22 vatwAfr

221

EERRE (LI v 7 R)

22.1.1 Pk

A HARFORAR

%ﬂl

1) FRMER 3 BAEMIK

2) FRIEME 3 SRR 1,000 mL (2% LT kLA 250 mL FREE &N 2
TRV IRY., BiERE (LE) 2&Pslts 45,

3) va¥~A U ERER EHEETaY <A 40 mg L EEE RT3
HiETEY, ZORMEEZTLEL, 3 SHEEIREZ EMICNATELL, 1 mg(h
fli)y/mL ® & 2~ o o BRI 2 R4 5,

fEAICEE LT, BRI O — 52 A RSB CIEMICAR L. 100 ug (71
flf)/mL oD i FE A Y K OF 25 pg (JAf)/mL O AR e 2 R 5 5,

4) B M F-111 B

5) HMEOWIE  #BRE & L T Escherichia coli ATCC 27166 % V>, 10 %
AR U7-FR 2 551 100 mL (26 L CO05mL FREMZ 5,

6) FEARYA  HMEIEIZEL D,

7)  HhHELE JuanaiR)Vh— AR ) —)L (1+1)

B HMBAKROAR
IR —H (BZM & LT 10~100 mg(fi)FE Y4 &) 268908 7T 3£ TE

V. TOEMEZFHE L, 200 mL D2 =/ 7 7 2 22 Ah, fIHELEE 100 mL %

Mz, 20 A ZRE T T2, iR 4As 50 mL o Hfe i O BE 12 A,

1,500xg T 5 MmO EE L 7-% . EBRREE AH (ST A) TAHET 5,
AED—F (BZM & LT 1 mgUJMMfHY4 &) % 50 mL ORTE 7 7 A2 TIE

EIZAAL, 50°C DKIE CRJERE L2k, 7 rrR/Ls SmL 22 CTEREME

Whd, BIZZ ORRIT 3 SHEER 10 mL 2 IE/ECINZ TRV RE =%, 50mL ©

Hepe i DI E IZ AL, 1,500xg T 10 RO oBEL., KE (EE) % 100 pg

(F1ffi)ymL O EEEREERE L, EIC N2 A RIEM CEMRICHR L, 25

ne(F1il)/mL ORI BRI 2 TS 5,

C 7E =
22 HEWEIC LS,
(23E) Db T —va v
« TRONIEIN 3R K OVl U RS B
b . WINRE .. WINENR S ok UK B
ﬁt =t D *, Heeak L
HA OIS (g(7fi)/kg) PR (%) RSD, (%)
T v s AL 0.5 3 92.6 2.0
2 3 98.7 3.9
20 3 94.7 3.7
Ty T R2 05 3 102 4.9
2 3 102 1.3
20 3 98.8 3.7
AR YEY 0.5 3 99.9 5.1
2 3 97.1 1.3
20 3 96.0 0.8
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- SRR

s . FahE AR WINEE FNEILER SwdE U s
AROMIR gy mas oo (%) RSD, (%) RSDg (%)
BHEHT LIy 2 8 0 2 95.9 21 2.6 0.50

HorRat

222 EERBRE (EED
2221 PARIE
A HEZFDORAH
1) KRR 3 SREMEIR
2) AREEEE 22110 A D22k FHES 5,
) vavv A U ERER 2211 D A D 3)TE D 1 mg(JHl)/mL O v =¥~
A ¥ U AFHEIRHR & T 5,

ERICER U C, BRI O — 5 & A RIS I CIEREIC AT IR L, 12 pg(Jffi)/mL,
6 ug(Zifi)/mL, 3 ug(JIfl)/mL, 1.5 pg(JIffli)/mL } X 0.75 pg(I1ih)/mL o & 4%
MR 2T 5,

4) B Mt F-23 ShEH
5) HEIRKL OUSINE BRE & L T Escherichia coli BS-10 Z i\, ik & 55
100 mL icxt LT 1mLFREMZ 5,
6) FER AR Mk X 5,
7)  HhHELE
i) TR Ly MIREIMBUIN T L 7= R DA D5 A 7 muih—
AR =)L (1+1)
i) TR Ly MRFEINEVINT L 72 B O 56 ZA=Re N VISVl o 4
J ==K (9+9+2)
B EA#BEROHFH
1) BZM 2% 10 g(/ifiliy/t Lh E D5
INTRRELO—¥ (BZM & LT 200 ug( i)Y &) #6308 3 ik TR
D, TOBMEEFH L, 200 mL ©3ie =/ 7 T A 3|2 A, FHTASE 100 mL
Mz, 20 M EE T 5, k% 50 mL o iem O bEE I A
A, 1,500xg T 5oz DBt L7-th. RiBEREE A (5FEA) TAHRT S,
A 15 mL (BZM & L T 30 pg(/1ili)Fe24 &) % 50 mL OB 7 7 A2
IEREIZAXL, 50 °C ORI CRIEFE L7=%, 7 vakb i 15 mL 200 % T
Wz vsind, T2 OWKRIZ 3 SEEHK 10 ML 2 EMEICIZ TRV IBE 72 %,
50 mL ke O b B I AfL, 1,500%g T 10 sy OBt L. kg (L)
% 3 pg( S m)/mL OREHEE & T 5,
2) BZM 23 10 g(Jil)/t Kiii D& A
SIHTRELO— (BZM & LT 100 pg( )M &) ZAa2%5 3 Hix C&
D, TOEMEAETE L, 200 mL Ok =47 T 2 2|2 A, S 100 mL
Mz, 20 - ZRETHET 5, HiiE % 50 mL ot OILEE IZ A
AU, 1,500xg T 54l DorBE L7-th. LiBERRE A (5FEA) TAHMT 5,
A 30 mL (BZM & LT 30 ug(Hifii)fHY &) % 50 mL ORTHKT7 7 22|
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IEREIZ AXL, 50 °C ORISR CRUEE L7=%, 7 vakb i 15 mL 200z T
a4, T2 OWKRIZ 3 S5FEE R 10 mL Z IEMEIC N Z TRV IBE 7214,
50 mL @ e DL ILE R I AL, 1,500%g T 10 REhE O SR L. KE (L)
% 3 pug(Sm)/mL OFREHER & T 5,

c ® B
FEYERR AR L B,
(3E8) SN T —va v
« TRONIEN 28 K ONdiol U RS
- ; WIRE .. IR R ok UKS B
B O T XE IR L
O3 Uiy TR (%) RSD, (%)
4 5 HE S Gk 5 6 98.9 35
(FEmE) 20 6 100 4.4
70 A T — i A R 5 6 98.6 3.3
(FEInEY) 20 6 103 4.9
E L+ I B A R e 5 6 106 1.7
(FEIEY 20 6 100 4.3
VF AL 4 B A SRR 5 6 107 4.0
(FEmE) 20 6 99.4 34
- ; Fhihzk TR WRINEEE WRINEIRER Smir Lig  SRmsms
W H A g e HorR
O BES BREE Ui (%) RSD, (%) RSDg (%) orRat
45 Rl A SR () 7 0 10 105 2.9 5.0 0.44
S5 AELA R GEMEY 7 0 10 104 3.6 4.1 0.37

23 TIRTFATF UVAR—

23.1

EmariE (LI v s R)

23.1.1 Pk

A HEFORAH
1) MR 7 SRR
2) T7IRTH AT+ U R—NEEAER HWHERET FHRT7 + A7 4 UR—/140
mg LA EE AT 3ME TR, ZOHMEATLELL, A ¥/ —/L—K (1+1)
ZIERMEICMZ T L, 1 mg(l)/mL D7 TR 7 4 A7 % U R — LR AR K
T 2,
fEANCER LT, ARERK O —& % 7 5% @ik CIEMICAR L. 2 pg(Z)4i)/mL
O T I FEAE R % TN 0.5 pug(Fff)/mL O I A U iig & 4 5,
3) KM F-12 S
HERIIZEE LT, AT L 70— & OV 7 BRI (4 wivte) % 55 100
mLIZxf L CENZEN I mMLINZ D,
4)  fE R K VSN & A BRE & LT Bacillus cereus ATCC 19637 % V>,
1108 flEl/mL O e - Z £5 1 100 mL (2xf LC 0.2 mL BRI % 5,
5) ZFERF¥HK TAFIEIZ LD,
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B HHBROAR
1) #retEHZ SL XX MN 2 & 72 WG4

IHNTRREL3~59 AT 3METERY, TOHEETEL L, 200 mL Oz
=7 T AalZ AN, TERS0mML 24, 20 2R, EIZ/K50mL
Mz, 20 s EIRETHIE L2, itk x A8 (5F A) THHT 2,

AUED—F % T FHEER CEMICAIR L, 2 pg(lifii)/mL o & B SURHE K
Je U8 0.5 pg (1) mL O ARG B FUBHA TR 2 - 5,

2) HrEEHZ SL Xt MN %2 & i &

SHTEREL 3~59 Z AT 3METERD . TOKEEFEE L, 200mL O e
ST T AICAN, TR Rr50mL ZNZ., 20 43R EE, FIZ/K 50 mL
A, 20 s Z IR THItE L7212, Bk a2 AHE (5 FE A) TAIET 5,

AR 25 mL % 50 mL @O ©— 7 —IZEMEIC A, HEET pH % 1.0 LLFICHR%
L% LHFIFRE L, BTV E=T K CTpH % 6.9~7.1LIZHET 5, ZDKE
BE T SRERCTH0ML DR T 7 A2IB L, BITHEEMRE T 7 SHEEIR & N
Z7%. AR GFEA) TAHBT S,

AUED—FR % T FFEER CEMICAIR L, 2 pg(ifii)/mL o & B sURHE K
J O 0.5 pg(Jiili)/mL AR EERURHA IR 2 I 2,

c = =3
22 ARIEIZE B,
7272 L, BERIEHIT. 27~29 °C T 16~24 WiffE% 45,
(235) e T —va v
« WHNEICER R OVl UG

e y WINRE .. WMEL S ok UK
RO mwm@>ﬁﬁb (%) RSD, (%)
EXIVSLI TR 0.5 3 101 2.2
1 3 99.4 0.7
2 3 101 17
EHIL - IRTATLI v K 0.5 3 99.0 0.8
1 3 100 1.8
2 3 100 0.8

