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ELTHERAIRTHWBEZ Y FALT » vDatks
(UTFa—zvFaALZ Y, B—V RAAT 5V)
BOIRBDREHD 1 D THLEIY FANALT » V4L
7 == MNTHHZEHNHBE L.

BB, TDLY RALT v VDN THHE 2B
L, Riprb, RETFOBREWERT - cOTHET S,

2 ERFE

2.1 & #
132, BRF,
A BUHE Ui
HEY | BERERED ERSERAECE S, &K
ADREBERNTWIRBLZWETAD A~/ =<4y
NTPRICF 6 AICBA L, RBLISECSEL, *
hzn | HEREKE U CH L 3BEeg, Ho &k%*
LB E L,

2.2 HEERUEER

Tr=bUA, n—~FYY, VLY, BRI F
Ny JEARERER T N U T 4 FGMIZE T MBI S
A

7o Yo FEMEE T 2% (60~ 100 mesh ) %
700 °C T 5 M, Ht\ T 130°C T 3 RERITEAL Lz d 0,

- f—_vvIev(zvFALT»v) DRk
WEZE T el 2R e A 2 VR

IZYRANT »VHLT =— b BRBEHEAE LV
Z— X DRI,

23 % B

HRZBZ N5 7(GC) iba—Ly b RXyh=—
FHBIHP 5890, 6 Ni BFHEREKHE (ECD)
ARIu= 727, BESFEF(GC/MS) &
a—ly by = NHEBHP 5890, AABTHE
JMS —D 300V E RS HTEE

Vv CUERBRAO&ES D D

2.4 GCRUGC./MS#BERME

GC:Hh74DB—5, 053mgXxX30m, HJLEE
240°C, HEA DERE 260°C, RHZRIEEE 280°C, He E 5 psi

GC/MS:H54DB—5, 0535mgX30m, 55
LRE220°C, FHEADRE270°C, 14 VILBE eV,
14 VLB 200 2 A

25 SHEE

2.5.1 AFInbLORMYEDOKH

A1 F IO RET Y 3 Y —TH—kL,
FDFI200 § AL Lic, BBIBLT b= MY AT
I L, KROEAKGBRF MY 245N Tn —~F4
VTEMB L, n—~FYVBREM L, BEKY Y
v YOI BHFRE L Ieh T LA L, SVEY/ n—
ANEYFY (410 1) 2000 TREOWE — 1 2BEH &L,
REASYEY 300 TRIAPE— 2 %, TOBERVEY
300l THRMYE — 3 %R 281, BHEKSEHBLG
C/MS AR & L,

2.5.2 TV RANLNT »VDSHE

BB A4 2T b= b Y30, 15, 1508 THE
WL, A ER5, ZhitK 150me, EAKRRET b
VL3 §uMNZ it n—~FY V50, 50niTHEMH
Ly, n—~FHVBLEETD,

By | BEREAETE, BEDREr —~F
vHHES %185,

b —~FHUVHHBELY7T v OL5 ¢ Lﬁ'L,
n—NFY VEORETH 7 AP Uik, 3 %ER - F
W/ m—=~FEgv50md, 0%EERTFL/ n—~FH v
100méTHEH L, BET2, MIZFLEC—T Y FALT »
V, BERL—ZVEALT Y, TV FRALT VY
N7 == NORBREBKEL, ECD—GLCTEE, &
BET5,

3. BRRUEER

31 KHMPHEORE

1F IDFRERREEOS W 2T & 25, 108
AP A BENRSGECD~GL CER 3EDORME — 7 M
BWHIAL (KL ),



*ﬂ%?

A L__‘\,WJL\

H1 4AFITHEHBOECD—-GLC
(DB—5, 30m, 220°C)

COMBEIECD-GLCREBBETHS ZEM BN
oy v RO ENTFEIN, FlREBERWA TS
3LEbh2,8),%1kpp’'—~DDERUL, 3, 6,
8 —TCDD#%1 & LRt RHIER %R LA,
ZOWEIIFREEREROEED\ T h & LRI
M—F L= T

£R1 XMPEDGL CTOEMREHER

B pp’ —DDE=1 1,3,6,8 —TCDD=1
REE - 1 0.896 0.780
2 1.218 0.993
3 1.547 1.196

Q 1 2 3min
RAME— 1
T T T T T T T T T T T
69, 195
241
50 100 150 200 250M/Z
| 211
285 301 339
||1. Ll | 'I. 1 ”m
LIRS AAAR! SAARE AAAAD hAARE NRARE RANEE NN AL SAAR) Nt DRI MRS SARM AARA MMM A |
250 300 350 400 450M/Z
B2-1 XRMPE-10GC/MS

(DB—5,30m,220°C,70eV }

(H54:DB—-5)

T, LopErER IS F 200 8 AW
THERAPT>7-28, GC/MSKX &R L1,

B UDREEHTIL, 3, 6,8 —TCDDHHEIEL
£ 1 OB RIIFED DROWED ©— 7 R L, 5
BNRE—VERDI, (B2—-1~3)

SEORMWEDOHN, RAWE— 31 dm/z 42017
FA AV E—IDBRDLN, REMEELELDERY 6
HELTCWA Z &R, F1, RAWE—1,
2 XA BRI 4 — Vv ER LEMETH A T LB
Eh, ELRFAYE-213m/ z 404HF1 4V E
- IRBED b, ThbDi bdb, RupHE— 31k
m/ z404DT Y FANLT » VIRBLSWIHTHD &
Ex bhic,

