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Abstract confirmatory technique using LC/MS with selected-ion
monitoring was also provided to clearly identify the

BACKGROUND: Oxycarboxin(5,6-dihydro-2-methyl-N- suspected residue. The method was reproducible and

phenyl-1,4-oxathiin-3-carboxamide-4,4-dioxide) as sensitive to determine the residue of oxycarboxin in

oxanthiin is a systemic fungicide commonly used for agricultural commodities.

control of various pathogens in agronomic and horticultural

crops. In an effort to develop an analytical method to trace Key words: Oxycarboxin, Oxanthiin fungicide, Pesticide

the fungicide, a method using HPLC equipped with residue

UVD/MS was studied.

METHODS AND RESULTS: Oxycarboxin was extracted M B

with acetone from hulled rice, soybean, Kimchi cabbage,

green pepper, and apple samples. The extract was diluted

with saline water, followed by liquid-liquid extraction with

methylene chloride. Florisil column chromatography was

employed for the purification of the extracts. Oxycarboxin

was determined on a Zorbax SB-AQ Cis column by HPLC

with UVD. Accuracy of the proposed method was validated

by the recovery tests from crop samples fortified with

oxycarboxin at 3 levels per crop.

CONCLUSION: Mean recoveries ranged from 78.3% to

96.1% in five representative agricultural commodities. The

coefficients of variation were less than 10%, and limit of

quantitation of oxycarboxin was 0.04 mgkg A

Oxanthiind 0000 oxycarboxin(5,6-dihydro-2-
methyl-N-phenyl-1,4-oxathiin-3-carboxamide-4,4-dioxide;
Fig. )0 0000 DOO0O00O0 O succinic hydrogenase
0 00000 0000 00000 0000 (Krieger,
2001), 00 OOO ODOOO0O 00,000 0 00 00O
0 000 00 000 00 0000 O00(Paranjape ef
al, 2014). Oxycarboxind 196600 Schmelingl] Kulka
(1966)0 00O OO0 000000, OO 19680 Uni
Royalll (Canada)0 0 0000 0000 PlantvaxOO O
0000 00000 (Robert Krieger, 2001). 19710 00O
00 000000 0000 (Robert Krieger, 2001) 000
000 000 00000 00000 000 00 0000,
0000 0000 000 00 0000 ooo oooo
00 0000 00 0 00000,00 000 0obo o
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Fig. 1. Chemical structure of oxycarboxin.

Oxycarboxinl 00000 000 0000 mn-octanol/
water 0000 (Log Pow)O 0770 OO0 00000, OO
0 267.3(CuHisNO:S), 0000 5.6x10° mPa(25C)0
000 000000, 000 D000 (acetone 83.7 g, hexane
8.8 g/L) O O0(1400 mg/L) OO0 O OO OO0 OO
(Tomlin, 2003).

Oxycarboxin 0000000 GCMS (Gas chromatography-
mass spectrometry)d] 000 000 0000 000 O
00 O DO0O0MHayat ef aZ, 2010), 00 00000 OO
00 000 000 000000 000 oooo ooo
00 0000 0D 00000 Oo000.00 00 00
00 0000 0000000 4121 0000000 O
0 0-010 (Ministry of Food and Drug Safety, 2017)0 O
oxycarboxinl 00000 carboxinO GC-NPD(Gas
chromatography-nitrogen phosphorous detector) OO
00 0000 000, carboxind 0000 5.6<10° mPa
(25C)0 GLC OODO 0Oooo, 210C OOD 00O00OD
000 0000 00, 000 carboxind OO0 OO0O0O0
oxycarboxind 0000 0000 OO0 00000, OO
0000 0000 00000 oobo 0o 0 boo o
0 00000 000 0ob0 000 oooo.

000 0 00000 OO0 000000000 High
performance liquid chromatography, HPLC)O OO0
0 oxanthiinO 0000 oxycarboxinO 0000 OO0
0 0000 000 000 0000 00 000 oo oo
000 0000 00 o000 000 bobob boooo
0 ooo.

R

AleF & 7|

0 OO0 000 oxycarboxined 000 DOOO OO
99.9% 000 000 D000 Sigma- Aldrich(USA)O 0O
0000 O0O0DO0. D000 stock solutiond methanol
0 00 500 mg/LO OO0 0000 -20C0 00000
0000,00 000 0000 stock solution] methanol
0 0000 00000, Florisil(60~100 mesh)d J. T.
Baker(USA)D OO 0000 130CO0 OO0 OO OO,
00000 O00000. rrhexane, dichloromethane, acetone,
acetonitrile 0 methanold OOOO0O0O, deionized water
O HPLCOO J. T. Baker (USA)OO OOO0O OOOOO.