2 RYVRF VLU ANLVKRUBRALT VR~ A
24.1 EERARE (FLIy 7 R)
24.1.1 ik
A HEZDAR
1) FEMEIK
i) 4 SRR
i) 9 SAREIR
2) FLT v R~A R WHEEAL LT v R~ A 0 AT Tk RS
DHLO40mg L EEZFHBETIMETRY . TOKEELFEL, A% /) —1Db
BAIEMEICINZ THEN L, BT 4 SHEER 2 EAEICIN 2 T 1 mg(Jiffi)/mL D 7
L7 v R~ A v EERIR 2 R 5,
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fEAICER LT, BREEFEHR O — 4 9 Sk Eik CIEMEIZAIR L. 2 ug(Jifi)/mL
O R FEAE N K TN 0.5 ug(Fl)/mL O FERE g & R 5,
3) K M F-7 SEGHb
4) HEREOUSIE  #EBE L LT Kocuria rhizophila ATCC 9341 % v, 10
fEICHR U7 EH R &2 55 100 mL (2% LT 0.8 mL 2Nz 5,
5) FERM  HAFLIEICE D,
B EMBABROHH
SHTRAEL3~5 g Z AT IMETRY . ZOHMELZFTCH L, 200 mL O Hfe =
877 AT AN, 9 BFEEHR 100 mL 2%, 20 /M2 & B8 Tl L=,
MR A2 A (57 A) TAHET D,
AIRD— % 9 FAEEIR CIEMICAR L, 2 pg(Jifl)/mL O & EEHA K &
OV 0.5 pg(Jifil)/mL OAKR BB IR A T 5,

C E =
222 HEEIZE S,
(B%E) HrEAN) T —va v
< WRINEN R K O U kS
- s WINEE .. WANEIIL =R ik USRS
=B oo H Fiis <3 X
P ORI ohipkg TR (%) RSD, (%)
CAILTLI TR 0.5 3 101 11
1 3 100 0.9
2 3 101 11
EHIv - 3XxTALTLI VIR 05 3 101 13
1 3 100 0.8
2 3 100 0.9

242 TERERE (FEH

24.2.1 “ERE
A HEFORAH
1) FREWR 9 SARMEIK
2) FVLT v RYA VRN 24.1.1 D A ® 22XV 1 mg(Jl)/mL A L
T v RV A VAR 2 S S,

AR L C, EHEREKO—H%Z 9 SHEER CEMICHRL. 0.8 pg(/)
fli)/mL, 0.4 pg(Jiffi)/mL, 0.2 ug(/Jffi)/mL, 0.1 pg(Jiffi)/mL & T* 0.05 pg(/
fili)/mL O FFEAERR 2T 5,

3) M F-7 SEHh
4) KOS #XBRE & L C Kocuria rhizophila ATCC 9341 % v, 10
RS U 7- iR &2 55 100 mL (2% LT 01 mL BREMZ 5,
5) FERM  HAFLIEICL D,
6) fili s AR ) —L—7K (1+1)
B HHARDHAHR

1) OM 73 10 g(Jifil)/t LA LD 36E

ST —E (OM & LT 80 pg(J1fl)FH Y &) Z#HA T 3HTETED .
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ZORME AL, 200 ML Ok =A 7 T X2 3T ArL, LS 100 mL %50
Z. 20 Sy EIRE TR 5, KA 50 mL AR DR I A,
1,500xg T 5 /i oyl L=, E#EAEE Ak A TABT D,

A5 mL % 50 mL O T 7 T AT IEMIZ AL, 50 °C D KIB THTE L
L7z, 9 SHEMIK 20 mL & EMEC N2 CHREWZ N L, 0.2 ug(F11fi)/mL
DORBHATK & T 5,

2) OM 2% 2 g(Z1ff)/t LA_E 10 g(Ji )/t i DHA

SHTRRELD —E (OM & LT 20 pg(J1fl)FH 2 &) Z#H D F3IHTETED .
ZOHEZFTLER L, 200 mL O =44 7 T X 2|2 AfL, B 100 mL 20
Z. 20 Sy EIRE T 5, KA 50 mL DA DR I At
1,500xg T 5 Mmool L72%., EBAEE A GREA) TAHET S,

AR 10 mL % 50 mL D723 7 7 A 2 ITIEREIZ AL, 50 °C ORI ClUERL
L7-#. 9 SHEMEHE 10 mL Z IEFEICIN 2 TR AR L, 0.2 pg(FI4fi)/mL
DFRBHAIR & S 5,

3) OM 2% 2 g(Jil)/t K DG A

SHTRAELDO —H (OM & LT 8 ug(fli)fH Y4 &) 2 A F 3 HTETED .,
ZOEEAFTE L, 200 ML O3k =FA 7 T X 3T ArL, S 100 mL %00
Z. 20 Sy EIRE TR T 2, KA 50 mL o AR O UREAE 1T AdL.
1,500xg T 5 /i Doyl L%, E#EAEE Ak GRA) TABT D,

A 20mL 250 mL DT T T A 2 IZIEFEIZ AL, 50 °C DK ClRT iz
L7-#. 9 SHEEW 8 mL 2 LM THREWZEI L, 0.2 ug(F1fh)/mL
DORBHAIR & S 5,

C E =
BRI & B
(BE) Gk T—va v
« TRANTEIN 38 K ONiol U RS S
e ; WINRE .. WNEN R MR U
Ve H o
R OHEE iy TRl g RSD, (%)
$h3 o LS Sk 1 6 95.0 3.4
25 6 98.4 31
5 6 96.8 2.3
7 a A Z— i A R 1 6 94.1 4.1
25 6 96.6 2.8
5 6 95.9 2.8
T B A R 0.8 6 93.5 4.8
5 6 96.6 2.8
40 6 96.9 4.1
- (R FABR

HRR FEAIR USRS AONEDER EesE LR MBI

Sl ¥
PHOIE  mam wmEk @omn (%) RSD, (%) RSDy 0 0T

9 5 B S et 7 0 2.5 101 5.8 8.0 0.57




25

N F I F v

251

EERERE (FEL)

25.1.1 Pk

A HEZFDRAH

1) FEMER 4 SREMEIR

2) AR RUFFRLTF LY ALEZ T F LA VR ATV 2 mL
% 4 SRR — A X/ —/b (4+1) 1,000 mL ([Z¥EN L, FHREEEE T 5,

3) HNUTF I FUIEAER WHERERY 7 F o Iz ER%EDH O 40 mg
L2 G887 3METED, TOHEALHL., 7k b ZIEMRICINA THE
2L, 1 mg(Jifli)/mL DR Y F 7 F o AEREFK & RS 5,

il FZBR LT AR IR O — 0 2 A RS I CIERE IS AR L. 1.6 ug(Jifffi)/mL.
0.8 pg(Ffi)/mL. 0.4 ug(Zff)/mL. 0.2 pg(/ifii)/mL K& Tr 0.1 pg(Jifih)/mL D%
IR 2 T %,

4) H: M1 F-5 B

5) HRMEOWIE  #BRE & L T Brevibacterium citreum var. polynactinus %
VN, R AR 100 mL 2 LT 3mLFREMNZ B,

6) FERFEM  HAFIEIZKD,

72770, BREWRIM Ul 16mL & L, HAAESNY M5
7ex &0 10~20 °C T 1 KFHEERRIEOME FIZE W CH iR 2 g S &
Do

7) HHEE ~xYrffnr e =Y b

B EA#AROHFH

i o oHTEE 8.0 g AT IHTETEY . TOKEELEHL, &
T 200 mL OHFe =77 2 3|2 A, fHESE 100 mL Zh1x, 20 srff &
R CHIE L7ott, Mz A8 (5 FE A) TAIB L, BRICH3 2 5eHER
LT 5,

o f BUBHAWK 25 mL % 100 mL o4t im DIk EE I IEREIC AL, T b
= FUfaFIA~FY > 25 mL 22 T 1RV IRE =%, 1,500xg T 5 4
LMY 5, 7 h=FYVE (FE) 20mL Z50mL DRI 7 T X =i
IEFEIZAZL, 40 °C ORI CRIERLZE L=, 7 aadk/b A 10 mL 200z TH
BWaERN L, H 7 DI 2R ENRIR E T 5,

7T NALER SUBFNI=HT L (690 mg) FrAZwmmak/Ls 10 mL TH
W35,

Wi hU A (oK) K59 x ANt 2I=h7 20 LIcES, &
WK IR, WERAFTETARO ESmICET 2 E TR FSE 5, #JEHA
KON TWRTIET7 I 224, 7 aak/Lh10mL THE L., EiKEIRFC
Mz, FERIZ 2 FEET D, W2 E0IET L, ZueahLh—FRzT L
(4+1) 10mML Z#I =TT AIZIZ, S=8 T 25WEEHT D,

S50mMLDORTIETZ T A% I =T LD FICES, FiB—~T /L —27 ook
L (4+1) 15mL 22 =47 A ZTPN ZEH S5, IWHITERE 40 °C DK
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WCRERCE L7, RO — 84 EMICNx THEREDZE L, 04
ng(Fifih)/mL O FUEHAE R4 5,
c =

belo

IEEMAREIC X D,
712 L. BEREHIL, 29~31 °C T 20~24 RffilE55E 7 5.
¥ 1 Sep-Pak Plus Silica Cartridge (Waters #) [Zi@ Y 72 K ED V HF—/\— %l
FELTEbDOXIIZNEREDOH D
(BE) piEAN) TFT—va v
« IRINTENI R OVl UK B

L VEEEE o WMIEIR R LR E
i (g(F11ii)/0) B L (%) RSD, (%)
95 Mk & ke 25 3 98.6 5.9
5 3 97.0 5.0
20 3 99.8 2.0
975 A& Ak 25 3 102 45
5 3 99.9 6.3
20 3 101 2.8
7 v A Z — i R A AR 2.5 3 103 8.8
5 3 101 10
20 3 94.1 0.9
SN ; Aot TEAR O IRINVEE MBI =hMe Lk Shi B
PROTE  BaEm BEE @ () RSD, (W) RSD (W) O
7 A 7 — iR A TR 8 0 5 100 52 5.2 0.42

26 ~HIVIR~A T

692

EmaRE (LI v s R)