SEOEERLAF LU LILEZA, ECD-GL
C, GC/ MSTOEBNE—HLILDOTRAWE—1%
A—ZV FANT 3V, 2%BF—ZVIRAALT Y, 3
BLYV RANT »VHILT =— hERE LT
(B-3)9

0 1 2 3 4 min
FaE - 2
- T T T T T T T T T T T T T T T T T
&, 195
241
50 100 150 200 250M/Z
~ m
301 339.
- Ll |h: 11y ||\|yl 4?1‘?
1 LA | AR WA | 1 T T T
250 300 350 400 450M/Z

H2-2 REME-20GC/MS



ERERERE V4 -FH F8E 1990

0 1 2 3 4 min
FEimE - 3
B T T T T T T T T T T T T T T T T
272
229.
69 193 L
50 100 150 200 250 300 M/Z
381
&
™ |h| T™T Il Mt i LA Ml A S A A A i |
350 400 450 M/Z

H2~3 XAOYE-3DGC/MS

O,
\
5
o

Endo‘sulfan
Sulfate

@ —Endoshlfan £ —Endosulfan

B3 TvkERNTrv(alk, B)E
T RRVT 78N T = — bOFEE

3.2 BY, BERPOEKE

IV FANT » VX - REER I, [KHEHED
ERZFNTEIETH D, BIELHFL T3, A
X3 3 HEENEROCOTKEFTEERARCBEINTE
08, Ffo, LBidh, BIEgRRTAEEELELC
ERBEINTNAD L Enh, RYhoBRBHERD
ER | BEREAE CORBIC DV T LIk LR
DOL, BERAERT- o

Ro2kA FIROBRBRAEER LR LI, Vv, B
Arv, Hy 1 BERERE TR Y FALT7 > VIk
mHIN D - T

IV NALT 7 ViIAREEE T REEEMBIIRE
ThTwinny, BEIIRT L2 BEBSREELET
23BOFE LTO5me#s Tl bhWwl sz
Twb, 1 BESERE(ADIDVRFAO/WHOT
13.7.5 19/ kgD LIREIN T3,

1 FTOBBFAEDOHERIZAD 1 L HET 5 LEfE

Thotehd, TV AT » VYT = — NOBRBEH
RABNC EMnD, BIEI L THAERZZ Y NALY
PV ERERBYO T Y RANLT » VHALT = — DR
REYBETHHH LBbh3,

K2 AFTHOTY FRINT 7 vOHHER

e
N

CEAT @ pm )
a— B— TV NRN
No. | TV KRN | TV KRN | Tyvan | &5 #E
77 Ty 7 =—h
1 nd nd nd nd
2 nd nd nd nd
3 nd nd nd nd
4 nd nd nd nd
5 0.005 0.009 0.054 0.068
6 0.008 0.010 0.056 0.074
7 0.008 0.018 0.056 0.082
8 nd nd nd nd
9 0.009 0.016 0.050 0.075
10 nd nd nd nd
4 H ¥

SEOFEXTHOCHID, TV FANLT 5/ H N7
=— NOBIERBPRELTW LW EERARGEEAE
VR —DRABBRRCEHALS LT F 3,

2 £ X M

1) EREE R - EREPES 66, 64 (1981 )

2) BT ERRREREL Y X —FH 5,
66 (1987)

3) HR E O ERRRBRELYZ-F®R 4,
69 (1986 )

4) J.R.W.Miles and P.Moy : Bull. Environm.
Contam. Toxicol. 23, 13 (1979) ’

5) TBENY N7y |EF FMHE BREDE
W4, P125 (1989)

6) Donald K.R.Stewart and Kenneth G.
Cairns : J.Aqr.Food.Chem. 22, No.6, 984

(1979 )

7) BEGR  AREEFME 18, N2, 149
(1977)

8) BiREE : FRASTER L WE S MR ER

&8, P239
9) [ RFBET - 27y 7 JERRIGEMUE ¥ 7 b
Y4z A, P98 (1982)



12. W R U VI RGEBERRE P DKEME
EYIVEDQDERERERE

Ba Hhx*

i

2 N

3 mM EE

O N v 7 RROABREEShOKEE Y4 I VEOHP L CRLZ—FSPEL®REL, V.B1, V.B2
VBT AFA, V.Be, =3FVEET I K, TARNT =2 A VOSKADO—FLZHE G V.COFHEFY V7
FIEE, EERACEHAEIC R L, RN V7RI THEREFREOFTAENV. B191.2~103.6%, V.B2 V) V&
TAF1113.3~177.8%, V.Be 98.2~102.6%, =aF BT I F93.7~111.7%, #7 =41 ¥ 96.1~106.1 %

’6&0 ﬁ:o

B> TIE S E T EEROH-> b DI 2E 1 KL DOEFFEEERD A, V.B1 OEFREIIMERKC
@<,@@Wﬁ%Fvyﬁﬂwﬁﬁﬁxbﬁbfﬂiv#ﬁ&BhtoWC%@H?%%®@%@@@%¢FUV
SRITI LS - 120, BEKEHARGFRISGREEINTED, 1 AYL)DOEFEICIT149~1435.9 ng &

WEh A bt

L FL®IC

S, BEEAOER L NT, FEOCE I VEREPIX
SR LEERRO F U v o H R RERNEN # S
STHRENTW S, SELTNLOEFEREZTNLD
Bl kBEY g 3 vEYPLCRERE I n NI 57
(HPLC)H L ARWE—FSINELRFL,
W FYvoH, BRESRBCERL . SHHEEIERIN
LIS HAINTWEV.B1,V.B2) VBB AT/v, V.Be =
FVERT I FV.CEREN T =1 VYD 6BAFE LTz,
V.B2 oW Tt CGERZEIL DWW THHE L T

