'BE  EXTx /)b A OBSRILEIRI A R D5 B U E AR T
gt RLUY—-FE2 49—

1. AREN
EA7x /=) A Z2HERULELZRICERT 2{EEMITONT GCMS. LC/MS.
LC/NMR ZICTRIZZITD &3, LCEIZTERDS DN EITD .,

2. ERHE
2.1 #Hel

EAT7 /)b A OREFLHKBEMNAREBERNSH/EGEINIH(ERA T/ IV A
510mg M S EE L 1B X 1 g S0 [EEL 2. 28, b1 BXI2iIDNWT
WA 2 12 Hhit . LC A BUREZRTT o /2.
22 BEBIUEE

¥EBIK : B L2, HPLC H
FERZRUI : B, HPLC A
Tronry B L, BREBEARA
KT MU U A D EEE B
1mol/L B K 75 # T hIATRY
ANFHY B L. REBRARA
TR c BAE b, AREEBREKARRA
2.3 BB
231 HiH

FHT7ERZRUIL, BRAKTHESRBIOICF o a o FUERBEA—RY v
2(Sep-Pak Plus tC18 Environmental Cartridges. Waters)iC. 1mol/L B T pH % 3.0 ICFH%L
FaEbK 2@k & Bz, BAKKTHE. SmL ORBRKTHEEE, /7 00A% > 5mL 12T
BHIEE, BRHEBERZFEOKKE S DY O ATHALEZ, o—~ ) —INKL—4F—T
¥ 02mL ETEMEL., MHARE Lk, BBEREIIDOWTIEEE 1 8LV 2 &EBRKRICT
> 7z,

232 BN

BEL o

FOANFYY 5S0mL TAXT 4 arF Lk 5%&KU BT IVAT L(0A0mmo X
10cm)iZ. MHERZE Y 751 Uiz, AFH 2 100mL THEE. 20%vv)TEZ R EEA
FH 2 100mL. 50%(v~)7 2N EEANFY 100mL. 7 h > 100mL THEHL., &1E
HED 8RR T N O A THKLEZ, 0—4 ) —INKR L —F—TH 1mL 218K
L. BUEKRE L, ELICUToR 2L -,

® [ A:20%vM)T 2R EEAFY L BEHES

® 5B : 50%wvN)T 2k EEAFY BB

® [y C: 7tbBAHES
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Rl 2

KL 2 ORI % LUV 1 TR LM R, 2L E OB RIRE & H .

OFITIL, HHRORMEARZZDOEEHA W,

24 HiE
24.1 LC/MS BIE

AEHARPICEENSIRDOD TRERET 5720, LOMS T THIEZIT- 72,

LC/MS 73 ¥ sk ft
HPLC

Column
Column temp.
Mobile Phase

Flow rate

HRHEt
T— & R E
Ionization mode
ESI Voltage
Seath gas
Aux.gas

HC temp.

Total scan time

- Electron multi.

EE

2.4.2 LC/NMR BI%E

! Waters 616 Pump

: ‘Waters 600s Controller

. Waters 486 Detector

: Capcellpak C18 UG120 2.1mmi.d. X 150mm
:24C '
: TABEIR A, RBIK

BEEE B, 72 NUN
A : B(80 : 20)—(30min)— >(0 : 100). hold for 10min

: 0.2mL/min

: TSQ7000 (Finnigan MAT)
: DEC3000(DEC)
:ESI&A1 A >

1 4.5kV

: Nitrogen(70psi)

. Nitrogen(10unit)

: 250C

: 2.0sec

: 1,500V

: m/z 100~1000

BRI EENARDOBIEMEERRAE T S-0, LC/NMR ICTHIZEZETH- 7=,

LC/NMR HIE &4
HPLC

Column

Column temp.
Mobile Phase

Flow rate

: Varian HPLC > A5 I

! Capcellpak C18 UG120 2.1mmi.d. X 150mmL
;=R

D AR AL REBLK

BB, 72NV
A : B(80 : 20)— (30min)—>>(0 : 100). hold for 10min

: 0.2mL/min
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'H NMR IS4
% &
B I B B
] B
3= %4
BOm g
AVI Y =
T— 5
AVIS - SEAW i
AL