26.1.1 L

A HEZFDRAH
1) FREWR 4 SARER
2) < HIVR~ A T RERER WHERE< LR~ A VU NFE I ERED Y
D A0mg UL EEGNETFIMETED . FORMEAFEK L., KE IEMIZINZ T
WL, 1 mg(il)/mL O~ B VR~ A 3 L REUER G 2 T 5,
il FIZBR LT BEERIE O — % 4 SR @R CIEMICAIR L. 2 pg(Zi4fi)/mL
O 1 i PEATER 2 OY 0.5 pug(J M) /mL DA i FEEASE gk & T3 5,
3) K M F-12 BEH
FERIZEE LT, AF L7 —R KK VR U BRI (4 wivke) % B 100
mL Ik L TENEN ImLIIZ S,
4) HIREOWSIE  BBE & LT Bacillus cereus ATCC 19637 % H vy, 1x10°
fEl/mL a7k & 554 100 mL 2k LC 0.2 mL FREM X 5,
5) ZERWH  HAFEICED,
B EMAROHAR
) SHTEEHT SL 3T MN 28 £ 06
IINTEREL 3~59 A T 3METEY . ZTOEEFTEL L, 200 mL O 4z



A7 T A AN, TERB0mML ZINZ, 20 o ZREE. BIZ/AK50mL
A, 20 SR THItE L7212, Hhibika A8 (5 FfEA) TAHAIET 5,

AUED—{ % 4 FFEER CEMICAIR L, 2 pg(lfi)/mL o & B BURHE IR

O 0.5 pg(Fifili)/mL DK B R BHA R 2 T 5,
2) HrEEHZ SL Xt MN %2 & i &

IIHNTRREL3~59 AT 3METERY . TOHEETE L, 200 mL Oz
=47 T AalZ AN, TERS0mML 24, 20 2R, EIZ/K50mL
Mz, 20 ;A ZIRETHIE L7, itk x A8 (5F A) THHT 2,

AR 25 mL % 50 mL @O E— I —IZEMEIC AN, HEET pH % 1.0 LLFICHR%
L7 1EFEFRE L, FICT =T /K TpH &2 7.9-8.1 1T 5, Z DL
Bx A4 GRERTH0ML DR T T A 2B L, BITHEMRE T 4 SRR A N
ZI2t%, A BFEA) TARTD,

AHURD—{h% 4 SREMIK CIEMECAR L, 2 pg(7fM)/mL o & i B SRHA Ik
e OY 0.5 pg (i ili)/mL AR B URHA IR A L 5

c = =
22 ARIEIZE D,
7272 L, BERIEHUT, 27~29 °C T 16~24 WiffE% 4 5,
(%) HGIERNY) T —va v
 VRIMMEIIN R R OVl UK

o s WINEE .. AYIEI S SR )i 3
RO ik TR (%) RSD, (%)
R AR 05 3 103 0.4
1 3 102 19
2 3 100 14
CHIy - 3XTATLI VIR 05 3 100 18
1 3 102 17
2 3 102 19

262 TERERE (FEH

26.2.1 CEARE
A HEFORAH
1) FEMER 4 S REENR
2) ~ VIR~ A v NEURERR 26.1.1 ® A ® 2)i2 XV 1 mg(it)/mL D~ 1 v
N~ A REERIR & RS 5,

IR LT, BEEFERO 4 4 SRR —7 & ho—oK (2+1+1) TIE
fEICA R L. 0.4 ug(Jifii)/mL, 0.2 ug(Jiffi)/mL, 0.1 ug(Jiffi)/mL. 0.05 pg(7)
fifi)/mL K2 O} 0.025 pg( /i Mf)/mL o> 45K Ui % i -4 5

3) K Hh F-19 S5

4)  EIR M OUSINE HERE & LT Bacillus cereus ATCC 19637 % FV>. 1x108
f8/mL 0§ 7-9 A £5 31 100 mL (2% LC 0.2 mL BRI X 5.,

5) EEREM  HALEICL S,

6) HHHEEE Tk b —KEMET N U U ARK (10 mmol/L)  (1+1)
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B EAMAROHAH
SHTRELS5.0 g Z DT IMETERY, ZTOHEEZFEL L, 100 mL O fe =
877 XA, ~FH 10 mL KOS 50 mL Z00%, 20 7R ER
B L=, iR Z 50 mL o ke DR E IC AL, 1,500xg T 5 4y fieE
DTS, K=Tt R 8 (TE) 248 (5F A) TABL, RERHIT,
ARD—H &7 hr—K (1+1) TEMIZHRL, 0.2 png(Jli)ymL O A &3

60
AHUED—FB % 4 w5tk EHE TIEMEICATIR L. 0.1 pg(FIfi)/mL o FEHA K 2 i -4
Do

c =

il

FEVERARTEIC K D,

7272 L, FEREMIL, 27~29 °C T 16~24 FFE#E T 5,
(BE) AN F—va v

© WSANEN SR K OV UK

NP, ANENR R LR EE

it oot YT () RsD, (%)
35 ABLA R 2 6 92.2 5.8
5 6 102 33
10 6 102 2.0
30 6 104 41
7 a4 7 —EE R A E A R 2 6 95.6 31
5 6 101 2.9
10 6 102 41
30 6 105 4.7
EEL TR R B A B R 2 6 96.2 36
5 6 99.5 3.0
10 6 101 2.0
30 6 101 33
TR E R Bl A R 2 6 88.5 4.3
5 6 97.0 5.0
10 6 9.9 4.0
30 6 97.4 2.1
- R
3 AR AR RINBREE WNEIRR  ShsE e s
AUEH O AR MEH BRER (Ol %) RSD, (%) RSDg (%) HorRat
7oA 5 — R R A R 5 0 10 104 5.4 75 0.67

27 BRI RU T A
271 EERRE (LI v 7 R)
27.1.1 Rk
A HEZDAR
1) #wmREE K—2x% 7 —n (7+3)
2) ERL LU IEAERR WHERET R v 40 mg ML EEEHRE T 3T E TR
D, TOEMEAETEL, AX ) — NV EEMICINZ TEN»L, 1 mg(Jl)/mL
TRV AR 2R S,
fEICER LT BRYEIRIR O — 30 2 A RIS B CIEMEIC AR L. 5 pg(Jufil)/mL

694



O e i BEAR IR % OY 1.25 pg(J1fil)/mL OARJR BEAR MERR 2 i3 %

3) K M F-16 SEiH

4)  FaAK K OV &= ABRE & LT Bacillus spizizenii ATCC 6633 % f\>,
1x108 fE/mL O 9% & Bz 100 mL (2% LT 0.2 mL FREMNZ 5,

5) R  HfEIEICK S,

6) i H A A K ) —L—7K (9+1)

7 HWEMET IS BT hrua~ 7T 7 HEEET VIS GBI 63~200
pum (230~70 A > =) ) 1 130 °C T2 B L. 6 viw %I 4 ED K%
MATEML, —KFFET D,

B HHEBROAR
1) Z#ralEHZ OTC XX CTC & £ WA
SHTEREL 3~59 Z AT 3METERD . TOKEEFEE L, 200mL O e
=7 T AT AN, FHHEEEE 100 mL 20 %, 20 4y M SR THIH L2 %,
iRz A G A) TAEBT 5,
AR D — 5 % A S CIEMEIC AR L. 5 pg(F1fl)/mL o = BORHA R K
O 1.25 pg(1fili)/mL DARR EESURHAIR 2 832,
2) HTEEHZ OTC XX CTC # &4 iGA
SHTEEL 3~59 Z A EIMETED . ZTOKEEFE L, 200 mL Oz
=7 T AT AR, AR 100 mL 200 &, 20 Sy IR T L7t
k% A GFEA) TAHABT S,
A E T 7 5 (7 L8 (NEE 14 mm) (THEXEMET VI 129 (11.5~12.5 g)
EHATHRTALIZE D) IZAL, FIOOWHIK S5 mL #$#T 25,
Z D% O IR O —E8 & A RABE CIEMEIC AR L, 5 pg(Jifl)/mL o & g
FRBHAE M O 1.25 ug(FIMh)/mL 1R B S RHATK 2 8 5
C = =
222 HEHEIC K D,
¥ 1  Aluminium oxide 90 active basic Art.1076 (Merck ) XX Z & [FZED
H D

(B%5) GINERNY) T —va v

< WHNIENEE K OV UG

- s WNEE .. AYIEIN S ST )iy
AR OR kg TR (%) RSD, (%)
EXI LI v TR 20 3 101 2.6
40 3 101 1.6
80 3 101 17
EXI s IRTAT LI TR 20 3 99.4 1.2
40 3 100 1.0
80 3 101 2.4

2712 RV Z—TNVRIUEWEOWERIK I v~ 877 712 X5 E&ERRIE
I3 11ICX B,
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272 EERBRE (EED
2721 F#E (£01)
(it %6 PE - 3% Ak
A HEZFDRAH
1) EXIUERER 27110 A D 22X Y 1 mg(S)/mL DER Y =
IR 2R D,
AL T, EEFRKO—HZ2K—A% 7 —/ (7+3) TEMIZHARL.
4 ug(FIfif)/mL O i BEREERE K OF 1 ug()ff)/mL DR AR a2 i 5,
2) K H1 F-16 ShGH
3) Mk K ORI & B & L C Bacillus spizizenii ATCC 6633 % f\>,
1x107 fE/mL O - % 551 100 mL (2% L C 0.1 mL f2E Mz 5,
4) FER¥HKR  HFEECE D,
5) fili AL A B ) —)—K (9+1)
6) HEHAMET LIS BT hrua~vw NTT T HEEET VI CRifE 63~200
pum (230~70 A > =) ) 1 130 °C T2 B L. 6 viw %F 4 ED K%
MMATIRML, —&HFHET D,

B EMBABROHR
IHTERELO—F (MN & LT 800 pg(J1ffH Y &) 2 BT 3 HETEY
ZOHMEZFTE L, 100 mL OIAE =447 T X 2|2 Afv, fHER 50 mL 2%,
20 IR CTHI L2k, iz A (SFA) TAH|T 5,
A& T 7 5 (7 L8 (N 14 mm) ([THEMET LI F 12 g (11.5~12.5 g)
ZHEHA TR TALIELD) AN, DO SmL 24T 5,
ZDHDOWWHIRD —H a2 K—AH ) — (9+1) TIEFIZHR L. 4 pg(h
fliymL O &R EHATRZREL L, FICZhiK— A%/ —/L (743) TIEHEIC
AR U, 1 pg(Jifly/mL OERERENVEIR Z RS 5,
c = =3
2-2 HEEIC X D,
¥ 1  Aluminium oxide 90 active basic Art.1076 (Merck ) XX Z i & RZED ¢
D
(B%5) HGINERNY) T —va v
< WRINEN R e OV R LS

S ; WINIRE .. WM S Gk LS B
RHORS (g fiy) L (%) RSD, (%)

95 Hilid A &k 60 6 99.5 1.3
80 6 100 1.2
100 6 100 0.8
9= 5 B A i B 60 6 99.5 11
80 6 100 1.2
100 6 101 0.9
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- JL[REER
e ; et HIR OWRINIEE WINEIN R SR UL S msrss
WSk e . e
ARt O R R (Uh) (%) RSD, (%) RSDg (%)
i35 ABLAS e 4 0 80 100 2.0 2.3 0.28

HorRat

2722 ¥tiE (20 2)
(it A 0P - = R Y
A HEZ0FAH

1) FTRUIUMERERE 27110 A D22 LY 1 mg(Jfl)/mL DF xR L AL
HEFIR 2R 5,

AL T, EEFRKO—HZ2K—A% 7 —/ (7+3) TEMIZHRL.