7] *

221 & #
BRENTHE SR T3 N Y v 7FINERUBER
TR, EEMEH4ERIER, A—3-%THEA LAY
Flte NUVIZHEIDER I VEHEDT oA VORRE
HE, RUBERSROCZ I VEE W7 = VOEER
T RFEL, 2R LI,

2.2 EEIFEORE

ERERLE LT, BufidRBRpiiems 7 3 vIEER
HRUOERY) FFv v, REBROY VBR) A7 5
vF MUY A (BE ), =aF VBTN, TA2
NEVER CBLEFIYHMEE ) RO BARERITEAKHD 7 =1
VYRRV,

EERKIIE N Vo AORREFRN DRFLT
—HFSPIc R LB b DL LTV B, 1004y /ne,
V.B2—PNa 50ug/mé CF 600ug/mé &b XD
BE&EE LU, ik, V.CROWTiEEHKMEL Lo N
Dy IHIHC iR L S ERE LI DR c 2 &%

2,

* B EHERAERERN

1 WmREVVIRADESY IVE,
KNI oA VERRERE
Py &N 1 2 3 4 5 [ 7 '8 9 10 1
V.B1 ¥ B # 10 10 10 10
” wo& 3 10 10 6 5 10 5

V. Bz 2 5 5 5 5 5 § L5 2 L5 3
V. Bs Y VEBZATA 3 5 5 5 5 5 10 5 2 5 8
=3F VBTN 10 20 10 20 20 20 20 15 20 15 50
RYNFVBF I UL 20 .

Ry bFo—Tra—n 10 10

YT/ anziv 10

B b 7 am—s 10 10 10
HKHT =4V 50 50 30 50 50 50 3¢ 30 50
1AM haf (ne) 50 30 100 100 100 100 30 100 50 100 50

(B img /&K, ©T /3853 vDIhug /&)

2 WREERHTOFRRES

K No.

EAR Tl | A B C D E F G I L J KL MN
V. By Hi o O

V. B2 ¥ o O O O O

V. Be Hi O O @] @]

ZaF VTN O 0 C O

Ay hFIBAL YL O O O @]

FA4T vV O

V. C o O O O 1,000 O O O O O 1w O
HoFLHEA O o] O

Ve L 120 140 110 30 140 350 120 100 100 50 156 190 135 250

(O B3t 5 40, ML AREAMTH b o, i /4

SHEDRED LRRGTHWTB L& L, 200 29/
mEDEW A To
FEOBRAEEFR LA o, BERKDOHERY
AU B BB R A T,



EREGREBRRE L 4 —-FEH E8E 1990

23 SWAH*

FU v 7Hi3#2 —1065, @BESREEV.CRBRIR
SEDWTIELEDFEE, V.CEOWTHI1I~100 5K
55X HCBEHHERKTARL, BE LD >SWT
FIE0ASum DAY T 5 VT 4 ME—Thila LREE
BELtco EBE Y +— 2 - XKk I n< I35
TEBRYBAWTIT o1 V.B1, V.B2 VU VBT RF
Ny, V.Be, =aF VBT I NiXRA U&ET—FIHH
FRE/S » Ty, KA 7 = VIZT DOFETUVRER
ETERR O TE A - oD, REBORELE
X2 THBEEA%RTIN»>Te HP L CE&HER UEELE O
7uR T LARRIIRLIS

V.Ck2W\WTid, LEOHETIEERRETEEER
DIEFEIEENR S EEZ bh, FEEEFREROIE
BETHVWEHP L CED O TH®RER L.

CF

[ CHPLCA4E>

A74 I NOVA PAK Gs (Barx10cm )

V. Bs ;:r (80+915+5 ) containing 5mMPICB7
(PH28)

i : 1.0 me / mun

BILE : UV 280 nm

NAA IS : 0.82 AUFS
H T A B
Fo =~ ML 0.25cm /man
WAL 20up
V.B1
V.B2-PNa

N

[T 1T T T T
4 8 12 16 20 24 ma

K1 E5:IvEEROGERREI AT ITSA

3. HBRLEE

31 —EMEREORE
KL R I VvEYHP L CT—FAT 5K BT
WL ORBRERL B BHMDDD, ko K v rFlic
—RICEE SN TV B ERGOREZED L DN, —
EOEATERSERUEE L5 ksa< I 5 A
BB SRS &4 2RD, BIEER, RHEERS R
L, BEObDE LTH 1 05w B81, ZO&EETIE
V.-B10~2ug, K7 =4 v 0~ 3ug0fTTH
FhERERA LRI (F2), LrL, ZOFEHTY
A7 =4 VOSFEENIRSITEREZ N EhbABRE
DE—IBINBLRT, EKIT7 =4 YRDONWTDA

B84 - CH3CN—10mMKHz2 PO4s— (C2ls)aN

FREYEL THEARSIZ 2B/ IhoTe i, V.
CRPOWTE, BHEMENRRH Y-/ L3EAEEK-
fotcdd, MG &DOTBEBIERD - b, EEECH
BhA b, KUY IHIOREFIIIV.CEER L
LOMIED o fol &R, BRKEFIV.CREMIZER
TEL00EM -1 &, V.CIIFEERESER L TF
EOIWERABLALHP L CAHETHILERTA
P R Oy A

200 |- ° cr
0 s, V.Bs
0 .
~ 150 - NAA
g
E [
N
Lo V.B1
B 100 |-
™ V.B2—PNa
!
Y
.50 |-
| 1 ] 4,
V.Bz—PNa 0 0.25 0.5 0.75 1.0
V.Bs
V.B1 0 05 . Lo 1.5 2.0
NAA 0 1.28 2.5 3.75 5.0
CF 0 1. 6 3.0 4. 5 6.0

