHEmNANESERETEH,

R 1 TR o B B R 5 e
W% 1 B X R BT R =

7 i 8K 2R AR RS

AR R EAL
B AR AR AT A

HIRHERENT 1%~13%, BEUME, &
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#£53 BILFHANELEIRRNER (0=3)

N SBWE MAE RGN

e R 48 (u g/g) RSD(%) &8 (n g/g) RSD(%) EFE(u g/g) RSD(%)

B 1 0.408 1.6 0.489 8.3 0.588 3.6

2 0.260 5.1 0.170 2.3 0.701 3.2

2-CP 3 0.278 6.5 0.338 11.5 0.155 3.1

4 0.166 9.5 0.231 5.4 0.195 4.8

5 0.360 6.3 0.400 7.7 0.386 4.2

1 - - 0.411 6.1 - -

2 - - - - - -

4-CP 3 - - - - - -

4 - - 0.360 12.31 - -

5 - - - - - -

1 - - - - - -

2 . - - - - -

4-C-3MP 3 - - - - - -

4 - - - - - .

5 - - - - - -

] 0.047 7.5 0.055 1.7 - -

2 0.013 4.6 0.018 3.7 - .

2,4,6-TCP 3 0.035 12.9 0.024 2.1 - -

4 0.055 5.6 0.059 8.4 _ _

5 0.006 5.3 - - . _

1 0.039 9.7 0.041 7.4 .

2 0.048 1.7 0.039 2.3 - -

PCP 3 0.052 7.4 0.043 4.5 0.065 3.6

4 0.050 73 0.056 5.4 - -

5 0.042 8.1 0.064 6.5 . .

m
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54 ZEBE/NGH

EXRFERFAR, BATH PR T U FRERR B HBI BN B T Lhrig
e, ZR LRGP EIANERERL. ERRYERYT TOC ERKHERL
T, SBWE 1 MAE X B3RP m i X A R S RMK. B, BAIERE LRI
FYEE b R AR E MR EY TR EHR, LDOE AR AR, SHATHEENE
iE, KB B RSIBEE.

BTGB IERZ R L0 P MR EFER &S, X)L AN ELENRRYE
s BRI G FKZER . MR BB EEAE K, A 2,4-DCP 1£4 MiR#ELT
KIE, SEMBIRYZEERXYRERGERA, MEHHEMIRERENT 1%~13
%, BN . AMRABEDEKAERN M. TEMELURSEBRERE KSR
BB

MARH, KAERAKERMREHBEREA, THLE, RE. 8. &
A, BERE. EBEE, THERNERTEYRIREIGERY, BLRBENS
BOFTER. N TEERERER, FEERKFPREGNSLAYHNSIER, SR
544N ZRERITEREEFT .
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6 FtE5RE

FENMTHEARERNEFS T ENTE, HERERNRARER TR TENR
B, REAERLAGTELERT, BABESRELOIARKRE. X XBIHR, 7
RS T AR R S S E S R R A RER, B Wi K AR K
BYZEEY, HAIHBTFERHERMIN, EBEFARREUTILA:

1. & TAMERYSHEEE-BEFHKENE (GC-ECD) afr&fF, FMET
EMEMEFHERL. BREBREEEMER, KRHEBENT 0.050 g/L~300 g/L I8,
EEBMEMRNT 050 g/L~100p g/L Z[8]:

2. B T Wl F K ZERBOR N TR YAE & P SRR R & KB &
f, @it ERRITLR, RENBRENRENAER: pHEN 11 FREKERIERE
BB A, 75 150°C FAHY 80 7044, ZEMAMAEHT, B KERNAH THREMA
TERYRARYESMPLE, W TFTEBKEE 001 v g/g FHMER, FEEBEMME
k3 80% ~115%, MHMFEERENTF 1%~15%@m=3)2 (@, B—HMERMEE D
REEHE A

3, SR T ERFAKERBAEERTEFRBERBBEAZAK, BA
SBWE 5 ACF BEHZENMEBAE, MTHRPAYPEMPNERNREASLREE, BL,
B CAE BRI BUKE pH ., ¥ SBWE-ACF MATFHALEHHER, R4 5w
HRIERMET —~EER;