2 pg(FIf)/mL o i i AR v K TN 0.5 pg(F71f)/mL {8 AR v & B4 %,
2) K F-22 SRR
3) ML OUSINE #BRE & LT Bacillus spizizenii ATCC 6633 % >,

1x107 f#/mL o -7 % 55 #1100 mL (2% LT 0.5 mL B2 M Z %,

4) FER¥HKR  HFEECE D,

5) fili AL AR ) —)—K (9+1)

6) MEEMET LIS AT hra~ 7T 7 RHEEET VI (RifR 63~200
um (230~70 A v =) ) ¥2% 130 °C T2 BEM#E L. 6 viw %S B DK%
Mz CRML, —&K#HET D,

B HMBABROAR

SIHTRREEO— (MN & LT 300 ng(UMfAY &™) 2 H T 3IHETED .,
ZOEEAFTEL L, 100 mL O3t =M 7 T 2 2T AfL, fHEE 50 mL 200 %,
20 SyfHIN IR CHHE L7t iz A8 SFEA) THET 5,

AuET T N (7 28 (W 14mm) ([ZHEEET LI 12 g (11.5~12.5 g)
TR TA LIS D) IZAR, FIDDOFHIK SmL 2T 5,

Z D% O HIR DO — % K TIEMICAR U, 2 pg(JAli)/mL O @& BRI
AL, BloZhaK—A% 7 —)v (743) CTEMIZAHRL, 0.5 pg(JI4l)/mL
DARIR BB IR 2 R T 5,

c =

il

2-2 HIEIEIC &L D,
1 KEMORBEZ LV BEINENESGL ROIGEDH L0, LEIZISE T T
RUMEEHERT D 2 &,
2 Aluminium oxide 90 active basic Art.1076 (Merck ) X IZZ L EFZED b
D
3 TR BIOBIMEN S 725 2 L2 X0 MIHEEE AN 2 72 BRI AR 5%
CE Y DEREMHARE R LS, BIOEFEIMHM1O120FHEEZH S,
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(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

o ; WINRE .. OB o URE R

RH OB iy TR (%) RSD, (%)
FELI 4B R E A E R 1 15 3 99.1 5.9
30 3 98.6 2.3
45 3 105 5.7
FHL T4 E RO E A EE 2 15 3 104 3.2
30 3 102 1.9
45 3 102 2.3
FELI 4 E R AR 3 15 3 105 2.8
30 3 103 5.3
45 3 102 5.2
FE AL A4 E R A EE 4 15 3 106 8.3
30 3 106 6.4
45 3 104 0.8
FHA T ERHE SRS 15 3 91.7 1.8
30 3 96.4 2.0
45 3 99.6 4.3
WA AR IEE A B kL 15 3 109 3.8
30 3 106 3.0
45 3 102 45
A 4= IR E A BL A BEF2 15 3 108 10
30 3 111 13
45 3 102 41
WA AR IR E BB A RS 15 3 111 4.8
30 3 110 1.2
45 3 106 55
4 REA EE L 225 5 109 3.0
. . ~ 30 5 107 17
(NEAPE—F2—T1LR2%4) 45 5 104 29
F A B A ERF 2 15 5 102 2.9
(FEY—~A - TIALITF7NLT 7~ Iy 22,5 5 109 1.1
J A% 2— T 18%EA) 30 5 104 4.5
45 5 105 1.1
4 REA EE 3 15 5 114 31
~ N 225 5 108 2.4
(TIVT 7T 7 ~AF 74 %L ) 20 5 107 18
45 5 107 1.9
B E R 4 15 5 118 2.1
N L N 225 5 103 2.4
(TNVT 7T 7L F2—T14%EE) 0 5 108 37
45 5 104 0.7

2723 ANV Z—TNVRIUEWEOWIK I v~ 87T 712X 5 E&ERRE
I3 1.212X 5,

273 PEE ERBRE
2731 KUV Z—FTNVRIEWEDONA A A — 7T 718 X D[RR EE &R BRE

(3B FH P - Bk

WIH 3Tk D,
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2732 RV —FT LV ZREMEOWKEK I a~ N7 7 EESTEIC L 2 METE
R E
I3 4ITX D,

27.4 WERERERYE (LI v 7 R)
2741 R —T VRZEWEDONA A F— b T T 712 XD HERRABRE
FIEIS1IITLD,

27.5 fERRREBRE (BDED
2751 WYV TZ—FLRPFEMED AL FTH— 7T 710 L AHERRBRGE
FEI3HIS212X5D,
28 JH¥uv RFRU DA
28.1 EEARRE (LI v 7 R)
28.1.1 PRIk
A HEZFDORAR
1) AR i K—A% ) —)L (3+1)
2) TV u v REMER  HAEEI e K40 mg Ul L2 AT 3KTE TR
D, FORMEEDEL, AX ) —VEERICINAZCTEM L, 1 mg(J1li)/mL ©
Y ey MEEFRZ T 5,
fEICER LT BB O — 30 2 A RIS B CIEMEIC AR L. 4 pg(Ju)/mL
O e I PE AR Y KON 1 pg(Fa i) mL o> (i FE A i % i 3 5
3) B i F-18 HEHh
4)  fa TR K ORI & #ABRE & L C Bacillus spizizenii ATCC 6633 % f\>,
1x10° fEl/mL O 7% & K51 100 mL (2% L C 0.1 mL FBREMZ 5,
5) FERFM  HAFLIEICLD
B EA#BEROHRH
INTRREL 3~S g AN T 3MHIE CTRY ., TOHMEAETLE L. 200mL O =
77 AT AN, A —/L 100 mL 201z, 20 50 B Tl L=,
R Z A8 SFEA) TAIRT 5,
AR D —F % A BRIA B CIEMEIC AR L, 4 pg(JIl)/mL @ & B URHATR X OV 1
ng(FIil)/mL O ARG RN IR 2 TS 5,
c =

il

2-2 HEKRICL D
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700

(%) HEAN) T —va v
* WOIRTAI R e YR U KG JEE
WIRE g WONEE  #E LR

A O ke (%) RSD, (%)
AR 75 6 95.6 15
15 6 9.4 15
75 6 99.3 1.6
AR EY 75 6 96.2 2.7
15 6 99.1 2.4
75 6 99.7 1.4
7L v A3 75 6 93.3 3.0
15 6 97.5 2.7
75 6 98.8 2.3
- IL[R) FAER

Favat FEAIE WRINVEEE WNEILER Erss URE s

B FHEE o I HorRat
A ORI Bty BREE gUiffiykg) (%) RSD, (%) RSDg (%)

TaA =T LIV R 6 0 8 100 2.2 2.3 0.55
TuaA7—H7rIv I A 6 0 15 102 2.0 29 0.79

28.1.2 k7~ N7 T 7k
A HEOCHRH
FY¥nry R RY U AR WAHERET e > K 50 mg(J)fil)FE Y & A2 AR
BT 3METERY, ZOEEEZTEL, 100 ML ORFET T XA 3T AL, A
J—=VEMZ TN, BIERETAY ) —LEMZTCI7Har KR
U LEMERIR A TS (o 1mL X, IV uey R MY AL LT 05
mog(JI Y &2 EHT 5, ) .

FEFICEE L C, EE¥EFIK O —fZ A% /) — /VCIEMICHR L, 1 mL Fi27
ey RPN AL LT 1-16 ygUHMEYEEZEETHIHRADOT v N
T U U LR AT D,

B = =

Fh H k259 2AFT3IMETRY, TOKMAETLIEL, 200mL @
ke =7 T XA alZ A, A%/ —/1 100 mL 2%, 30 sl RE Chil
T 5, fifiti#k %z 50 mL oA O REE 12 AfL, 1,500%g T 5 5[l Dt L.
AR D —HE AL ) — IV TCERICHERT 5, RICZOREA T T 7
g vH— (FLEZ 0.5 um LLF) TA@L, ks e~ b7 77 0 —icfk3 5
BHAR &35,

ks a~ 777 40— BEERKOE 7 r Y R RU U AERERS 20
UL k7 v~ N7 T 7 EAL, Z7u~ N7 0%155,
WESMHE Bl

B H R E0tBEEs (BhEJEE 310 nm, #OGHKE ¢ 420 nm)
BT A FITEFIATINMMEY B D T A (N 4.6 mm.,

£ & 250 mm, R 5pum) *!
WOBE W AZ ) — v — U UEBRERT? (9+1)
i 3 : 1.0 mL/min



717 LRI E 40 °C
#FOE ol u~ N I AnLE—ESNITHEERD THRERE
ER L. REtFOZ7Y vy RPN D AREZREHT D,
1 Shodex CISM4E (L' 7 8) NixZn&FZED LD
2 VUBRTIKFEHIV U L272g (2.715~2.724g) ZKIZENLTIL & L,
U g (1+10) TpH % 2.9~3.1 IZFR#9 5,
(%) GIERNY) T —va v
 IRINEN S e OVl LS

— ; WINRE .. WONE R O UK
AR O (g1 fifiykg) P L (%) RSD, (%)
BH7LIvr 1 18.25 3 98.5 1.2
375 3 98.9 1.2
75 3 102 0.2
FHTLVI v T A2 18.25 3 97.0 2.0
375 3 95.8 2.3
75 3 100 1.9
FRTLI v R 18.25 3 98.2 1.1
375 3 101 1.4
75 3 100 0.3
(%) Z7ua~v 7T 246
!
|
o,
HH
= |
bL: | {
0 5 10
{FIF05RE 3