R AR (g

H2 E&zvEORER

32 FYVIHDOSWHEE

FY v 7 FREE DTG LR E2E S IRL
Too HRFRRERELANTE -2V NTRL T3,
V.B191.2~103.6%, V.B2 Y vEBL A5 113.3~
111.7%, 4EXKHT =1 v 96.1~106.1% &, V.B2 1
VBT AT U E OEN B, IIFERBEERD
DRFIERNE LR

3.3 RESSOSHESR

KR AR DWW THIT LR 2R 4 IR LT,
UBED 1 KXY D DAEBIL30~350meTHD, FYV
IHEINRED 1 K h DARI0~ 100 nli <A U
DPRLEATHBEN, HEROD 1AM hOEEREE, F
Vv 7 Fic <3 & V. BB E <, MmoRs &
BT Y FE 5 ->Thb, $f, V.B1&H7 =
4 VINWT FIBRETERRRE - ek b hdb
LERBHO S Dp A Bl

V.CE oW M4RERISRIETRE &, TOEF
BiY 1AM 14.9~1435.9ng & KETl@H A BTz,
EREFRODHIBREL L 20HD, 1000 ngRKRD
b 1435.9mg, 100 mgFERD & DT 92.9mg &\~ 5 KER



Thote Et [ LEVOIZDV.C L&V HRRE
LIBHETH SRR, SFERMOBETSE, VEY
1ESDOV.CIE17.0 ~61.7mg &\ 5237 DWW IcfENRE
bhitz”

3.4 V.B1 ORBEL

%Tivgﬁ%ﬁ@%ﬁ%{bl,@’é‘b%mk LT, Ih¥
ShEEACIEANRERAEHETTI bR TV S, &
B KV v 7#IBEC2WTE, FPERICR—2 »

%3 WHREYYIAROERSOERE

L DBIBREIE DNWTV. B1DLADERLER L T\l
W, SEIOGHRER - HERE L, BREILORE XA
fro BEAERLRE L. 1HRHELZERE, WThiER
BRAOLDTHY, HEGEL Coicikdr, FER
DEHBEOERIT— 1.3 ~+T7.3% L LAEMLIS
DB P Tro T HITHTEIESEOHP L C o5&
MRl l E B X AEBRREOTALEbR, Hi-
TR EALITA DR e - 1o,

%5 F—nv FOBREKIZEIT 5 V.Bl EEROREREL

BEE 2 (ERECHTE%) — V.B1 EEZBROFIE

1\% V.B1 |VB2-PNg V.Bs | NAA | CF BN, | CRMRET | g0 ook O6)
1 100.3 | 129.1 100.2 111.7 — 1 EEARL + 2.3
2 99.6 | 127.3 | 100.6 96.9 | 104.0 2 1992.9 + 1.5
3 95.4 | 126.5 | 100.2 | 103.8 | 103.4 3 1991.3 - 0.7
4 98.8 | 113.3 99.8 98.1 | 104.3 4 1992.6 + 0.2
5 91.2 | 116.5 99.4 96.3 | 106.1 5 1992.12 - 1.3
6 97.4 | 1329 | 1009 | 1041 | 10L7 6 1993.2 + 7.3
7 98.6 | 177.8 99.4 | 110.1 | 105.6 7 1991.9 + 4.8
8 96.4 | 132.1 99.8 | EETHE| 102.9 8 1991.3 - 13
9 . 928 | 1241 98.2 93.7 - 9 1991.9 + 1.1
10| 980 | 1348 | 100.6 |EEARE| 102.9 10 19913 - 1.0
11 1036 | 1188 | 1026 99.4 | 96.1 11 1990.12 - 0.9

F4 THREBEGRHTPOEZHS OEEE
% Bw xR (mg/ &) 2 F X B
No.| V. B1 [VB2-PNa| V.Bs [ NAA | CF | V.C 1) BEHhED  ERERRIR v 2 —FH,, T,
A 6.1 | 13.4 | 187 | 249.8 173 (1989
B 19 L4 13.2 43.8 2) BIMEAEZEEM : J.Assoc.Off. Anal. Chem., 72,
c 4.9 9.8 | 326 | 145.6 244 (1989 )
pl| ND 0.7 R 18.9 3) EMZIET B L EHE LR HREBEE
El 07 0.4 14.9 148 (1988 )
F 1435. 9 4) HE Db : BuELEEE RN RRAHEESE
G 16 144 € 1987 )
H ND | 464.2
I 84.3
] 184.9
K 61.7
L 181.0 -
M 92.9
N 151.7




ERRRERRE v s —FH HE8E 1090

13 EBRBEEIDZITSTEHRICKS
FEVYUVBOBESITE

m# E£E FHi %

A simple liquid chromatographic method for the determination of residual oxolinic acid in
cultured fish tissues was developed. A sample was homogenized with phosphate buffer ( pH 6)

and extracted with ethyl acetate, which was separated by centrifugation,

The ethyl acetate

extract was evaporated and the residual orange oily substance was mixed with methanol —water

(8:2).

layer was methylated with diazomethane in ether.

The lower undissolved orange oily substance was removed by pipetting, and the upper

The reaction product was dissolved in 1ml

ethanol and this is ready for liguid chromatography with UV detection at 260 and 330 nm.

The detection limit is 0.05 ppm in sample.