00 gooo 0O ooooo ooog 0o oooooo
O00000. 0000 Eyela NE-1000SW (Japan)O 000
0oo0, 000 000 00 00000O0dKA, Ultra-Turrax
T-25, USA)O 0000 OO0 O 00000O.

SiE A=

00 00 000000 (Ministry of Food and Drug
Safety, 2017) O oxycarboxind OOO0O0O carboxind O
00 000000 0000 000000 0000, Codex
0 00000 00 00 0000(Codex, 2003)0 OO O
0 D000 0oooo oob oo, 000 0, 0000 O
00 00,000000 000 00000 00000.0
0o 0ooo 0o ooo ooboo oo, 0, 00,00 0
000 00 000000 000 00000 000 o0 o
000 O 00 0000Ministry of Food and Drug
Safety, 2017)0 OO 00000 0OOOO0O. 000 00O
0000 000 0000 000 oobo oooaod.

HPLC-UVD/MS 7|7|24 =A

Oxycarboxind 0000 00 0000 amideOO O
0 000 000 00,0000 00 0000 oo GLC
000 000 000 00 000,0000 O conjugated
enone(C=C-C=0) 000 0OO0O0O OO HPLC/UVD 21
0~260 nm 0000 OOO0OO0 OOOOO OOO O
oxycarboxind 00O 000 HPLC/UVD 0000 OOO
00 0O0O0O. 000 000 "HPLCO 0000000 (ultra
violet detector; UVD)O OO0 Agilent (USA) 1200
series] 000000, OO0 OOO OO OOO OO O
00 00 Zorbax SB-AQ Cis (250%4.6 mm LD., 55 um, 8
nm, USA)D O000O0O0O. O0O0O0O OO0OO OO0 LC/MS
0000 Agilent(USA) 6110 Quadruple LC/MSO 00
0000, 000 OO0 000 Table 10 Table 20 OO0
oo.

EEAZM 9 BM™IESHA|(Limit of quantitation,
LOQ)

Oxycarboxinl stock solutiond O0O0O0O 0.05~10
mg/LO 000 000 000 00000 0000, 0 20
uLO HPLCO 0000 peakd OO0 OOO0OO OOOO
00 000O00. 0000 00000 000 0oo oo
utd oodoo oood oodg oodg o,00000 0
oooo 0od 0o Oo0ob0O 0ooO oooob ooog o
00 0000 00 000000 (Ahn ef al, 2014), OO
0000 oxycarboxind 000 OO0 O0O0OO0 OOO0OO
oo.

LOQ(mg/kg) = [00 0000 (ng)/000WuL)] X [O
000 (mL)/000(g)]
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Table 1. HPLC operating parameters for the analysis of oxycarboxin

Instrument

Column

Column temp. 30C

Mobile phase 35% ACN
Flow rate 1.0 mL/min
Wavelength UV 254 nm
Sample size 20 uL

Agilent 1200 HPLC system
Zorbax SB-AQ Cis (250%<4.6 mm 1.D., S-5 um, 8 nm, USA)

Table 2. LC/MS operating parameters for the confirmation of oxycarboxin

YMC-Pack Pro Cis RS (150 X 2.0 mm LD., S-3 pm, 8 nm, Japan)

