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PENET DA 2 bF o O-MTHY,
B, E—F o>, RE-IZEE DR LED
HRIHENTWA . CPAIRT v MO
fih /i fk Ca® -ATPase #$FRAYIZIHE L,
Tl et A cat o fiEBdw kA i
LHZEWVoT-EREEEFLTWS, £,
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TAZELHEEINTWS, INAZ TilESE,
CPA DA LVREARIND ~2THdH LW
AL HS,. F, (SR A
REHF—AXORGICHER IR TE @IS
CPAPEETEN B D = £, CPALER - )
By SR BIT - EWiT AL b
&'*u W&, #0718, CPAHEIRIZ L

Lk ESBEEND

ke, 777 X /#%mLL_
A2 X rOITkIIEE B S
FLTW DAY, CPA D454 §
EHEI L SR TRy, F 2 TAR
Clt, SEHOEERERLICLELSN
4, IWHMEO v LC—UV B L USEMERE D
DEGVY LC/TOF-MS M Wiz RED -6 o
CPA O 53 U 1 3 2 il /-,

B. W%k
(1) LC—UV (= & 2 W kDt
LC 3@ iE,

HITACHI L-6300 # »» 7 %5

L TF JASCO MD-910 2 B Hi g &2 Hl vz,

SHTH A2 02 1E, DIONEX #:M8 Acclaim
Mixed-Mode WAX=1(4.6 mm i.d. % 150 mm)
%.%ﬁmHUi?tf“f'hbwﬁmU
REFRMTIE (pH6. 0) = (T:3) 2 Hwi=, &
7 NiELIE 1 40°C, Eﬂhhlafués:f; Iml./min
EL, REBHEARITI0pL & LTz (Fig 1),

(2) LC/TOF-MS {2 k& $i5E ik o it
LCIzZ it Waters #tMalliance HT 2795 &
Y — KA, TOF-MS {Z)f Waters 1B LCT
Premier XE 2V =, LC A Z A2, K
iR T %% TCT Dual ODS —AX 10

(2.0mm 1.D. * 150 mm) #Z vy, 45 A
RIE 4 10°C & L=, BEifHicIx, 7 b

= FUA-KEET E =T LK
(pH6. 0) = (7:3) Z JH v, W& 0.2
ml./min & L=, TOF-MS ([cBiF 54 4 ik
itz L 2 b AT L—AF kDR
HT 4 7L ArE-FeffMLEz. W&
PO aliE (o td, lock mass Ji U & fRH

HgikkELR <,

L, BRELZEAFEEHH L LT

oA sl
77 VeV, ZnLOEIE

4% Table 1 |2as L7,

(3) ahEbds £ ONRA kW i o B i
REIZE, CPA EE£ETH D
Penicillium commune O ¥ B0 #EHKI- >
WT, MELMFE2ELATHRLAEKNKS
LU RSEER VWE, £,
As’pmg rillus X2 Penicillium J@ie X0
AEICLAHIRNEZLND fréh & LT
AR 2 L R, B RESERE L
WU E O R AR XD -
fhiEEHRHL, 2V —0T7T o700
OE MMM AL —FY v iz,
MAX FE 721X MCX &2 Ve,

Waters

Dasis

C. D. HFRMES LTER
H)(—WhiU[CmIWFLJUM

(a) LC—LUV
CPA BEAESh 2 MW TR O B it 4 1T

27=. LC &5 4 (DIONEX M Acclaim
Mixed-Mode WAX-1) X, ¥5¢E & L Tl
E—-FLEA A LlE— FE -

'é#b,%ﬂmwwﬁ%ﬁW“LfT

Eh=bUn&, W, A5 —AF
vELTHME, MMELRY AB2HW
TCPADPE B 2 fiit L=, Fofk 4,
BUMM E L T¥RET T =7 A E 7 116
it 7 e AERiEEH 851201,
CPA D:FFREM LR T4 —mEMLL E &
eV, TG O8O LR T
oo i,

i, VomiEmEciE7T =Y
b 26mM YU LR i (pl6) =T 3 1238\ T
CPA ORFFRERIZAD 12 57 & 72 0, DR,
Plim e 7092 BLU Y A MY —fR¥
0.83 &, EEINIEL RAFCTh oz, Ml
I 1.0 ppm~300 ppm @ [#] T YR
(r)=0.999 OERLLAEHRIEEZTGD Z L8




TEE, (Fig.2) .