. B X

TR AT, HRKEUBKOBEEENFZALCLD,
FEABIARECER SR, fHcfshTVW5, =
Rt AR BET 5 E5MERCNT 270, KE
AEZESEBLWSRTVWA, ZhEEESDHE~DE
;x, AHoBELESEhish, AaEE EOME
Link. BRBdEIE, BEEdERc L AR, &R
WERUCEANRTHEDED D, LENGRR-DHE
HWEY SR LTI by LB S, )

A+ ) vE (B1) okERESE LChEns R
EhTWEEEHERAO—ETH S, -~~~ 7 OFREEE,
= AEDR S F O, T2OE7 ) AHE, s4D=r
> ARRYYE, v FOE ViR, FAR. 2FarR
SEnBEcHVBRT WA,

A&V Y YBOBRESEE LTk, SEEEs e~
b #5778 (HPLC) K X BGIFESATEEEL LTRE
ntwh,? BEiasnz. >4 argomie
VYR L LRE O ESEREY, Bk, HPLCOS
BB BT REEENL R, F2 TPV~ T o 7
BEe B EEC LAHPLCK X ATESHEO &Y
Tote A2V —=v 2kl LTERTHL EBPRS,

CaHs CzHs

2 e B G
c H HaC N- -“.YN
o

Oxolinic Acid Nalidixie Acid Piromidic Acld

H1 #FVUVER, FUUORE, €03 FEOMBE

2 RBRAHE

21 & E-
EEfRcsil, 2R —ib, =T, =) =T

BBESFH (s

NaH, PO, + 2H, O, KOH, NaOH — R4 (7
JHFE) o

N—=brryrF1v17 —NoN— 4766 (7<)

TT VA F D= =TGR — ERERC 6 1
B TR .

M STV ARVLE ST v — L PR
THENT 5. HEHOBRBIEEET S b TERIC
EEL, 4RI 50k, Bolco 7 VAR Y
CEERER & RIS R BB AST 5. Bl LS
BTarzte

FF V) VEE~--NO— 0877 (7~ o

BRI — R A4V ) VB 100 ke A &~
ML, 287 -2l -TI100mERESTS (100
ppm)e fEUER BWA A 2 - L 0FERLT 1 —
20ppm B ET 5,

Y vERSM W — NaH, PO, - 2H,0, 31.2 g #§9600
mDIKIC A L, 1 NNaOH #MzCpH6.0 kL
ok, KemizeEv1l 4 Lt3 5.

22 ¥ i

HRESTFAHF— — A4+ rvYBT10 20 350D
(RA4A, A4 Fbru—3),

Be— g ) oA - 2 — — N- 18 GEREREEN .

EEAs a< 57 —M6000 EvS, UK A
v #&—, NOVA PAK Cyp H 74 (BE8m, &
X10em) (Ll L+ — & —x), UVIDEC100 I&55%
IS (ARDH), 3066 va—x— (EAEE .

2.3 fhid), BWREEAFINE

HE) L A B 10.0 g & 100 mBSEIFICETEL, ¥ Vv
1BEH (PH 6) 0m& M AT F A4 AT 5 hED
FAF -y 7 b REER 0TS L, Sy
LoBEEECnL Do #1053 E 5 Lz, 2000 rpm
Tl EREODEER T 5o LEOHR=FIBEEy b
THEHL 100mi+o By 5 2apEnd, WiFrEir
Hefp =0 20mi%e %, B L X {BEZRE, 105
MRS 5350 MODHEENR-FVEBEFvB7 5 A



IEME Do RP—& Y —= A E L — &~ X HEER=F
BEEL CCABEWOT), BREYC A &7 —nK (8
2) 10 M THELLIEE SREIBEHET 5.
TBoEamRg BT 0T, ThE AV —
WERy VX DBRETB Blico 7V AR VD=—TF
naswrtemL 0, Colomy kowge L, B
BELIEBTN Ik = TEX LCERT 1 RBERIG
2D, RIGEBBREOCT V2 & v EBETiEeT
BETE, Frer—&) —= 3 1v—&— (40C) & {F
WA EEL, KL EtOH & it X HiBET 5,
BBMWE 2 5/ —n | nbic S e HPLCRRERE S
5o

2.4 EEBKIOT IS TRICLZEN . ER

2.3 TR IRBRE R OBEERR10~ 20 ue & RO ST
BELEEEEs < 7T 7RIEAL, B2
r b /S ADGRERENLEN, v— 2 BrLERY
50
# 54 NOVA PAK Cys
W . A& —v—K (2 :3), FE: 1.0m/min
AL YR 2 ¢ B 260 F-iE 330 nm, BEEE 0.01
~ 0.04

3. BRLER

V) BRI OBEYETIEMNETH 5.
M DANFE VN EE = AT IVICER LTI A »
<=1} 757% (GLC) #BATH - L kExi, U7/
ARV IO AFN=AFUREHEL (AR ML
X DR, M2), GLCHERT-lcdz b HEM
DTORECkALE—~27DFT— Y v 7k EL, R
BREAThTEL LY, HESMCITBTHLZ LA
Gdvsize H, Roseboom BikAF v U v & ELIMEE

BETAFRER TV o7 2B (K2) OGLCHHIKE.