243 GC/MS BlE

: UNITY INOVA 500 (NU 7 >)

: 499.8MHz

=R

7R MUV (2.00ppm i)
: 12000 Hz

D45

: 32K

: 1.5sec

1 4~8 ]

TS5 XA 2 MERMSHEERITZEMEL T, GOMS BIEZIT- 7=,

GC/MS HIE G4
GC/MS : Fisons MD-800
GC
EARE > Splitless Injection
AR :1uL _
VAR : SGE #L. BPX-525mX0.22mm L.D.X0.25 £ m Film
715 LR : 60°C(1min)---10°C/min-->300°C (Hold for 10min)
FrUT7—HA : He(Head Pressure 120kPa)

125 —T7x—AlREE : 280C

MS

1 x4 ALk . :EI

13 {LEE : 70eV

1A EIRE : 250°C
I : m/z 10~800

2.4.4 LC/UV HIE ,
LC/UV EIZTHRIE 2170, %f“tlj ﬁ@ﬁmvbﬁﬂm& CEREBELE. £,
— VHEHBOREZLRRIITOVWTIEDE T .

HPLC HlE &M

HPLC c XY 680 BT
R A ~ : Capcel Pak UG120 4.6 ¢ X 250mm(Z 47 H)
Capcel Pak UG120 306 ¢ X 250mm(%3 Bi)

BB  EENL AL HERUK
- CBBERB. TRV .
A : B(80 : 20)—(30min)—>(0 : 100). hold for 10min
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W : 1mL/min(53 #rHF)

15mL/min(43 EX )
B H : UV254nm
AR 2 10 1 L k)
200 1 153 ERbF)
3. BlERR
31 #El

e 1 OIS & GOMS IZTHIE L 2# R, 2RORD 2R S . HPLC TO 5 HL
PERF OVEEMRAZERL T, BEOEWVWICXZE/EITOIED, U INVAS LD
TRT I T4 —E(To . BHEGOEMY 2EBERMICHITTVE, 20722 - AFY
CEEIRBHESGRE L - B A) 50%T7 & 2o AFY EREHE G - B B)
BELOT & b oBEHESEEL - B OO 3B 211G,

FNENOES ZHE GCMS BIEL., BER O T T4, FERITDIAARY
MVERLE, £ 5475 =P —F 2T, =BT E3AXRYT MIVEDPIREINT
FBEWTWES A TV —FRRERL .,

FA7x /)= )V AVNBRZEBRLZBICHFEINSSTEEZE 1ITIRLUTZ,

#£1 EA7x2 /- )VABIUVEZEERKOHFEINSG D TE

2 THILEK TR
CL C H 0
0 15 16 2 228
1 15 15 2 262
2 15 14 2 296
3 15 13 2 330
4 15 12 2 364

Bl - B4 A TIE Trichlorophenol. Benzofuran,5,7-Dichloro-2,3-Dihydro-2-methyl.
Tetrachlorobisphenol A &% X 5N B KA FNERA T N/2(E 2).

% 2 k1 - B AD GOMS FERR

UF>ald1LhEESTTE HEE Ak
(7)) M.W.)
10.781 196 2,4,6-Trichlorophenol
12.816 202 Benzofuran,5,7-Dichloro-2,3-Dihydro-2-methyl
14.439 220 Z<BH
21.960 356 A~BH
24.337 364 ’ Tetrachlorobisuphenol A

#%l 1 - ®4r B Tl Benzofuran, 5,7-Dichloro-2,3-Dihydro-2-methyl, Dichlorobisphenol A.
Tetrachlorobisphenol A F T TN, HEVHEE SN WRD bR I NZ,
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£ 3 &K1 - E2BODGC/MS JIERE