A (BATLIYHRIZLS ELT 75 g (Hift) /kg HHHEERM)
DA I YA NN

282 TERBRYE (fEH

282.1 PARiE (20 1)
(i i - BH)
A HEZDAR

1) THes FE#EK 28110 AD2ICLEY 1 mg(/l)/mL ©F 5w i
IR 2T D,
FEAICEE LT, BEEREO —ME2K—A K 7 —/ (3+1) TEMHIZHRL,
1 pg(Ffh)/mL oD & i FE R e KON 0.5 pg(F71f)/mL oD {78 FE 2 Ueik 2 JH 4 5,

2) K% Hh F-18 =5

3) ML OUSINE B & L C Bacillus spizizenii ATCC 6633 % >,
1x107 f#/mL D -8 % B2 #1 100 mL (2% LT 0.4 mL 2 E Mz 5,

4) FERAR TAFIEIC LD,

5) U BTN NI Lrua~ T T T7HYY B AEL (KRR 63~200 pm
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702

(230~70 A v =) ) % 110 °C T 2 B3 5,
B HHBBROAR
fh sl IATRREE O —¥F (LS & LT 1 mg(J1l)fR Y4 &) = Aa2048TF 3
TRY, TOHMETHEL, 200 mL O =f 7 7 2|2 AL, 7 kil
2100 mL Nz, 20 Zrfl ERE CTHiH L2t fhiliiad A% G A) T
AT %, AWK 25mL % 50 mL O IHARERE I AL, Mg~ U oA (EK)
THALEZ%, A G A TAEL, » 7 20HEICHT 2REHRRE 35,
T T LRER U 250 (2.25~2.75Q) A AKX —NZIBEBESETH T A
(N 10 mm) 1T LIAA, A X —/L 20 mL RO m kL 50 mL T
NER Ve L Ch T L2 flilld 5,

FEHANK 5 mL & 1 7 AT IEMEIC AL, REA T TAHFO B2 3 mm D
S CET D F THLE 2~3 mL/min Tt & & 7%, 7 mrd/vs 30 mL 200
Z. RIS ® 5,

50mL DT BT T A% T LADTIZEE, AZ /) —/15mL %5 T AC
MMz T LS #IAH &8, K% 50 °C OKIB CTRUERE L72%., A& /) —/L
5mL Z EFEICINA CHEREBW A ENT, ZOWRDO—HEK—2% 7 —/ (5+1)
TIERECAIR U, 1 pg(fi)/mL O @R BRI 2 L, BicZivae K —
A KB ) =)L (3+1) TIEFEICAIR L. 0.5 pg(FMl)/mL O FEaBHA IR & 15
T 5,

c =

il

2-2 HERIC L D,

£ 1 Silica gel 40 (Merck ) Xz EFREDH D
(BE) i) F—va v

< USHNEI =R e OVl U RS L

AN AOMEIE MR UK

RHOER (g fiiyy) L (%) RSD, (%)
995 B R LS R e 75 6 102 2.1
125 6 99.3 17
7 A T — % HE A R 75 6 98.3 36
125 6 101 2.8

- BB

ok o O Fiha AR WNPERE WINENER  Sm@E UL sth] sk
B * BReEd BREEC (g (%) RSD, (%) RSDg (%)
7uA T — AR E e 7 0 75 101 2.7 3.9 0.47

HorRat

2822 PRiE (20 2)
(b i - 2FH)
A HEZFDRAH
1) F¥ oy FEER 28110 AD2ICEY 1 mg(H)/mL TP o R
IR AT D,
FEAICEE LT, BEEREO —ME2K—A % 7 —/ (3+1) TEMIZHRL,
2 ug(FIAth)/mL oD i i FE R HE G K O 1 pug(JIAMh)/mL OO 2 FE R e & R B4 5



2) K M F-18 BhEM

3) Mk Kk ORI & B & L C Bacillus spizizenii ATCC 6633 % f\>,
1x107 fE/mL O i +-9% & Bz #h 100 mL (2% LT 0.4 mL FREMNZ 5,

4) FERTHR  HAHLEICED

5) BEFRIEIK T AKX —E 409 (3.95~4.04 g) E/KIZEML, 100 mL & T
Do

B EMBABROHH

h o otk 182 g #HM KT IMETED ., TOEMEAETE L, 200
mL O3k =447 7 2 2T AfL, BEREKR 15 mL 212 TR 7%, 10~20
BB CHET S, FIZ7 M=K UL 8 mL 2%, 30 /X IEET
M L7z, itz A (5 fE A) TAHE L CORRICHES ﬁﬂ@@&?éo

o B BCEHAWE 25 mL % 200 mL D4 IRSHIC IEREIC AL, 7K 25 mL &N
Z. HIZ~FH 50 mL 2z T 10 23R Y /mﬁf_?ﬁﬁ%%ﬂ“é ~F Y fE
(tf)%zmmL®@¢%77z: A, FRBIRICA~F Y2 50 mL &1 x

SHIRVIEE, ~FX VU BEEoRTIET 7 XA aicabt b, TITHEEIK

_«%%/WmL%mKTH%_ﬁ¢¢éo«%%/E%swcmmmfﬁf
FolE L7e#e, ~F P 10mL 22 TEREM AN L, B 7 2RI 25K
BHER &35,

T L U =T L (690 mg) FrAEAXHY L 10 mL TS
Do

RENARZ I =H 7 LA, REDFLECTAFIO LICET D E TR TS
5, AEHRKDO A > TR T T 7 Aa%~F 3 10mL THEF L, K
I =T LI, [FRRIZ 2 ET 2, RIS, ~FH o 20mL K7 mm
RAL20mML ZI =T AMIMMZ, J=07 LAENERESHT 5,

S50mMLDORTIET 7 AL I=NTLDOFICEE, JEEKRLVALA-AZ ) —
U (4+41) 30mML 2 =4 T AITMAZTLS ZIRH S5, BEHIEE 50 °C DK
WCWJERLE L%, A X/ —/L10mL Z EfECMZ TEREDZENL, 20
x 4 GFEA) TAHETS,

AIRD—EhZEK— A X ) —) (45+7) TIEFEIZAR L., 2 ug(Ffl)/mL D&
BERBAKEFARL, Tl hEK— A% /) —/L (3+1) TIEMEIZHRL,
1 pg(Fif)/mL OAK R BRI 2 R T 5,

cC = =3
222 HEEIC LD
£ 1 Sep-Pak Plus Silica Cartridge (Waters #) [Z# 42K ED U P — —%
HELZLONIZINERZEDOL D
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(BE) GIEAN) T —a»
 IINEN R K OVl UK 2
WML R ANENER R UKEEE

AR Clealin I (%) RSD, (%)
A AR E R A kR 33 3 101 0.9
P A A0 F B A 2 33 3 98.9 35
- S [E B
- hE IR WRINTE S RNEIL SR SWir URE  RHEEREE
A 4 BB B R A fi ek 11 0 33 95.7 3.5 53 0.56

2823 WKk~ N7 T 7k
(i i - )
A HEOHH
1) FH¥nry R hU U LAEAER 28.12 D AICLX D,
2) PEREUK T AR —E 259 (245~2.54 g9) ZKIZENL T 100 mL & F
Do
B &

il

oo
1) HrElEh ALy MREMEUINT U 72k o6
IHTRREL 10 g Z# F T 3METRERY ., FOHEETE L, 200 mL O 4
BT T AalC A ., BEEEKR20 mL 21z, K<IBRM L%, 40 °C ©
K ET20 5y MEFET 5, FICAKX /) —/L 80 mL & Z OEIZHIZ., 10 4y[H
NEIRETHIH T %, Bk Z 50 mL o i Orh S 12 AL, 1,500%xg T
5L, EBARKEA T T T 40 E— (FLEOSUMLLT) T
AL, K7 v~ 8777 4 =TT 2BHAK &3 5,
2)  HTEREIR AL MIREEMEIN T L 7= RS O A
SHTEREN 10 g AT 3MTE CTRY . TOMEA AL, 200 mL 04t
=477 23l A, A% 7 —/1 100 mL 201z, 30 47 & R Chlit
T 5, A 50 mL AR LILEAE 2 AdL, 1,500%g T 5 47 fHlis Oy B
L, EBREREA T T 7 00— (JLEL 05 um LLF) TAB L, ik
su< NI 7 4 =T 2REHER E T 5,
Wik a~ N7Z7 4 — 2812 D BRI v~ N7 7 4 —DOHEHIZK D,
OB 28120 BDORHEDHEICLS,



(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

MRS g0 WONEINEER AR LR

2 ¥
R OES (g T (%) RSD, (%)
95 B E AR 375 3 97.3 5.2
(FEInzn) 75 3 98.3 47
112.5 3 99.7 3.9
$h¥ 5 B RUHE A ek 375 3 100 1.6
(FEhn ) 75 3 95.6 55
112.5 3 99.1 15
7 a7 —BE mT A A S SR 37.5 3 103 2.0
(FEInzn) 75 3 98.8 4.9
112.5 3 99.1 15
5 FH R E A AR 375 3 104 34
(nz) 75 3 107 2.9
112.5 3 105 4.0
- JE[FRBR
e N AihER BEHR WRINPEE MBI R SomE URE S
AR FELE AR HorRat
RO BE BEE (Uhffin) (%) RSD, (%) RSDg (%) orma
95 BB AR (k) 6 0 75 106 1.7 3.4 0.41
Y5 HR AR A R 6 0 75 96.9 1.6 2.0 0.24
(%) 7ua~ 77 L5
i
i
H
18
. I
0 10
{FE05 R

AmEE (I SERAERASER GEMR) ITLSELT
75 g (Aff) tHELBEFHM O/ LTI L

28.3  flEE ERBRIE

283.1 RYZ—FTNVRIEWEDONA A A — N7 T 712X HMEEEARIE
(3B FH P - Bk
HIFM3ITLD,

2832 RNV Z—FT NVRIEMEOKRE I o~ N7 T 7EESIFHC L 2METEE
Bk A
34X D,

284 fRFEHEEE (LI v T R)