W, AFN=ATFNVTCERBEFLERZEBONT, n -
TN AT ARG ERBELTVWS Y 2T
FE VY VEBIZOWTChn-T &)= ARV ) VR R
L, BEBF, —=—F AR METY 7T v 7 AXR
n—-7FNzAFAEDB~54 54 (0.53m X15m) 260
CO&ME LY, 14+vm/z 217 (KM3) #AWTH R
ra=t 757 -BESHE (GC-MS)DSIM K
FafTotnb o, MARCTRT IS5, 1000ng 25
200 ng HATEF—V v/ Lice — 2 &R L, RERRER
BELT D, Hizb0ng T REREIAFRELS LD,
F—Y v L, 20ngEATE, £<E-27¢ LT
BRIV EWIBRIBOI, DR L 0A$Y
Y vBO=AFNIZ LD GLC MEBESHIEETH
LI EBSM ot 2 THPLCOH OB #1T- 7o
%V ) vEBEGOHPLC S & TolcETIL, 1
U RHIE S 5 4D, Cig HFARBUAF VST 5
FO BB GBRT VA, €= pn7 a— FERiET —

Intensity

217
>
@
(=4
@
S 275
244
202
huip"L.Axil |
100 200 300 Mg
K2 FFVUUBAFILOIAIXRT MV
217
244
202 317
Al ....J:Lnlial '|.Il
100 200 300 400 M.,

3 FEVUVEBN-TFIOZIARYT MV

Amount Injected

H 1000 ng
N ;’—_—_—f¥ 200 ng
50 ng
-] ————— e ST T
e ————————TTT 20 ng
. v v - T v v
0 5 10 min
g GaHs
SIM Chromatograms of n-Butyl Oxolinate 0
Detection lon : m/z 217
Column : DB-5 (0.53 mm x 15 m)
Column Temp. : 260°C o b €Oz nBu

R4 AFVUVEEN-TFLOSIMIATTSA

)y rRRLTHD, BH - <7 F KA Cen oY
IR SEET T T\ o MDAV ) VEREAROHPLC
SR TGRSR L L bhinT, ATk D
WCHE LT A FL = ATV EER L T b HPLC S %17
5l lte STV ARVIELDE DRI AXY Y vV
Bragn (2. wAANZ M), C\ghTARLED,
AR =N —KEEHIRE LT, v — 7 THEEO R
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W=7 Exlce BREEPOD 2 2 —DEFE LG
R S OBRIRb ER Lick s, A%y Y v
BOZEHMET SRS AZ, ==K (21 3)
BRMEGTH T (H6)e HUDKEEYHL, KE
ETERIh TV AHEFTHET Y o2 2 (H1)
EoXer s VB (F1) DAFAL=2F0 5 HPLC |
BB ARETH B85, OB, £+ v ) VB2
FADBEENPRRGH, A x5 == (1 1) 5
HBEELBRE (FT7).

Time (min)
na
=

S

Retention

50 IC;O
MeOH % In Eluant
B5 #AFVUVEAFIOHPLC(C;sHS4L) IS
BT 5 FEEAR &SRS OBR

W

0 10 20 min

6 #ErOw oS A

AFV Y vEEATIA L 1000

HaZF I NOVA PAK Cis

BEEW: A8/~ —K(2:3), Int/min
SEALEME SR © 330 m (Sens 0.01)

U\Jk____.._]'\.

0 1o 20
BT snvwb¥sa
a 1 FFV ) EEAFL
b:FVorABAFL Blng
clERIFBAFL 50 ng

AT AL NOVA PAK Cyy

W A &2~ =K (1:1), 1mé/min
AR C 260m (Sens . 0.04)

———

30 min

25 ng

HPLCHRINETEA DI B LV 228, %V Y
vEROWINE AL 260 m & 330 mELO B A0,
WHE SICHRTETH - 7228, 260 mic X 28 HEE
DFHBRI4 D oTze UL, Bobbe b ki #ic
X 2O AEEYEL 330 miRI D BB EE L B,
ZhEEIER Lie MEEIXEng 55 100ngicisiz b
ERBEmAE SR EE T, EERTIL0.3mALE
TH B PR OB A=A 1 v b TR
LTCO5pm & Lz & AUTBRhiREE 0.05 go & /e 1 A&
ELR~TH 5.

BEnBOF+ Y ) vEBOHBICATRTILE L2 F
VY DEEHEERACTLER , A%V 0 YN
AW THBL L2, k2 F L nikbthAni@Emh:
BrlnZ L ED bR ER B S X2
biviee T CEED #v A% v A FIR L, pH10D
v BRI X DR I A AR SEERFNIR L &
U4 A, BLSBETY L, EENEWE, $E
HRINE, TRREL ML, MEROSTILTETS -
fedd, Boshbh, 0.45um AV FIVI 4N E—D
MALTFRETHD, Bl v R Tli==/log v
DVER L ciow, OB RITFCILIeh o ke X
QT Y =7 ABOmhbE, U EREER (pH 6)
e AERR = F A AT - TE Y, FOH
%y ) VEREOHMI L L Bbhtw s Y cokE
RREECEH LA, BRLRBESE SR, B



B L BIF L HEIRTWBY C L b OHERA
bkl

WD 7 V-V 7 v 7RDWTIL, I—F ) v 2A
S Aty TRy sV Y hDOFBEEEL, ¥V VEEA
FU OIEEESRAE R LICERSER 8 THSH. LL,
e RIS CBRERBEL, BREYE A5 —
=K (8 2) REMIES LBEMRYBIIHL T
B, CREASRAY =N ERy b TRETEDRT, 7
YT 9 FRFLTHD, HPLCZ7Rr=r /54 kT
pEe— 7 xEbhiL o E G st (K9,10 Do
B> CHRIEDEMILEE Db O ERAVLZ LT
Lico SR 1 opm BEREN LA %Y U YEROMDIR
HiT 91.8% Tholco Fi, ERETRIZELLELAELS
W EREHERE & LT 0.05pom TH o

o —
(]
s
w
<
32
(=]
£
=
0 . 2 I 4 ' 6 8 min
Eluant 02 : CHLCl
2= 4 : Ether
4—8 : MeOH
K8 EyT Nyl UhBBOFFIUVER
AFNOEHEE
SREERI NI