35% ACN contained 0.1% formic acid

Instrument Agilent 6110 Quadruple LC/MS
Column

Column temp. 30C

Mobile phase

Flow rate 0.3 mL/min

Sample size 5 uL

Ionization ESI positive-ion mode
Gas temp. 350C

Drying gas Nz, 10.0 L/min
Capillary voltage 4.0 kV

Mass range(m/z) 200 ~ 600

NEo 55 U il
000 00 25 gd acetone 100 mLO OO0, OO
000 000 00 D 20mlOd OODO OO0 0O 3000 O
000 00 000 0), 000000 000 200 000
0(12,000rpm), OOOOO. OO0O0O0 O000(Toyo No. 6,
Japan) 000 Biichner funnel 000 OO0 0000, O
00 000000 00 000 acetone 40 mLO 00O O
00 0000 0000.00 0000 1L000 0000
0000 000005 mLO0 000 450mL0 000 0
dichloromethane[10 50 mLO 20 OO O0O0000O. OO
dichloromethane 0000 OO sodium sulfate 15 g O
000 0DOD O 4C000 DDOO0O0 00 00,00 0
00.00 0 00 000 000 0000 dichloromethane
10 mLO 00000 Horisil 00 00000000 00 O
0000.00 0 0 00D OO0 0000 00 acetonitrile
0 0000 mhexane 40 mLO 00000 250 mL OO0
00000 000 00 nhexaned OO0OO acetonitrile 40
mLO00 30 00 00000, 00 acetonitrile 0000
40CO0 00 00O, 000D 0000 dichloromethane 10
mLO 00000 Hordsil 00 00000000 OO0O0OO.

S& 3 20tEJein|

00 15 cm, 00 40 cmO 00000 130CO0 OO
0 0000 00000 Horisil 10 g0 OO0 0000, O
00 3 gd OO0 sodium sulfated OOO0O0. OO0

nhexane 50 mLO 000 000 000 mhexaned 00O
000 0000 OO O dichloromethane 10 mLO 00O
00 000 000 0 3mL/min0 OO0O00 O00OO.
000 000 0000 00 dichloromethane/ rrhexane/
acetonitrile 0000 (50/45/5, v/v/v) 100 mLO OO0
O 00 O OO0 dichloromethane/rrhexane/acetonitrile
gooaGo/4o0/10, v/v/v) 150 mLO OO0O0 O0O0O.
OxycarboxinD 000 000 40C0O00 OOOOO OO
00, 0000 0000 water/acetonitrile(65/35, v/v)
10 mLO 00000 HPLC/UVDO OOOOO.

CHE S4=0l| CHet oxycarboxin?| 2|8 Al

0 0000 000 oxycarboxin OOOOO0O OO O
0000 0boO0o0 000 00 000 0obo 0o ooo
000 0boOoob. 0,00 00 b00O O 00 000 O
00 00 25g0 0000(LOQ), 00000 100 O 500
0 0000 oxycarboxin 00000 OO 30000 OO
0 00 00 00000 bo0ob ooobo boooo o
oooo.
Za o o
HPLC 2Mx7io| &t

Oxycarboxinll 00 HPLC 00000 0000 00O
methanold OO0 2 mg/LO OOOO on-line HPLC/
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Fig. 2. UV absorption spectrum of oxycarboxin.

’ Oxycarboxin
f

Fig. 3. Chromatogram of oxycarboxin standard solution
(20 pL of 0.1 mg/L in MeOH).

DADO 0000 190~400 nm 0000 OOOO0OOM
max)J O00000. O OO0 OOOOO 196 nm 0O 254
nm0O0 O00000,00000 196 nm, 254 nm 000
0000 (Fig. 2). Oxycarboxin O OO00O0 O 196 nm O
0000 00000 00 00 000D Oo0b ooo oo
00 00 0 00 0000 00bo 0boo 0 ooo o
00 000 0oo0 boog, oob oo oooo@v-
cutoff)0 OO0 000 0O00O0.000 OO0 0000 OO
Oo0o0oo0 oo0oo 00 0oobo oooo ooo ooo
0000 0000 254 nmd O0OOOOO0 OOOOO.
HPLC 0000 000 000 D00 GUOoOO0o oOoo
00 00000 000 000 Zorbax SB-AQ Cig(250 <4.6
mm ID.,, S5 um, 8 nm, USA)D 00000, 000000
oxycarboxinl 0000 OO0 OO0 00000 OO0O0O
acetonitrile 0000 OOOO0O. OO0 O acetonitriled
000 0000 00000 O peakd OOOO OO OO
0O 00O, 0O0000O(socraticc OOOO  acetonitrile/
water (35/65, v/v) 00000 000000 OO0 OO
00 00 000 000 oO0o00o00Fg 3), 00
oxycarboxinl 000000 850000. 0000 OO0
00000 000 00000 (gradient elution) 000 O
0 000,000 00000 0000 0000 isocratic O
00 000 000 000 00.0 o000 oo oo o
00000000000 00000000 oo ooo
00 000000 bO00O 000 0000 0o ooo
isocratic OO0 OOO0O0OO.

v = 69.339 x+ 0.1556
R2=0.999-~

Peak area

o
Contentimg/L)

Fig. 4. Calibration curve of oxycarboxin in HPLC (0.05~10
mg/L in MeOH).