284.1 RYT—FVRIEWEDNSNA FF— 7T 712 & AR ERE
FEIES1ICXk D,
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28.5 HEGREABRYE (fAEL
28.5.1 RYZ—TFT IVRPIEME DA G A — 7T 712 L AHHeiRARE
3 S5212X 5,

29 WilgEh F~A v
29.1 EEARRBRE (KL Iy T R)
29.1.1 ik
A HEZFDORAH
1) R
i) 2 BHREMEIR
i) 4 SRR
2) HF~A T UMERER O WHEED A U XIE IR ERED DL O 40 mg
U EZABFIHETED, TORELZTHRL. 2 SRERZ EMEICMA T
WL, 1 mg(Bfl)imL O F~ A o R & i3 5,
fEANCER LT, ARERR O — & % 4 5% @R CIEMICAIR L. 2 pg(Zi4f)/mL
O e I P A Y R O 0.5 pug () /mL O I RS U iig & F L4 5,
3) K M F-3 5
4) IR K OV N & #ABRE & LT Bacillus spizizenii ATCC 6633 % >,
1x10° fE/mL o i % 55 H#1 100 mL (2%F LT 0.5 mL F2 % 5,
5) ‘RVMR  HAIEICLD,
6) fihi A K—T+% b —HifEE (51+40+9)
B EA#AROHRH
IHTREL3~5 g AT 3METEY . ZOHEEFTE L, 200mL O e =
87 7 A A, AL 100 mL 2%, 20 552X RS T L7,
HiE%E A/ (5 F A) TAIBT 5, A 20 mL % 50 mL @ B — I —I|ZIEMIZA
L., TUE=T/KT pH & 7.9~8.1 ITHHET L, ZOREEY 4 SHEEH T 100
mL DEFET T AHE L, FITERE T4 5EERE M T-th, A (SFEA)
TAHIET D,
AIRD— % 4 SHEER CIEMICAR L, 2 ng(JIl)/mL O @& HURHA TR &
Y 0.5 pg(Z1il))y/mL DR EEEHA IR 2 8T %,
c = =3
22 HEEIZ L B,
(B3%) GIERN) T —va v
< IRINIENN SR f OV UK B

S} > BRI TN 4 AOMEI R R UKS L

(g fliykg (%) RSD, (%)
EXILTLI v TR 2 3 101 2.2
5 3 99.2 1.2
10 3 98.8 0.4
EHIV - IXRTAT LI VIR 2 3 98.5 0.8
5 3 101 1.6
10 3 99.9 1.1
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30 filg= U AF

30.1

EERERE (LI v 7 X)

30.1.1  “PARIE

A HEZFDRAH
1) FEMER 5 BAEMIK
2) = U RTF UAEUERR WD Y AF X T L RO O & % T
T (0.67kPa LLF) . 60°C T 3 HEfiz L7, 40 mg LA % B0 F 3 M1 &
TEY, TOBMEEFH L. 5 SR ER 2 EMEICINZ TE2 L. 1mg(Jiffi)/mL
DAY AF AEERK 2S5,
flEHIZBR LT AR O — 8 % 5 SR @ik CIEMICAIR L. 2 pg(Z)4f)/mL
O I FEAE N K TN 0.5 ug(Fff)/mL DA FERE g & 3L 5,
3) & M1 F-9 R
4) HERMOWIE 3B & L C Bordetella bronchiseptica ATCC 4617 % >,
B & 55 100 mL (2%F L C 0.1 mL BRI Z %,
5) ‘XYW  HAIEICLD,
B EMBABROHR
IINTEREL 3~5g Z AT 3METEY . ZOEMEAFELL . 200mL D Hfe =
177 A2l A, HEEE (1 mol/L) 100 mL % %, 20 43R & R Tl L7z
%, T AZAH G A) TABT S5, A 20mL % 50 mL O & —F —IZIEfi§
AL, T E=T KT pH % 59~6.1 ICTHHET D, ZOREEL 5 SHEERT
100mL O2E7 7 A2 ZB L, BITHEMRE TS SRERZMZ 721%, A (5
A) TAHIET D,
AIRD—E % 5 FAEEIR CEMICAHR L, 2 ng(Jifliy/mL O & E AR &
OV 0.5 pg(Jifill)/mL OAXR EEBHE IR 2 TR T 5,

C iE =
22 HEEICK D,
(%) kN TF—va v
R ANENE Y ON - SUABY i
- S W .. WINEN G O LR
B fEEE R L
HOEX Wiinkg (%) RSD, (%)
A 0.5 3 96.4 3.3
2 3 102 0.7
10 3 100 11
LI vy A2 0.5 3 105 2.2
2 3 101 3.8
10 3 96.7 4.7
A 0.5 3 99.9 5.1
2 3 95.9 1.8
10 3 95.6 1.8
- (R FAER
. ; FahE AR WRINPEEE WRANEINEE Sedom UmE  s<ppskE
W % HorRat
PR ORI Bt BRI (oo (%) RSD, (%) RSDg (%)
LI v T A 6 0 2 95.1 3.6 4.1 0.79
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30.2

EERERIE (FEL)

30.2.1 SERRE

A HEFOE

S
e

1) FREWK 5 SAREIR

2) AR

i) CLA10g(f)tLl Eoda  5E#EEK—7 2 b —E U Yy (91+8+1)
i) CL 2% 10 g(/ufl)/t K D% & 5 BREEIR—T -V

(83+15+2)

3) U RTF U AEAERE 30.1.1 D AD2IZLEY 1 mg(Il)/mL D=2 ) AF 4=
IR AR D,

il FZBR LT AR IR D — 0 2 A B I CIERE IS AR L. 0.8 ug(Jifhi)/mL,
0.4 pug(Z1ff)/mL. 0.2 pg(FI4f)/mL, 0.1 ug(F31hi)/mL K O 0.05 ug(F11f)/mL D 4%
IR 2 T %,

4) B Mt F-9 SHHh
5) HWIRAOUSINE AR & L T Bordetella bronchiseptica ATCC 4617 % J >,
100 fEIC AR L= iR 2 B H 100 mL (2% LT 05 mL BEMZ 5,
6) TARVAM  HAFLEICKD,
7) HhHEBEE k=7 % b —tHEER (51+40+9)
B EMBABROHR
1) CL 7% 10 g(Jiffi)/t LA EOSA

SIHTRREED—HE (CL & LT 100 pg(fili)FH 4 &) 2 A FI3HTETED .
FOHMAETEEL, 200mL 0 =/Aa7F 2 a2 A, Y Py 5mL KL
¥V 5mL 2z, 2~3 NS RES, BICHHALE 95 mL 21%., 204y
M2 EE T+ %, fiHKZ 50 mL o4Etm OB (2 AL, 1,500xg T
5 pfhE LBt Lz, K—=7T g (THE) 24 6 A) TAHAET D,

A 20mL Z 50mL O ' — I —IZIEfEIC AL, 7T E=7 /KT pH % 5.9~6.1
ICHHEET D, O EE 5 SEEK T 100 ML O&R T T A 2lIB L, HIi
TR E TS BREEIR A A 7%, A BGFEA) TA®L, 0.2 pg(Jifi)/mL
RENAIR Z RS 5,

2) CL 73 10 g(Jifi)/t A O HE

StrakEt o —# (CL & LT 50 ug(Jifli)fH 4 &) # AT 3HrE TED |
ZOEEAFTELL, 200mL DIt =MH 7 T X 3lT AL, EU P 5mL LU~
¥V 5mL 2z, 2~3 NS RES, BICHHALE 95 mL 21%., 204y
BB THiE T %, fiHiEZ 50 mL o3t OB I AL, 1,500xg T
5 MOl K—TthE (F/E) A/ (BFA) TAHAET D,

A8 20mL Z 50mL D B —H —|ZIEMEIC AL, 7 E=7 KT pH % 5.9~6.1
ICHHEET D, ZOREEE S BREER T0MLOERE T 7 A3 IIB L, HITHE
BRETE SRR E A -k, A B A) TA#E L, 0.2 ug(Zfi)/mL O
BHAR 2083 %,



o
ik
]

RUEHBRIEIC K D,
(ZE) SiEAN) T —va v
» IRINTEI R By %R Ut
WA AR 4y 4 BBk F K

WINRE .. WRINENR = o URS B
iR L

(g(Jfitiye) (%) RSD, (%)
=Y 2F v ¥ 5 FlAE SR 2 3 99.2 35
(kg 85tk 20 3 99.0 13
40 3 98.2 35
9 5 R B A AR 2 3 100 1.4
20 3 100 1.1
40 3 100 2.5
KT 9 F R BLA ikt 2 3 102 1.4
20 3 101 2.8
40 3 97.8 0.6
LR B R B & ) 2 3 99.3 1.6
20 3 98.1 1.7
40 3 99.6 2.0
T B Rk LA R 2 3 100 2.3
20 3 98.5 2.0
40 3 99.2 2.0
=) 2F ¥ 5 FAJHE SR 2 3 99.2 35
(R BH#R) 20 3 98.1 1.2
40 3 98.7 1.2
95 F R A R 2 3 98.1 35
20 3 98.1 1.2
40 3 99.7 2.0
KT 5 F A E G R 2 3 99.4 2.4
20 3 97.2 2.4
40 3 99.1 2.3
IR B R A B & ) 2 3 98.0 35
20 3 98.7 2.8
40 3 97.4 31
T KB R B A R R 2 3 99.1 2.4
20 3 98.5 2.0
40 3 98.0 1.8
- R
P v AR EHR RINBE WRMEINE ENREURE SRR
Dit*/{'@ *ﬁ*ﬁ %ﬁ%;ﬁ 5@%?& (g(j]ﬁfﬁ)/t) (%) RSDr (%) RSDR (%) HOI’Rat
9 R A s 4 0 10 105 6.9 6.9 0.61