4, B T HERB AEBRBARNA TERIRYHE m T EHRY RN RERER &
%, BEEREITER, BENEENZERF&HEE: pH ED 9 NIBYEKBERIERE
BEH, 7F 0.2MPa T 6 704, EHMALLZMT, WRIRBBZERNA TiR%EM
AT @RS NTRE, X TEBRKREE 001 v g/g ZAMES, FEIREIK
RALAE] 75% ~120%, MXHFHRENT 1%~15%Mm=3)Z 8, XR¥EHE, Y
iy, HiE, BE—HEENSRTIAERAK;

5. BT B LR SBWE F1 MAE R A TR #E i A\ SR B SEBR T VB A i 1Y
b, AR TEHRFERTENASEXMNERRERNEW, KAEERELF TOC #H
Fii% 0, SBWE 1 MAE BIZEU R AR, FEXHAMFEEDSI AN T LR

Uzl

Rl

. A — M il bl L
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S, SREEFERPEMEIRRN R, EEELL fwﬁﬂﬂf\‘é"lﬁﬂ’]iﬂﬁlﬁﬁﬁ
1E:

6. ¥ SBWE Fl MAE AT 88 )L# A EALB TR b EE R i)
e, BiEmARE RET SMEEREYRBIFE, SBWE 5 MAE RIERER
L —B, MXTHRERENT 1% ~13% (n=3) Z[8, ERMTF, ERERETE
ZMERBRIEE, FERESTMEX.

A EECIFR:

A BTERWNERFKEDREE, REEE, RIEFE, FRELTHBATY
bR B E B E YR T T ElEAUKERMMBEREIER T, X EEEY
FRRFtE, KA KBEBRIEAZTER, BRERFILER, EBRERE.

A XEBRENRIFLRTERRYFRIRELLCERTARTEM T —EMHRT
fE, BEEZMBIEHFEZ LHEAM, ERXNEME, FRE—FITRIMRIEE
EH:

1. BERANTKAREH SN FKEREA, MREHE—FTFER. ARIEHN
FleFKEREAR, FENSKErRNNESEERR, REZXFEARRN Ba11LKE,
HEEHLETEHBRERANZOMR L,

2\ Bl FKZERBORM A T BB A& S PR B SR AR ERRe, X
WEREHER. BREIEF, FREFIORELEF TEIFEREST, XBE
— P REEFRETEE, SBWE SHARKAR (WEMAZERD BB 88X — X8 A8
AT —F AT BERI AT [A);

3. MEFHBERBAREELEMEN—FREKTLCESAR, KU TYIHIME,
ETHMEENZERGERENME, HERPBRGHE—PHR. Kit:

4. MEFBI R AR L WIE FRERBAR, BHENF R LRI, R
FZ SR BZRAELEKI, WZHESRBERKER;

5. KA KZERANUBEFHBZEREARIEA —HEREERPLEREA, BRNA
FRARVF R ERF R USS, B UH— 25 KENHNATEE, 288 T K.
EYHERSFLZMEE. RESHELTEHEINY RIS E.
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£ F A HE X FH T FLE AL

5 G

e R SITREBR T, ERTI/EL, BOiER, BEES, GTH
WA, 0B LURFHIT. ETHEFFERE L, FZLHE, ™iER
¥, HALBEEFM, REREEES, ZHIESEEFSERERE—E.

B TARERAERMAR TEFMHE T XL M, STRRSEFERY, £/
RFTFHFEHORS . THBRZMERNFAR TS, NN TE#HS TRIBRAKHEL,
N RRES . ANEEFENSRERENEFHZIMIRER TN FHHE
B

B &=, REEE. BE. BH. AH. BNE. &F. BBEFRFERAL
fEREFSFE D LG TROZFRNHER.

BEERARE, B, ZFXREMNEFHE, KART 7 TS HTHIRTH .

BEROBERHF AR ENZR, 2Nt mRr eI BL
WA FE A o

BAAAAHEPDR. RORNZM. R%E. BABRURZELHEE!
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2003 £ 4 A
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