EEFZMO| AN U BMEE

00000 00000 00000000 peakD O OO
0O 00 000 Oooo00O o000 oo oooo o oo o
00000 000000 000 000 peakd S/N
(signal/noise)d 00O OO 10 O0O0(@OOO0O 30 O0O)
0 0000 00000 000 0000(Fong et al, 1999;
Miller, 2005). Table 10 HPLC OOOO OO0 OO0
oxycarboxin 00000 0000 S/NOO OO0 O04,
oooo 00o00¢G/N=100 01 mg/L O000O0OO.
Oxycarboxinl 000 O0000(0.05~10 mg/L) 20 uL
0O HPLCO OO, OOOO0 OO0 DOOO Doooobo
y=69.339x+0.1556(1?2 =0.9999*\00 000 0000 OO0
000 (Fig. 4). O, oxycarboxinl 0000000 1/2 0
00 1 nghO0OO0 O 20000 200 ngd OO OOOOOO
00 00000 R=0999* 0000 000 0000 OO0
ooooo OO boobo oo bbb 0o o oooo o
0000 0ooo oo ooooo.

Mz F5 ¥ 2HinH

000 00000 oxycarboxin OO0 OOOO OO
0000 acetoned OODOOO. Acetonel USFDAO OO
AOACOOO 00O OO0 OO0 OOOooOoO ooo oo
00 00 0000 00000 00000 o000 ooo
0000 00O 00 OO0O0O0O 000 00 OO0 O 000
0000 000 O O0(Kwon et al, 2008). OO0 OOO
0000 00 OO0 OO0 0000 Ooo0O000 10000
0000 00 ooooooo o-0 oooo ooood.
00 000 rmhexanel 200 rnhexane/dichloromethane [
00O, dichloromethane 0O 400 00O OO0 OO, OO
000 00000 OooooO(Table 3).

000000 O0-0 ooooo 0o ooooo ooo
00, rthexane 00O 100 mLO 00000 O oxycarboxin
0 00 0000 00004, mhexane/dichloromethane [
008020, v/v) 100 mLO OO0O0O0 O OOOO 23% O
0, rmhexane/dichloromethane [0 0(20:80, v/v) 100 mLO
00000 O DOO0OD 8% 000000, dichloromethane
50 mLO 20 0000 00000 00O 94%0 0000 O
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Table 3. Efficiency of liquid-liquid partition of crude extract by different solvents for oxycarboxin

Recovery ratio(%)"

Compound
P Partition 12

Partition I

Partition III Partition IV

Oxycarboxin 0

85.3 94.3

Y Mean values of triplicate samples.

2 Partition mixture : 150 mL acetone+50 mlL saturated NaCl+450 mlL distilled water.
I, 100 mL nhexane, II, 100 mL n-hexane/dichloromethane(80/20, v/v), I, 100 mL n-hexane/dichloromethane

(20/80, v/v), IV, 50 mL dichloromethane(<2 times).

Table 4. Efficiency of mhexane/acetonitrile partition for oxycarboxin

Recovery ratio (%)"

Compound
P Partition 12

Partition I

Oxycarboxin 83.8

90.4

Y Mean values of triplicate samples.

? Partition mixture : 40 mL nhexane saturated with acetonitrile.
I, 40 mL acetonitrile saturated with rn-hexane (X2 times), I, 40 mL acetonitrile saturated with r-hexane (X3 times).

Table 5. Elution profile of oxycarboxin on Florisil column

Recovery ratio (%)1)

Elution solvent (v/v)

0-50 mL 51-100 mL 101-150 mL Total
50 : 45 : 57 0.0 0.0 0.0 0.0
50 : 43 : 70 0.0 7.0 0.0 7.0
50 : 42 : 8% 0.0 317 0.0 317
50 : 41 : 9% 0.0 123 43.6 85.9
50 : 40 : 10” 52 54.8 35.0 95.0

Y10 g of activated Florisil (60-100 mesh) was dry packed.

? Dichloromethane/ n-hexane/acetonitrile (v/v/v).

% Pre-washed with 100 mL of ?solvent system, and then dichloromethane/n-hexane/acetonitrile (v/v/v).