(b) LC/TOF-MS

LC—UV THIW Y ARl A2 VD
FEFCIR, WS~OEHIEETH -
DT NS ZREHFEEE L THWSBEEIZIE,
LC 7 AL F LT, Acclaim Mixed-Mode
WAX-1 L RIERICWiHE— FEPEA A %
B — FORELFERE2, BREHO
31y Dual ODS—AX 10 #HVWwAZ Lz L

oo ORI LEHWTLC RHFEBHL
f= & = A, CPA IZEFFRFIA 6. 4 73 (&
22 HEINB Z gt M8
OMMESRMLE LT, CPAREROA A /L
.':‘)L\"’hﬁ}'-][}!’-b'f-} ‘I;L—ﬁ Fo &
Fr—AFEEERWERG, 3 AT
474 A E—-RTCORIT 4T A~
T—-FTLBRHZTECH 2, FH
FA4TAAET—=KOEN, LD HERIE
el aInsZ i oat,

(2) ki LBl ik o0 Bk i

ERE o AT L TEMHE LT
Rk sBEEO RN 2T2 7.
HALER K ik & LT, mEhhi TrEERE

FN, TFNT—T I, iR = =B o1 PV N
MOARBNAERM L, 7o — ki
e LThlEMNT 5 ke, HERL
7 ARVHFiEERN LI, £ORE,
WTFEROERERVWESSETYH, BEh
Wi FRER LN 7 LE2HWVD HHEIC
AT #EmvEREER L, i, Ak

L LTRSS T E A i —
R (Rt ) BV TEITSE 99%
P, £, CPAHBMNPEH THLSLZ &
hh B O etk 2 &4k (pH1~9.5)
THIHEAZBHLEE Z 4, pHT T i
LWEIRELRLEZ E B, Wi — ik
PIcBE L TIERETITI Z L & LK,
[Ea it T2, Oasis HLB, MCX & & OF
MAX I oW CTHEat L 7=, € — K@ HLB

b,
2HET

286V T CPA RfRFF S iz o foht,
ME— KA 4 ZRE— Fafiti

SMAX, BLUHHE— FEBA 4 2R
FT— FEFEES X LBV TWHTERLY
fR¥ssh, 1%5¥8ES flh’ﬁhﬁ"—'f AT
L 7=BEic MAX T2 80 %, MCX Tt 52%

DOERELELBRZ, f—) DRERDE CPA
EBAKEREERS T AL, BB
lcBWTHBA A LBEAACHEDONER
ErtTlAAABRLEE AN L
M, EREORMY -2V —0T 27|
B LT, @itk Lo A (Max
L MCX) #0FRT 5 a2
— T 97N TED Exz bz

—L,_,-

(3) BEHRAHHHO CPA OBH &
[l

MEL=aiErE B IZEHLZE -
%, Penicillium commune O i (& & K %
A1 Bk s BIEIZB W T CPA DIFLE
NEbNAE— 7 B XLl (Table
2), NGB LC/TOF-MS It ko T ('i’)\ <£_’

ﬁz't an?i‘-iﬁl:fm‘rbn CPA C
.’: EFRETHIENTETL, flfl}.r. .ﬂﬁ“}\
BHZBW T CPA IR E N Ao 12,

%7, Penicillium commune |Z % CPA
PEATOBRE LRVWHES D, WHICHE
BREICL2THL CPA EAIZENE LA Z
EWRah ol

E. #5i@

S0 EBIZL D, CPA DN THE IC
—UV TRAHEDOR VR 2 ) —=2 7§
EEITAZ, £72, LC/TOF-MS 2\ 5 Z &

T, LVEWMERSWAITTAD Z LA
Eht,
A% CPA HR I AL

RMtaZ T2t lEiTd Z Lava
BEELeD, 5%, KRS FELLT
FHERDZ LAMBEND
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System
*Pump

*Detector

*ColumnOven :

+Column

-Mobile phase :

-Flowrate
-|Inject vol

+ L6300 Intelligent Pump (HITACHI)
- PDA MD-910(JASCO)

C0-2060 Plus (JASCO), 40°C

. Acclaim Mixed-Mode WAX-1 (DIONEX )
(4.6 mml.D.x 150 mm)

AcCN: 25mM phosphate buffer (pHE.0) = (7:3)

: 1 mUmin
10 L

Fig.1

SEN—T,

Schematic diagram and operating conditions for LC-UV method.

CPARE M (281 nm)
=
M0N0 ‘,//

& & (ppm)
Fig.2 Calibration curve of CPA
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Table 1. Operating conditions for LC/TOF-MS

LC system
LC column

Column temperature
Mobile phase

Flow rate
Injection volume

. Waters alliance HT 2795 series
: TCI Dual-ODS AX10
(2.0 mmi.d. x 150 mm)
: 40°C
Acetonitrile : 100 mM formate buffer (pH 6)
(72:3)
: 0.2 mL/min
40 p L

MS system
Resolution
Tonaization

Capillary voltage

Com voltage

Drying gas flow rate
Drying gas temperature
lon sourse temperature

: Waters LCT Premier XE
: 10000
: Electrospray
Negative ion mode
¢ 2500V
: =58V
: Ny, SOL/hr
+ 350°€
120 °C

Table 2. Content of CPA in culture filtrate and fungal pellet

Strain

CPA (mg)