31 W7 7V A~ A v
31,1 EEARE (FrIy s X)
31.1.1 Ak
A HEZFD

%:'I.I
i

1) FEMEIK
i) 4 SRR
i) 6 SFEEK
2) TIVF~A T URERER WHERE T VO~ A Vo NI ERED Y
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D &2 JE T (0.67kPa LLF) . 60°C T 3 MR L=, 40mg LL L&A
DT IMETED ., TORMEATHR L., 6 SHEEK A EREICMA TE L,
1 mg(FEYmML D7 T A~ A L FERER IR 2 R 5,
EAICER LT, BRI O — 4 4 SHEE R CIEMEICA R L, 2 ug(Jiffi)/mL
O e PR Y K O 0.5 pug(F ) /mL O I R Uik & FH - 5,
3) M F-24 BhiH
4)  FaAK K OV &= ABRE & LT Bacillus spizizenii ATCC 6633 % F\>,
1x107 fE/mL O % & B #h 100 mL (2% LT 0.5 mL FREMNZ 5,
5) FERWA  HAFLIEICL D,
6) HiHEE  AKk—7 & b —HEEE (51+40+9)
B EAMAROHRH
IHTREL3~5 g AT 3METERY . ZOHEEZFTEL L, 200 mL O e =
77 A3 A L, FHEES 100 mL 20, 20 4B EE T L=, #l
Hi%E A/ (5 A) TAIBT 5, AR 20 mL % 50 mL @ B — I —I|ZIEMIZA
L. T E=T/KT pH & 7.9~8.1 IZHHET 5, ZOWREEL 4 SHEEK T 100
mLOERET 7 AIK L, FIERE T4 EBEEREMZ 2%, A (5FA)
TAHBT D,
HIED—H % 4 SHEEE CEMICAR L, 2 pg(JIl)/mL O &R B HUBHA TR &
0.5 pg(JIilly/mL ORI ERBHE K 2 T3 5,

C E =
2-2 HEIRIZ L D,
(B3E) hriEANY) T —va v
« TRANTEIN 38 K ONiol U RS S
o , WINERE .. WMEL SR Mok UK R
oo b1
AR O iy TR L (%) RSD, (%)
EXIVF LI v TR 2 3 99.7 2.1
5 3 99.9 1.9
10 3 101 1.9
EHZI e IxTLT LI TR 2 3 99.9 1.9
5 3 101 1.3
10 3 98.6 0.3

32 Vg Am s
321 EEARE (FLIv s X)
32.1.1 AL
A HEZDAR
1) FEMENR 4 SREENR
2) HA v FEAER WHEEY A vy TN ERZED S O & % T
T (0.67kPa Ll ) . 60°C C3WERIRLIE L 7-1% . 40mg LL L& B30T 3HiE
TED, TORMEETLEHFL., A¥ ) — VD EEEMIIINZTHENL, FiZ4 5
FRETE A& IEFECIN 2T 1 mg(Fff)/mL & % A v 3 UAEHERK 2 F3 45,
EAICER LT, RO — 4 4 SRR E R CIEMEICAR L, 2 ug(Jifi)/mL
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O i FEAE R K TN 0.5 ug(Fifl)/mL O FEAE g & R 5,
3) B M1 F-7 Bk
4) HEREOUIE  #EBE & LT Kocuria rhizophila ATCC 9341 % v, 10
AR L 7= Bk 2 55 100 mL 1S LT 0.1 mL fREEIN 2. 5,
5) FERM  HAFIEICE D,
B EMBABROHH
SHTRAEL3~5 g Z AT IMETRY . ZOHMELZFTH L, 200 mL O Hfe =
77 A2 AL, K S50 mL ZI01x, 20 & EE, TIZAZ 7 —/L 50 mL
ZINZ. 20 s IRE T L72% ., itz A8 SHE A) THAHT 2,
AIRD— % 4 FREER CIEMICAR L, 2 pg(Jifl)/mL O & EFURHA K &
O 0.5 pg(Jifil)/mL OAKR EEBHE IR 2 T 5,

C TE =
2-2 HEIRIZ L D,
(BE) G T—va v
* VR IMIEIL 3 R ORI L
e S WINEE .. whnmE e R UK R
Bl o il FEBa
R OTE ahiikg T (%) RSD, (%)
XIS v TR 2 3 98.2 0.7
5 3 99.9 0.1
10 3 98.2 0.7
EXIL - IXRTATLI VIR 2 3 96.8 0.5
5 3 99.5 0.8
10 3 98.2 0.9

322 EERARE (EEH
32.2.1 EARE
A HEFORAH
1) fRfER 4 SRR
2) A Al REYERE 3211 D AD2QIZEY 1 mg(IME)mL D Z A v
IR 2R D,
fEHICER LT, EERIEO—# % 4 SREEK— A2/ —/v (4+1) TIEREIC
AR L. 3.2 pg(ffi)/mL, 1.6 pg(JJfl)/mL, 0.8 pug(JIffi)/mL, 0.4 pug(JIff)/mL
KT 0.2 ug(F11il)/mL D FABHERE & REL4 5,
3) K M F-7 SR
4) HEREOUIE  #BE & LT Kocuria rhizophila ATCC 9341 % vy, 100
RS L7 &2 55 100 mL (2% LT 01 mL BREMZ 5,
5) ERWMH  HAEICL D,
B EA#BARORH
1) TS 7% 40 g(Jiffi)/t L EOSE
TR —H (TS & LT 400 ug (i)Y &) Z /2T 3HTETRDY |
FOMETLE L, 200 mL O =7 T 22z Af, 7K 50 mL 21z, 20
SENERED, BICALZ 2 —/L 50 mL Zh1Z., 20 A EE T LE
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%, iz A% GFEA) TAHET D,
A D& 4 SEEER— A X/ —/ (7T+1) TIEMEICHR L. 0.8 ug(/
fili)y/mL OFEHEIR 2R 5,
2) TS A 10 g(F1fi)/t LA _E 40 g(FiMh)/t A5 D5 A
SIMTEEt O —# (TS & LT 200 ug (Jifl)H Y &) A2 F3HTE TED |
ZOHMEAEFEL L, 200 mL O3 =/ 7 T XA 2|2 AfL, /K 50 mL Nz, 20
SN EIRED, BICALZ 2 —/ 50mL 2h1Z. 20 A EETHE LE
%, itz A GFEA) TAHHET D,
AR D — % 4 5 FRER CIEMEIZ AR L, 0.8 ug(F1il)/mL O FEHE K % 7 Hd
T2,
3) TS 23 10 g(FIfili)/t K D5 E
ST —H (TS & LT 80 pg(J1i)FH %4 &) # AT 3HE TED .,
OB AL, 200 mL 03t =H 7 7 22z A, 7k 50 mL &z, 20
SN EIRE D, FICAZ 2 — 50 mL &A1z, 20 4ZEETHIE L
%, Mgz A GFEA) THHET D,
A 20mL 250 mL DT 7 T A 2 IZIEFIZ AL, 50 °C DK ClT iz
L7zt%, /K 8 mL & EREICZ CHREWMZENT, BT, 4 SRR — A ¥
/=L (2+1) 12 mL % Z OIRICIEMEIZIN 2 TR D {BE. 0.8 pg(JIff)/mL D7k

BHRR 2T 5,
C E =
FEHERRRRIEIC L D,
(B3E) hriEANY) T —va v
« TRANTEIN 38 K ONiol U RS S
e ; WINEE .. WNEI SR e UK R
FHoE s fi R
AR O (Onfyy TR (%) RSD, (%)
3 5 Ml A ek 4.4 6 98.7 2.7
8.8 6 99.0 18
2 6 101 11
gt o B A &R 44 6 99.4 2.8
8.8 6 101 12
2 6 99.3 17
AL IR TR A R 22 6 9.7 L6
44 6 100 16
88 6 100 0.8
o M AR
g ; HRF FEHR WRINIREE FONENLE shsm URE SR
= N P q
ARORI oy mesm Gomo (%)  RSD, (%) RSDg (%) ot
\EFLI TR B & B 5 0 83 101 4.8 5.0 0.61

323 poEE ERBRE
323.1 KT. VM K OYTS OA A — F 7T 712 L D EEERBRIE
(36 P i fel)
3212k D,



324 WERHARE (FLIv s )
3241 NAFA— R T T Tk
A HEZFDRAH
1) FA v 3211 00)0 ALY 1 mg(Hi)/mL DX A 1
VIEMERR 2 RS 5,
FERICE LT, EEFRKRO —H%E A ¥ 7 — /)L TIERMEEICAR L, 10 pg(/
i )/mL @/;;%E I L%, TUE=T K (25%) EEIMZ T 5 ug(h
fH)/mL D% A v o AERER 2RI 5,
2) o F-111 SE:
3) HMEOWIE  #BrRE & LT Kocuria rhizophila ATCC 9341 % fv>, 10
FEC AR U 72 B & B3 100 mL 12k L C 0.1 BRI 2 5,
4)  JREATALE T Rr=RU = RAH ) —) (17+3)
5) %o Rk 3K 2-(4-3 — F 7 2= /)3-(4-= b7 2= )L)5-T == LT T
YU aznul R01g (0.095~0.104g) & /KIZIEA2LTC200mL &35,
B EMBABROHR
ML 3~5 g EANETFIMETEY . TOHMEEFTEL L, 200mL O e =
77 Aal K50 mL 2Nz, 20 pREIEIRYE, BIZA KX —/L 50 mL
ZINZ. 204 F'Eﬁz‘) %@ﬁf%ﬂaﬁbmﬁ MK E A% (SFEA) TABT S,
AIED—H% A X ) — L THIR L, 10 pg(JIfl)ymL OEEICTHR L%, 7
T=TK (25%) EEEMZ TS5 pug(Hfi)/mL ORENRIER 2RI 5,
C [=] iE
FlHi2oCoEEra~ 777 04—, BREROME, 578 K OFEDIH
2k 5,
L, EERIT ) B SVERRT ! 2R, BB O EERSEERO
LisiciET 5 TRET S,
7£ 1 TLC plate Silica gel 60 (20x20 cm) (Merck ) XX 2 ERED H O

32.5  fERdRERIE (FRE)
3251 NAFA— R T T Tk
A HEZDAR
1) A v fEuEr 32110 AD 225V 1 mg(ifl)/mL D Z A 1 4E
IR 2T D,

EAICE L T, EFIERO —H %2 A% /) — )L CIEMICAHRL, 10 ug(/
fH)mL DOWEEEICTHRL L2, TorE=T K (25 %) &M% T 5 pg(h
)/mL D & A v > AmAREE & RS D,

2) K M F-111 B

3) HWIRMOWRIE  #BRE & L C Kocuria rhizophila ATCC 9341 % V>, 10
R AR U 72 B iR & B3 100 mL 12 LC 0.1 BRI 2 5,

4)  JEPHEE T hr=hU—RXH% /) —)L (17+3)

5) J&aalEE 2-4-9 — K7 =2=1)3-(4-= b7 =2 =/L)5-T7 == )LT [T
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YU aZzrY F0410g (0.095~0.104 g) Z/KIZEEAL T 200mL &4 %,
B HHBBROAR
IHTRELO—E (TS & LT 400 pg( Y4 &) A F3METED ., £
OFMZFLE L, 200mL O =7 T 22z A, 7 r=rVU /1 100 mL %
Mz, 20 rfE &R CTHIE 32, fliliEZ A8 (SFEA) TABL, AKRIZT
YE=T K (25%) EEEMZ T2 ug(Hfl)y/mL OREHEK &5,
C M E
3241 D CIT X5,
7272 L. BEYER R OBHA IR SO uL 2 ARy b3 5,

%3 HT SR TR
1 RV =—TVRPEMEOWRE 7 v~ 77 712X 5 E&RRE
1.1 FLIvr A
(1) oresstAEmE SL. SD. NR XUV MN
(2) s
A HEOCHH

1) V=AU U AERRK  EAREESY ) v R AT T
(0.67 kPa LAT) . 60 °C T 3 WffEsz L, 20 mg(/)ili)FH 4 & % A 2h %5 3 M1
FTEY, ToHEETHEL, 100 ML OEET7 T A3 AN, A¥ ) —)L%
MATWM» L, BIEREFTAZ ) —LEZM2TH) )~ F Y T A
EWRIRAZAR TS (Z0o|® 1mL X, BV /v F MU oAb LT 200
ng (IS EE2E546T 5, ) .