# 5 4 ¢ NOVA PAK Cis
R . A%, - —K(2:3),
1 mé/min
sE IR HIER ¢ 260 m(Sens 0.04)
KH  AE VY VB ATV DRFRR]

10 20 30 min

]
K9 #HEIOTbTSA

SRfEmIRE

#5410 NOVA PAK Cis

WHER T Ax/—v—K(2:3),
1 mé/ min

a2 1 330 m ( Sens 0.01)

RH A V) VA FVORFRH

0 10 20 30 min

10, #ZEosawbssa

COGHHER XY, PREFEEOTHRE & UTEE
SHEIOREOBRE LT, 4+ V) vBRIIKEH Shis

% 1o

5 £ X #

1) EdErREE60s, (HBFI544F 4 A168H)

2) EAYANEER, SKERMTOREWERERE
Bmo2HEDS5, P9 (BBFSTHE 3 A)

3) BREMET, BAE, WHARTE, AL 23, 34—
347(1982) 0

4) S.Horii,
J. Chromatogr. , 388,

5) H.Horie, K. Saito,
E. Mochizuki, H. Nakazawa,
402, 301—308(1987)0

6) W. E.Bachman, W, S. Struve, “Organic
Reactions ”, Vol. 1, R. Adams, Editor—in—
Chief, John Wiley & Sons, New York, P 50
(1957)0

7) T. de Boer,
Vol. 3, John Wiley & Sons,
253(1963) o

8) H. Roseboom, R.H.A. Sorel,
R.Bouwman, J. Chromatogr., 163, 92—95
(1979 o

9) R. S.Browning, E.L.Pratt,
Anal. Chem., 53, 464(1970),

C. Yasuoka, M.Matsumoto,
459—461(1987)0

Y. Hoshino, N. Nose,
J. Chromatogr.,

“QOrganic Synthesis” Col.
New York, P250—

H. Lingeman,

J. Assoc, Off,
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14 ANMBEFROPMYTFILIIFFF
(TBTO) xERERAE

EBEERT *
rEE B

i T
Z ki) iy

2 N3

BB A & LCER SR ATBTORSRBE bR o7 T v, MEREDREMRE: L FE CHE IR TR
REDWTTBTO DG 21T 070 BIEREIMERE TH 5032852 b TBTO B h, RRARIXS0% D&
TBTOZBM Ehice X, HERDENEND, ERZOTBTORERTI1RELLE A, HEMT—H4.5u8

Lich, ADID L6 B TEL\NZ EdSbhrsTo

L F L&

IR, BB RIEE LTERIAIZY Y TFARL
&4 (TBTILEY VRANELAHECHERLTY
2Dz rameniinn, 1989 kit 5TRTLAMA
oMM THDL T LI ELLEEEEIBETIEE S

—77, MR CEFEOBREIMULOBR TEBACTH
RTWho RN 2B CHAKEEDPTEHE I K

T D, TBTOE EE~NER SRS TESELE VWO T

1986 425 HWHAERAE D RBTEB 2B Lz X, KR
BN THTBTORRIE L. &b, F4MA
HORBEOHNL EROTBTO R ER LT 55, -
1985~ 1989 EE D BAFHIC DT HHF LI=DT, “hb
DIERCONTHRET 5o

2 K *
21 & #
2.1.1 FEFHEBEE

BHTHEEINTW51E2~ 3kgDiffEd 1986 ~
1989 4ED 7 Bz & 1048 L, SR ERE & Lo
2.1.2 RRA '
1988 £ 1 A BERMFEIB R THRBM IR X%, 7,
THI, B, THEAF VL, AV VA RFERFRGA
=, FEEE, B2, @, DA S VIEBERCH LR E L.

2.1.3 HEA»LOENEHRE

EEAERRIT 2 PO e SIS L CE
MEhTWd<—Fr o bRy oy bR XD TTHRYE
TR | 20 ARBED 5 BRABIC DT 5EH (1985
~ 1989 ) DTBTOGHT 1T olce Z DFENL, —fREY
PR BB, Hi%) #LTHh, WANEBAL
TWAHLRDEFEDIEVIDEEL LN D,

2.2 %k

AR D1 eV Lo

* BERRE IR IRAEF BT

8 WRLEE

3.1 EHEBEICONT
SYREREE LR Lico £8E05 TBTO p3&H
Sh, HEOFHEL 1986 5E48 0.175ppm & 5 b iS4 ME
AR LICDS, 1987 SEiL 0.046ppm & LA T ORI Y,
DK, BREEVER-ThWb. ZhLDfE, BHiE
FOTBTOE =4y v/ BERERD 2, thoREmRo
DHHREEBET A LELVLTHL, Zhid, HiED
BIEHARIHH0107 B & BB TH 5 = L B L
TWBEELBNRS. X, 1987 EDOHWA 1L ERM KT
~DTBTOFEMAZ AR LICEHETET 5. Lo, #
B TBTOREAL TR LY, BXEBHCAD TR
BLTWDEDZ LD T, BENLOEENRBELRE
EELZbhito.