UFria 41 hlEEDSFE HEE R 73
(77) MwW)
11.738 186 <HA
12.814 202 Benzofuran,5,7-Dichloro-2,3-Dihydro-2-methyl
14.530 220 ' N
20.806 262 Nz
20.989 296 Dichlorobisphenol A
22.663 296 Dichlorobisphenol A
22.770 330 Trichlorobisphenol A
24.333 364 Tetrachlorobisphenol A
24.447 ' 380 N::

e - B CIZBWTIE. BRIZZWRAEIBHIINT, B ABLUBIZBWTIE
EREDRIDBHLEEEZ SN, '
UEofgRLD, BB -EOBIZIXERT7 2/ =)L AD 1. 2. 3. 4 HEBEBRED,
AL cESAIRIRERA Tz /) -V AD4ERERKENEEN TS EEZI SN,
LC B OBRRS(EAT7 /=) A ODIEFBEBBRA)OBHEANEZERT S0
LCMS BlISE 2 1To7z. 3B 1 - B A BIURE 1 - BIOBXHICDOWT, LCMS BIE
(ESI 1 F AMEIETOARA A VR 2iTolRER 4BLUE IR,

4 FHB1 - B AD LC/ESYMS HIE KSR

2F vy EIE HEDTE H IR 23

( [E) (M.W))

71~86 364,524

365~392 220

575~589 234

599~626 196

667~678 202

695~709 - 380

727~751 364 HEFIER T =/ —IVA

826~842 322

855~865 356

4 ESI TOAA A RHEOED, —RENZIIHETO s AL > ULk nizna, 4
TEERICNMA T, BERLEHRROTAY h—TNRF—noEHBRELNKL., LT
DM ER ZITH 7=,
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%5 #B1 - E2BO LCESYMS HIE kR

2 F v EE HESTE - BERS
( [E]) (M.W.)

- 66~80 - 364
245~260 186
370~399 220
455~465 302

500~520 286
530~540 334
550~560 262 HEFEILERA 7/ —IVA
575~580 234
580~590 359
622~635 296 URFILEZA T/ —ILA
652~667 - 338
677~687 330 EFEILERA T /=LA
694~702 380
729~745 364 MFEFIER T/ —ILA

HEMHAUEEIIEOE T, BEOBMERED/ZY. LONMR MIEbBITo 2. —RHIC
NMR(LC-NMR)EIZIZBWNWTIE, EXT7x/—)V A BREETHILEHOBEE. AFIL
(CEYFALDOT T k24 16ppm I, 7O T 4 v ZITHEE LT O R H 6.7 25 7.2ppm
R EI NS, HENERLEZFHICEDTFIANS T FOBBIZDODWTIIREDEHS B
WAL, LERERTZ /=) ADFIHAINLTT FERIZ LCNMR KTHIEINZZARY R
IVORRIRZEIT > 1=,

1.6 6.7-7.2
OH OH
EAT7x/—)L AOKEBLOIHENZ O RO I AL T R

LC-MS JIEIZT, EXTx/ =)V A DEFERELEZ SNLHTRERT ZLEY
IZDWT LC-NMR K THERBET o LR, &b - HH A ROV TRYF > a o
L2 5305 24 DT 1.6pm B 7.2~74ppm IC 7O R AR EN, ¥R T2/
=) ABREETHLAEMEEASNE, ZORMCONTIHER 4 BREZ T2/ — )b
WHET 50 TBMW.366)5 LC-MS JIE THSNTWASA, NMR JIERO 1.6ppm 1T
BIR 7.2~74ppm FHEIC 2 KT OOE—INRDENB I E LD, HEOBHRFEROR
IRBLEMHENEL > TRIESNTWABREER S RINZ, £2, UF > a ¥y 1413
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M5 16 TN T, 73ppm fHEICT O T 4 v 7 ITHEEG L7 O R HFEDOE—
DB 5N Leppm MHEICAFINEITHYTE 7O R R ENTHES T, EX 7Y
/) =IVEERELBEWRD EEZ SN, ZORG DWTIZILC-MSHREIZTH FE 196,
HEIEEATHLEMTH S I ENBHOENTHY. brooryx/—)LEfEEIN
7zo

RELL -ER2IZBVTH, LCNMREIEDKR, UF> a1 L10005 194
2T 16ppm FHEB LN 6.7~74ppm CEXA T =/ —)V A BREAT S EEZH5NS
RAMPKRHEINZZ, NMR TOEE—T OFBENS — 3 —R D TR W ATEEM: 7R
LTH0. ZOBRBEROBRIPRORLSLEMENE > TRIHIN TV D AREED
RENT,