Penicillium commune

NBRC 5763 Fungal pellet

20°C 4.5
25°C 2.1

Culture filtrate

NBRC 6237

NBRC 7746

NBRC 7224

Fungal pellet
Culture filtrate

Fungal pellet
Culture filtrate

20°C 142

Fungal pellet

20°C
25°C

0.36
0.27

ND

ND
ND
ND
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#. 1-1 BROFEGEORE RUSHAUE B O H BEEA Z ik GRlRE 6 1E i)
No. K % FUs A —H— Lot Ne. i NENER
(%) (mg)
1 p. p"-DDD Dr. Ehrenstorfer 51021 98.0 30.6
2 p. p"-DDE Dr. Ehrenstorfer 71205 98. 5 30.5
3 a ~BHC Dr. Ehrenstorfer 70830 97.5 30.8
1 B -BHC Dr. Ehrenstorfer 50405 98.4 30.5
5 v —BHC Dr. Ehrenstorfer 51031 98.5 30.5
6 & —BHC Dr. Ehrenstorfer 51128 99.0 30.3
7 T2V kYo Dr. Ehrenstorfer 70830 96.5 31
8 TZrsa—N Dr. Ehrenstorfer 51102 99.5 30.2
9 AV Tainz Dr. Ehrenstorfer 80118 99.5 30. 2
10 TAFaAnT B BAE IR 810X7110 | 99.9 30.0
11 T hFOkA Dr. Ehrenstorfer 70402 93.0 32.3
12 A AR A Dr. Ehrenstorfer 80114 98.5 30.5
13 HZ7xzAba—1 1) K=t 703X7102 99.5 30.2
14 FF kA Dr. Ehrenstorfer 80104 96.0 31.3
15 T LIFILAFNL Dr. Ehrenstorfer 91129 98.0 30.6
16 Zanrt iR Dr. Ehrenstorfer 60110 98.5 30.5
17 rarZaz=sEriRA Dr. Ehrenstorfer 70413 95.5 31.4
18 rar7uzy A [ ML 904X7110 99, 6 30.1
19 ran~srJL—h Dr. Ehrenstorfer 50603 96. 5 311
20 Gx h AT Dr. Ehrenstorfer 50623 97.0 30.9
21 AN -3 U T YR RE T30 ALQB567 99.7 30.1
22 D ) Dr, Ehrenstorfer 60303 97.5 30.8
23 yFaatS—n Dr, Ehrenstorfer 61117 99.0 30. 3
24 D Ca v 2 ) I Dr. Ehrenstorfer 70416 92.0 32.6
25 A pxz—} Dr. Ehrenstorfer 70927 98,0 30.6
26 AP B WAL T09X7106 99,8 30.1
27 HAT ) Dr. Ehrenstorfer 70320 96.0 31.3
28 FAA S Dr. Ehrenstorfer 71010 46. 0 65. 2
29 FZAHFIF Fr et e T30 ALMO728 100. 0 30.0
30 F hIFaf S Dr. Ehrenstorfer 61114 98.0 30.6
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. 1-2 RAEEEEONE. FFUERLE RO E A28 (M #h )
#UEE | BEEEMIEAE
No. 5} b2 st A —H— Lot No. %) (mg)
31 T=n7a—N i3 KAl 011X1398 100. 0 30.0
32 FTa S —n Dr. Ehrenstorfer 80418 98. 8 30.4
33 FF72ETFFE Dr. Ehrenstorfer 70629 99.5 30. 2
34 v S Dr. Ehrenstorfer 60207 98.0 30.6
a5 FNFANY Dr. Ehrenstorfer 71206 99, 0 30.3
36 bZaAbY - Dr. Ehrenstorfer 80228 90.5 33.1
37 PUTIAL—N Dr. Ehrenstorfer 61212 98.0 30.6
38 FYUTSARA Dr. Ehrenstorfer 80131 78.0 38. 5
39 UL B0 012X1474 99, 8 30. 1
40 RoaF hFS—n Dr. Ehrenstorfer 70618 98. 5 30.5
41 Tt o o o o P | Dr. Ehrenstorfer 70606 99.0 30,3
42 INGFF AT Dr. Ehrenstorfer 60120 98. 5 30.5
43 NI F eI A Dr. Ehrenstorfer 70309 98. 5 30.5
14 EFENB ) =N Dr. Ehrenstorfer 81104 98. 5 30.5
45 7= kY Dr. Ehrenstorfer 70821 99.5 30. 2
16 BT 2 akR B AL AR 906X7137 99.3 30.2
47 vy SFHNT B AL 804X7105 99. 6 30. 1
48 vV FaFxsr 7 Dr. Ehrenstorfer 60720 99,0 30.3
19 ) Rp R Frotli 28 T30 TFS9854 99, 7 30.1
(E {4)
U 2892 AF0L —
50 FOLRESE T30 TFS9855 99. 1 30. 3
(Z 1%)
51 EY IHRAAFNL Dr. Ehrenstorfer 60505 99,0 30,3
52 Zxt YT B AR 706X7101 99, 9 30.0
53 Zx=baFAdr Dr. Ehrenstorfer 60920 98.0 30.6
54 T xwFAy Dr. Ehrenstorfer 80714 97.3 30.8
55 v paxo—=p Dr. Ehrenstorfer 71009 96. 6 31.1
56 Fxwlb—b Dr. Ehrenstorfer 50630 98.0 30. 6
57 A i = P ) I Dr. Ehrenstorfer 70301 99.5 30. 2
58 THE I a— PSR 909X1526 99. 1 30.3
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