F1 BHWEBHEOTBTOSHBER B4 ppm
£ 1986 1987 1988 1989
0.047 0.034 0.019 0.055
0.054 0.065 0.023 0.069
10.039 0.032 0.048 0.104
0.032 0.104 0.050 0.055
@fﬁg 0.028 | 0012 | 0.025| 0064
g, 0.170 0.054 0.053 0.064
0.130 |- 0.034 0.061 0.073
0.412 0.051 0.056 0.089
0.559 0.070 0.125 0.054
0.282 0.008 0.033 0.115
. 0.028~ | 0.008~ | 0.019~| 0.054 ~
BRUHTEE 0.559 0.104 0.125 0.115
B E 0.175 0.046 0.049 0.074
—7%, KEZEFOMBHICES L, 1986 FiX AR H

TBTOHRE 0.028~ 0.054ppm DEIF TF15 0.04ppm T
HHORM L, BHIF T 0.130~0.559 ppm DHFFH TP
¥#50.316ppm & K& TR R bl LasL, 1987 L
Rt Biigi > TBTORE AR E B v~V FTTREL
TWdbo A, B2HUSTOFERERYR 1 1R Lo



ppmm
0.6+
5
T A T
1
05+ | b = BHEIE o THS(E
1
i
0.4} 'l
]
|
OAS"‘ ?\
I‘\
[
(Y
| \\
0.21 : \
1 \
| 1
A 3
4 3
0.1} \ 3
5 3 A
. s
P

'8 &1 'es '8 T
1 2#RIcBT 3 TBTOREDOERER
BB

1987 LR D L 2T T 545, [
—HETCh, EL-VL b ss, TRBTO BME
2~ AEOERE BN, ZhBbDOEMIZ2WTILER
DOEBELE: LR AIETE LD o,

132 EEAIK-OWT

AR AE 2R L. KRA 643 & (50% )
O RG> TRBTO A 0.01 ~ 0.06pom D FEEE THEH &
Rie 205 bAXE, 73 TRFTE, B, Binbd
4 TBTO M 2 htest, Wihd HEEHL L 9 hEn
ETH atoo HEHBILTBTO XM Shithoio

2 XARAOTBTOSHER

e WL | R (B
wm |POFEIE BT e

A X% | 0.06 | 0.04] 0.02 0.04 (H§H)| 66, 2.5

4 4| nd| nd| nd nd CFiSLD| 61, 1.9

7+ =005 0.02) 0.02] — | 0.03 (KD 85, 1.4
&£ %1001 nd| 001 nd (I 74, 5.2
Zh4 | nd| nd| m nd () | 45, L1

HAvS nd | nd| nd| — | nd (BE) 53, 2.6

60, 3.3

# M oos| 018 002 — | 0:03 (W)

BAAr G HE nd : 0010 B
KA L BERE S Er T 5 L HAEMEO TBTO I
Bl LUV OFRETH - fobd, FPlL, AR IHRE

O3 EORETH -t Shid, A k5 AH0HE
EOTEMEL LM, AAF, TH, #FEORILE
Wy HREEELTVWADRL, BERER, —FD
IR TEEShL7o), TORROKEDCHE LTI
Tz ki —HAEELLRS,

3.3 BEAEMOEREREICDVT

=k bRy PR XSEAE (105 01985
~1989 FEDOHBRAEREYEI LR L. ThEDRMR
IEA— A OEEALHA LIc DT, LEMIBEE
L BiEStE THIET e o TV Ao

#3 ANE (108 OmMES

F by ] % — AR
B, ol Mo, T, LA | @
£, £, BEH, F-0h DNE,
( 110.4

4:), hah, |aE, HEL, b
(ﬂh{é‘) UMM, EhiEn, v—

Tk 4
2o

1985

-

w

A, ok, Bk, phl, B,
&, EH, £, LUK,

1986 99.4

+@L’ jLTL ‘C‘S#ﬁ (ﬂ]’ltrl)i

fro, WmEEs, B, v _'"’—'“'

wﬂ?f“w&&

%

L,

ié(&). foz, 3%, LU HET,
5L.

S

%, ok, i, E5L, 30,
2LE, BL, 80, EUSEK, 30,
BEh, Ltk AU, g, HEDY,
LUZ, EEY, bz, ThL, BEL, 96.4
ok, AEm, - AT OERL B
I, FARA, BEANL

1987

EOH, ok, phb, b, 2AY,
HL, BED, Bxh, SiE, E-0,
L"ﬁ“i T‘:\:p LU?:'L, @‘é 01 ﬁgﬁr i’!E
1988 | mEL, oI L-21E Z5%
oo, EmEiEn, &2Fad, RV
—fg—

100.4

F&Ah, ok TR, bk, ELA,
XAE, B, 90E, $4E, dEh,
1989 [ 208, Wik, 37T, LUA, Hi&d, X
{2, LHTFL, Wbl &5k
o, EhEEn, BB

108.6

AR RE 4R L. BAETRD TRTO BER
1986 4645 0.0450pm & B h S MERR LI, WIRE
FERLTWE. ANMEOERENSL TBTO D—HE
MELEETLE, BEET4L5u &7ch, ZHULADI
(HFE—REME) D58% kT ¥F, BRcuMEe

CfrhinnEEZHRS, LvL, BESHO TBTOK

ST ERRHL I, RTITiE-TL 50—
FOFENERE A THD. FOL, MEEHCMER
EhiEen, Bz T TBTO B3R+ igd
IR hBDT, $HEL COBERFEL L SDE
BLTWEFRIEEBR .
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£4 ANMRAOE)POTBTORIESR

TBTO Z¥#sRm TBTO—BERE ug
1985 0.037 4.1
1986 0.045 4.5
1987 0.031 3.0
1988 0.025 2.5
1989 0.018 2.0

TBTOMDADI 80ug/50kg/H

2 £ X ®

1) BETFRERETRERESR . “L3¥oH - RE"

2) EREER D ERREEVIRAIER, 56, 64,
(1981) o

3) EBRERT  ERBARER, T, 84, (1989)