LEONMRBIETIIERA 72/ —I)V A D EDERPITIHEFZNE L L =03 E TEah
o722, PCNMR BIEZ 2L 0, FICERIM o ENfEEE 2 5z,
E%Wﬁ@Lcﬁmﬁﬁt%ﬁB\ﬁﬂ¢®%ﬂﬁ@%mﬁ& CEERT B0
LCuv(@s X yaFIhslEZITo 7z, iRl - AlZDWTETo—RikE
— I HARDTREI N, EERSY DEREICLD +§J\§J\lﬂﬁﬂjﬂ<1bsmb:tw EEZONE, UT
>iarAAh 2627 BT 4 WEBEBREZ T ) —)IVEKROE— 7 N EBlE Nz, B E
L EDBIZBVWTIRUTF > alF 1 Ah255~30R3CERAT7 2/ — )V A DEEL 1~4 BHR
NNz, BB 1 BS CIZBLWTIRERIINS 2BE TRMIIEEL Tk
EZb6Nk. ,
EBRDLC-UV)KDONWT, FWMETo7%Z, wkl - B3 ARXDWTRY T2 ary
A L 13~17, 24~27.5. 31~ HORDETNENHBLZ, £/-. &EH1-EH BICD
WTIRY T3 a ¥ 15 25~2T DR ENH LTz, TORE, F 55 00ER T2/
—IJVAMN35mg. Moo 7x )/ —I)V 25mg IS N/ZA, FOMDERAFITDONTIE
+aRBIRRBE Niaho .

32 #Bl2

iz 1eDERT =/ —)b A 2RO L 725060 S Mt EE 21T o 7=, it EEE
VREEE 1 EFARICIRIEZTT o 72, BRRIC LCUVRIEZITo AR UT a1 A
17331 ERILER T =/ —IV A, 188 I 2HRILEZAT =/ —IV A, 2057312 31
FEER T2 /= A 23D AEFMER T2 )=V A EEZASNSRODEAISH
7o LCOBIRFIZBWTITHERD LCRBOFEE T, VR LIFAT A ETERT OB
BtE{To7z. 1HBILERA 72/ =V ABSZERE2 - =21, 2FEEX T2 ) —
WABIDERE2 - E—2r 2, 3FEIER T2 /=)L ABERERE 2 E—2 3, 4%
(LEXAT7 /= IVABEZZERE2 - E—2V 4 &L, BIZ, UF 2 ar¥1L023~30%
DEBRSEEL 2 - =7 5HITONTHHMET o 2. |

BB ST DWW T GOMS I TR ORER ZE1T o 7=,

B2 E—2 11I2DWT GOMS BIERIT o 72468, UT > a ¥4 b 17.97 4icth
FIBHEZ T2/ =)V AMW2)MBBHEIET N, Zoftic, MUroo7z /—ILMW.
196). T8 220 ZRTHRAENEHBINZGE 6). ZONTE 220 DILEBHITONWTIE
DFRIER 2@ EZRE D LT INSD,. FOREIIRBATH 5,
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£ 6 #BE2 - -E—2 10D GOMS HITERE

IEPEPZEINEZZ R HEE 2

(7)) (M.W.)
8.68 196 2,4,6-Trichlorophenol

11.92 234 A<HH
12.18 220 A<HH
12.35 220 A<HH
17.97 262 Monochlorobisphenol A
22.32 -2 ALK HERE

B2 - E—27 21200 T GCMS HIEZfTH 2R, VT ay A1 1837 &
19.77 PWCHFE 2 BREZA T = /) —I)V AMW2)MRERIENZ. TS5 2 DODHFHE 2 Bt
EAT72/—IVARBEDIAARY MIVRRIZ->TNWBH T s, HEOBERERIXNNRER
S TWAHMEERER)EEA SN, BHIZ, UTForadIa8n i) ronrx
J =V MW.196) BRI EN7=(FE 1),