000 00000 OO0 000000 000 00 00O
00 000 0000 OD00O0 0000 000 Ooooo
0. 000 00O 000 0000 ooo oooo Ivo
dichloromethane 50 mLO 20 0000 OOO0O O-0O
00000 oxycarboxind 00000 OO0O0O.
Dichloromethaned OO0 O-0 00000 OO0 O
O 00 000 0000 000 0O 00 Oooooo ooo
000 0000, 00 000 dichloromethane 00O O
0 000 OO 0000 000 0000 Oooo.0 ooo
OO0 000000000000 1~3%0 20% 00
0000 OO0 00000 000 000 000 ooooo
0000 OO0 rmhexane/acetonitrile 0000 OO0 OO
000(US FDA, 1999; AOAC, 2000). Table 40 00O
00 00 00 mhexaneOO 0000 acetonitriled 30
00000 O 90% 000 oxycarboxind OO0 OOOO
000,00 O 000 DOOOO OO0 OO0 rmrhexane/
acetonitrile 0000 rmhexaned O O0O0O0O acetonitrile
0 30 000 0000 oooolo ooooo. oo o
0O 000 1% 000 000 000 0000 oo,00 o

00000 0000 O0D0 OO0 00 O o000 oo o
0 OO0 000000 000 0 00 OO0 00 ooooao
00 rhexane/acetonitrile 0000 O0OO0O0O.

2t 320tEJHn] MMZEA

0000 000 oxycarboxin OO0 O OO O-0 OO
00 O nhexane/acetonitrile 00000 OO0 O000O O
00 0O 00O Oooooo oooog oog ooog,
0000 00 00000 0000 OO0 0o oooo
00000 0000 OOo0O0O0 OO0 Oooo oooo o
0000ooooo Ooo oooo ooood. oo ooo
00000 0O0oooO oo 0 00 OO0 0000 ogoo,
00000 Florisil, silica gel O alumina OO OO0 OO
O0O. 0 O FHorisilO 000 OO0 OO0 OO0 OOO
FDA(1999)0 AOAC(2000) OO0 OO OO OO0OO O
ood.

0O 00000 Ferisild O0O0O0 OO 0000, 000
00 000 00 dichloromethane/ n-hexane/acetonitrile [
0000 00000 0000 O00O000 OO00(Table 5).



122 Choung
_1 Hullde rice Control .1 Soybean control
o] Fortification Fortication
1 Apple Control .1 Kimchi cabbage Control
Fortication o Fortification

ad
2 n
o

.1 Green pepper

Control

10 15

20 mir

: ;___NJ\_,—A.-.«J\__‘___,____—V\

Fortification

s

10 15

20 m

Fig. 5. Typical HPLC chromatograms of agricultural commodity extracts for the analysis of oxycarboxin.

Florisil 0000000000 OO0 000 0DO0O0OO OO
00 oxycarboxind O0O0O0O0 OO0 OO dichloromethane/
rthexane/acetonitrile 000 (50/45/5, v/v) 100 mLO
pre-washing[l 0, dichloromethane/r+hexane/acetonitrile
000((50/40/10, v/v) 150 mLO 000 OO oxycarboxin
000 0ooo 9.0% 0000 000 0ooo 0 oo
000 0000 0000000 Forisil 00000000
000 0000 0000 00D 00 0000 0oooo
ooooo.

SAME A2 & oxycarboxin®| 3|48 AS

0 0000 000 00 OO 0 oo, 000 oooo
000 000 000 000 D00 000 000 Fg. 50
O0. 000 0000 00 000000 oxycarboxinO
000000 ooooo oooobo 0ooo oogog, oo
000 00000 000,000 0000 00 Ooooo
0000 0000 OoDooo ooooo.

O 0000 000 000 0000 ooooo oooo
000 000 O 000 oxycarboxind OOO0O0 0.04
mg/kg0 000, 0O0O0O00O Codex(Codex Alimentarius
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Table 6. Recovery ratio of oxycarboxin in different crop samples

Crop Fortification (mg/kg) Recovery ratio (%) CV (%) LOQ (mg/kg)

0.04 84.3+2.3 2.7

Apple 04 85.7+2.1 24 0.04
2.0 84.0+1.7 2.0
0.04 86.3+3.7 43

Green pepper 0.4 82.5+1.1 14 0.04
2.0 78.3+0.8 1.0
0.04 88.2+2.6 29

Kimchi cabbage 0.4 85.9+0.4 0.5 0.04
2.0 83.0+1.3 1.6
0.04 88.7+3.1 3.5

Soybean 04 83.6+2.0 24 0.04
2.0 80.9+1.2 14
0.04 96.1+4.5 4.7

Hulled rice 0.4 90.0+2.4 2.7 0.04
2.0 90.9+0.5 0.5

Y Mean values of triplicate samples with standard deviations.

Commission, 2003) 0 0000 0000000 00O OO
O(Lee, 2017)00 OOO0 OOO0O0O0O0O0 OO0 0.05
mg/kg 00 00 MRLO 1/2 000 0000 000 O
0000. 000 00 000 000 000 oxycarboxin
ooo0o oo0o0(@LoQ), o000 100 O 5000 O
00 000 bOO00, 00 000 00000 obao oo
o0ooo 30000 0000 oooo ooo oo, 000
0 00000 843~9.1%, 0000 100 00000
82.5~90.0%, 0OODO 500 00000 78.3~90.9%0 OO
0 0000 0boobOg, 0000 0o00o boobo o
0 47%0 00000.

000,0000 0 000 OO0 000 0000 00O
0000 000 70~120% 000 0000 10% 000
OOoo00O(Table 6). OO0 0000 O O, 0 0000
000 oxycarboxin 0000 OO -0 0000 O0O0OO
00 0 000 000 00 ooob ooooo.

LC/MSE 0|83t R0l xY&fol

000 0000 oobo bo0oobo 000 Le/Mso O
0 000 000 00o0o.Le/Msoo 0o oooo o
00 0000000 0000 00000 00 fragment
iond O0O0O0O0OO0 OO OO0 OO0 0O0ODO 0000
0 000 00X won et al, 2008). Oxycarboxind 00
00 00000 000 HPLC OO0 000 000 o0
O 35% acetonitriled 00 0.1%0 formic acidD O0O0O0O
000 00000, Fg ed 70 000 TIC(total-ion
chromatogram) [0 mass spectrumd 000 oxycarboxin

Oxycarboxin

A e A B U NI i A M e Pt PN o]

Lﬂ“’\pww

Fig. 6. Total-ion chromatogram (TIC) of oxycarboxin in
LC/MS.

C1oHgNO,S = 267.1

S~ B~ O~ T~ A O TR A

Fig. 7. ESI(+) mass spectrum of oxycarboxin.

O ESl(electrospray ionization) positive ion DO OO OO
00 protonation 00 [M+H]'O 0OO0O0O O O 00O
(McLafferty, 1993; Ardrey, 2003). O OO OO oxycarboxin
O [M+H]" peakD base peakl] 00000 selected-ion
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Fig. 8. SIM chromatogram of hulled rice extract for the
confirmation of oxycarboxin.

monitoring(SIM)0) ion0 00 [M+H]'D m/z=268.0 00O
00 00000 000 000 OoOoo ooooao.

Fig. 80 0 000 000 000 OO0 00 0 000
0000 oxycarboxind 0000 OOOO SIM chromatogram
00,0 0000 000 OO0 0000 000 ooooo
00 00000 peakD 0000 000,00 OO0 OO
000 000 000000 0000 oxycarboxind OO0
ooo 0ooo 0 ooo.

000 0 0000 000 Le/MsO sMood ooo
0000 HPLC/UVDO 000 0000 00O oxycarboxin
0000 OO0 O0OoO00o0ob 000 0 0o ooo oo
oao.

2 o

0 00000 HPLGUVD/MSO 0000 000 0O
oxanthiin 0000 oxycarboxind OO0 0000 0000
0.00 0000 boo,0,00,00 0000 00000
acetone] 000 OO0 oxycarboxin 000 dichloromethane
0-0 0000 Horisil 000000000000 0000
HPLC-UVD/MS 0000 OO0 00000, Oxycarboxin{
000 000 00 00 00 000 oooooo, boo
0(LOQ)O 0.04 mg/kg OOO. O OO0 OOOO OO 0O
000, 00000 100 0 500 0000 0000 ooo
00 00 000000 783~9.1% 000 000000,
00 O 0O00O0O(CVv)O 00 47%0 0000 0000 O
00 000 70~120% 0 0000 10% 000 0000
0 000 000 oooooo, Le/Ms siMa 0000
00 000 OO0 0000 000 ooo. 000 ooo
00 oxycarboxinl HPLC-UVD/MS O0O0O0O OOO0O,
000 O 0000 000 D00 00000 0obo o
000 000 00 00000 00 0oo ooao.
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