£ 7 #E2 - E—2 20 GOMS BlIERE

VFriarf4h | EDTE HEE AR
(53) M.W)
8.72 196 2,4,6-Trichlorophenol
18.37 296 Dichlorobisphenol A
19.77 296 Dichlorobisphenol A

HE2 cE—U 3 IDWTGCMS BIEZITHo MR, UTF >3 1 h20.08 02
FIBHREA T /I ADNEBEIN, 2140 FITHEFE 4 BRE X7 2 /=)D BERI
Nz 8,

% 8 #HE2 - BE—F 30D GO/MS BIERE R

UFriard14h | #ESTE HEERR 7>
(%) (MW)
20.08 330 Trichlorobisphenol A
- 214 364 N

B2 E—2 41DV T GOMS BIBZITo72ER, UT > a1 A 216 DI
FA4BREZ Tz /=) ABBRISNZF 9). :

B2 - E=7 512DV T GOMS BIEEZIT o I26EE. 10 RO LRI N, W
NORBBHTFHNIC 3~6EHOEFEEZEFEL TNDEN, TOHBBEBIIDOWTIIHETETWA
W,
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%09

BEL2 c E—27 40 GO/MS BlERER

UFrialfd4h | #ERTE HEXE AR 73
(%) (M.W)
20.08 364 Tetrachlorobisphenol A

EX L 7= BB OEINEZRE LR, & 1000 LENETERI N,
| £ 10 &E4HOEINE

Ein 4 SEND Y B (g)
BEl2 =21 |HEFIBEBREZA T/ —)lA| 00012
HEl2 - E—r2 |[HFE2EREA T /—IVA| 0.0058
Bel2 - ¥—2r3 | HEIEBREZA T/ —IVA| 0.0391
HE2 - E—24 | EHRABHREZA T/ —)A | 0.0452
#Hel2 - ¥E—25 L 0.1011

K OEHM 7RIS AT D 7= 01T, _ERCIEIN AR 3R O —ER & NMR JU5E ket & L 7z,

3.3 ERUFERIARRY D NMR IZ & S HGERYT

AREEOSEWY (E—2 1, 2, 3, 4, EUF PI, P2, P3, P4 &%KF) iIZDWWT 'HNMR, "3C NMR,
DEPT. K70 NMR BIE 21772V (P1, P2 IEEABIENE a0, TH NMR 72 ED—ERDH
EDH), T TEROMREZERBLUTHENL., LTORREE/, £/ MR ORBEXREZIERL
7o

P4 DR -
Cl cl
&
HO T OH
CHsy
Cl Cl
P3 DHEIE
c o
CH3
HO c OH
CH3
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Py DHEEHEE :

HO o} OH

HO %‘Q—OH

CHj;
(o]

FEL ()LL), 1(k) £ 0.25(F)

PLITIIMLIT. U DD71/—-)I/75§‘J:§EOD_%)H:|:T 0. I5FENTVB LHEFEI N,

Pl OB

Cl

e W

CHs
NLNDR T DEFMNEIAATH - 7=,

4. F&9

EZX7x/—)V A BIEFZLELZBICZERTZILEWMIZTDONT GCMS. LC/MS.
LC/NMR IEICTRIEZTTD &I, LCIBICTERT OB E2ITH /=,

EX 7z /=) A DEFZBEBIKH-CI KHUK, Cl=1,234H)ICMA T, o7z /) — )V
bRININEZD, HEZ2EETHAEEOLEMOEEIZDNWTIRHEENTEah-> 1=,
ERFRB IR O ETOMER, ER 1EBEREZA T /=LA D 1.2mg(FU >
OO7x /—)b. BEERHRMEE). HE 2B REZ 72 /=)L AWM 5.8mg(h) 70O
Tz /)b, BERHRSEE. HESBREZA T /—)L AN 39.1mg. HFE 4 BHRYE
A7z /) AN 45 2mg BRI Nz, BN S N2 LEHO—ERE NMR BIE ISR L=
728, W ELYE A ORERFEEBRSHKLEIZ BT BhREM. X 5123 41/2 8CNMR #
EREDT —F RIS H%,. BICHBURE S EREEETIHEND 5,
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