AL €, RO a2 A%/ —/—K (9+1) TEMICHR L,
1mL YY) )~ MU AL LT 2520 yg( )Y EE2EHT D
B oOW Y )~ A rF B U MERER A RS,

2) BT aTgwA T MY U AERER HHAEREE T 2T~ 20
mg(JIM)FH Y & &2 BT 3 HirECTREY ., TOKEEFEEL, 100 mL O4&
TTAINZAIN, A= NVEMXTEN L, BITERETAZ =&
2 TCHEWEFR 2T 5 (o 1mL iz, EvTFad~ArF I vad
LT200ug (MMM 4 EEZEET D, ) o

EAICEE L C, BRI O —5%Z2 A ¥ J — )V CIEMICHR L, 1 mL Hictk
VT aTwA YT U AL LT 2520 ug( MY EEEET M DE
YT aTwA YT MY U LAEER AR D,
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3) FITUEEYER EAEYET T v 20 mg(Mh)RE Y B A2 A 2T 3 HiE
TR, TOMEETLEL, 100 ML O2ET7 7 222 AN, AX ) —/LEN
ZTCHNL, BIERETAY )=V ENMZTFT TV U EREFRRZFHRT 5
(ZOE ImLix, 7732 & LT200ug (WY EZEET S, )
AL C, EERKO %2 A%/ —/—K (9+1) TEMICAHR L,
1mL HicFZ 8 LT 05~20 gt mZ2EH T 28 A0 T 72 4%
Wk & T 5,

4) EFXRVUFT MU U AEREER  EAEEE R 20 mg(FIfli)AH Y B A
BT 3METED, TOHEAFE L, 100 mL ORET 7 X 2T A,
AL ) —=NVEMZTENL, BICERETAZ ) =V EMATERX VT
FU D AERERG 2RSS (2o 1mL X, Ty U TAaELT
200 ug (IS EZEFT D, )

R L C, EERKO &2 A% 7 —/—K (9+1) TEMIZARL,
1mL FZER Y F R U DA E LT 2520 pg( UMY B4 & H 3 5 50
DER T M) U AMEREREFRIT S,

B & =3

il o oirakk 259 #HE T 3MTETED ., TOEMAETE L, 200
mL O = /A7 T ZA3lZ A, A ——K (9+1) 100 mL Z/z. 20 %y
M EECHE L, fitiiz A G A) THETDH, AIRO—EE A X
J—=—7K (9+1) TEMICHRLIZEZ, A 7707 40— (FL£F 0.5 um
LIF) TABL, k7 e~ 777 o —icfit T 2R BHATKR E T 5,

Wik v~ 777 0— BB K O PLAYBEAEER % 20 uL 2Rk 7 o
~ NI TTIZEAL, Ju~v NI TLEED,

WESME Bl

e R SN EE R g (MIE R 520 nm)

T A F BTNV MY ATV T T A (N 4.6 mm, R
X 150 mm, HRifE 5 pum) *!

WOBE W AK ) —IL—K—HFEE (940+60+1)

BTS2 BRER 10 mL %2 A &/ — L 475 mL IZ > X IRE 208 Bk % 12
Zlt, "=V 15g (14.5~15.4¢) M2 TS (A

T2, )
i W BN 0.6 mL/min, S K 0.6 mL/min

FOSFEIREE < 95 °C

OB Beohisuvw M T AL E—E S ITHEEE RS TRERE

ER L. BB O FIADE R 2 HHT 5,

£ 1 Mightysil RP-18 GP (AR FH) I L FFEDOH D

2 RUSKERNODOR)GEaA L (N 05 mm, B 5m (SD OKENRRZET 5
BAITIE 10m &35, ) . A7 L 2B hOKISIKE T T LB
Lo R IC B e TRAB I, EHICEHRI AT HPOEE R H AR 1%
Do FOSRIZ, EXEBIANTHEHRT S Z &,
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3 FRVUFTRITAZONTE, B LEER VY A BEEXRY
PRI ULRLTD, B, FERCTVCT N ULERERD 7 v~
NI LIZHND FHRE—TB8, EXVY A ThDH, o, R
WD a~ M7 7 HMIENWTE, FHEEOER T A LR CIRFRRH]
WCHNDE—I NER T A TH D,

4 FITTUTONTIR, BHLEFT VY A B2 STV UoRBET D, 72
B, HT IV UEEEO u~ N T AMIBENDEE R — 7R, STV
YA THhHD, £, RENAREO 7 v~ 7T DB WTIE, ERERO S
Ty A LR URFRFREICBEN LD E—7 BN T A TH D,
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(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

; N - , WIMBE BNERCR Ak UK
WIS 44 Bk D FE A N, MR L (%) RSD, (%)

PV Iy HTOBRATLI v 12.5 3 102 0.6
FrU DA 7 A 50 3 99.3 38
85 3 100 17

a4 T —EEXYH 12.5 3 103 0.8

TLIvI A 50 3 102 3.0

85 3 96.3 1.8

WHEEEHRT LI v 12.5 3 101 0.9

7 A 50 3 98.0 16

85 3 98.1 2.8

vy Tag~vA BHTLI v A1 8 3 102 0.5
V20 el NURAUN 25 3 99.8 2.4
42 3 101 15

BRI v T A2 8 3 98.5 2.8

25 3 100 0.9

42 3 102 2.8

BHSL I v 23 8 3 98.2 0.7

25 3 101 0.4

42 3 100 2.7

FZvv WAL I v 7 1 8 3 104 0.9
40 3 99.1 0.3

80 3 98.7 0.7

BHTSLI v R2 8 3 96.0 0.2

40 3 99.1 0.8

80 3 99.4 0.5

BHSL I v R3 8 3 96.6 0.1

40 3 99.8 0.4

80 3 97.2 0.5

BHSLI v 7 R4 2.5 5 93.4 47

25 5 95.1 1.0

50 5 97.9 2.4

BHSLI v A5 2.5 5 103 4.9

25 5 98.9 3.2

50 5 99.8 2.0

BRI v 7 %6 2.5 5 101 36

25 5 103 33

50 5 99.6 2.6

TRV GTOBFRASLI v 5 3 98.2 0.8
RN 7 A 33 3 101 2.1
80 3 102 1.0

TuA 7 —EEZHH 5 3 103 1.9

TLIvI A 33 3 101 2.0

80 3 103 0.5

WHEREEHT LI v 5 3 99.5 1.1

7 A 33 3 96.6 47

80 3 96.6 1.0
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0 2 4 & 8
{FIH3fEL

BERRVAFMEHNOIOT LTS A
AB.C,D : fE¥EHK (&FHIAEME & LT 200 ng (JIll) HEA)
E:WmIEE GBHZ VI v 7 A2 SL & LT 50 g(J31fli) /kg AH X4 &4 N)
F:iimael BV X w7 22 SD & L 25 g(Jifff) /kg #84 EFRIN)
G: IINEE GEH LI v 27 ZIZ NR & LT 80 g(Jifii) /kg FH 24 EHsHN)
H: @omael 42 FRMA7 L v 27 22 MN & LT 33.3g(F1ff) /kg #8124 &

)



1.2kt
(1) oFrgsiAEmE SL, SD. NR L TYMN

(2) wirik

A HEOCHH

1) VU /~ATF U T LERER 11O AICKOY Y )~A2 T Y

U AFEERIR 2 T D

AL C, EERKO 2 A%/ —/—K (9+1) TEMICAHR L,
ImL Yy S~y F R AL LTO05~8ug(hHSEE2EAT 55
MOV ) ~A v b U MERER R S,

2) BT aTvA T MU ULAEER 11 DOAICEIVECTaTv A

VREERR AR D

BRI LT, EEFRRKRO —E A%/ — )V CERICHIR L, 1mL Hick
VT 2T A YT YT AL L TO5~0pg( MY BEEAEET IS T
27w A T N U AEEREZ T 5,

3) ;T URERER 11D AL D,
4) TRV UF U AMESRER 1.1 O AT LY ER D UG A o
T 5,

AL C, EHERK O~ %2 A% /) —/—K (9+1) TEMICAHR L,
1mL FUCER T F FU AL LT 0.5~15 pg(FMf)FE Y &% &4 4 2 HUS
DER VT M) U AMERERE RIS S,

B = =3

oM oWrEE 109 2 AT 3MTETEY . TOKE A S L, 200 mL
DI =TT 2l A, AZ 7 —/L—K (9+41) 100mL &% . 20 %3 [EH>
SR TCHE L, Mg E A G A TAHBETSH, AREALTT 74
E— (FLEE 05 um LIF) TA@L, kv~ 7o 7 0 —I1249 530K
WiRE T 5,

Wik o~ 727 40—
FOOR 110oBOHEOHEIZLS,

11O B DK u~ 777 4 —DHIZKL D,
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(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

. N s ; WMPLE WINENY R o UK &
WA 55 4 W SAOY i R L (%) RSD, (%)
VARV GV 3 5 Bk LA R 25 3 96.7 4.6
FrU DA 50 3 102 2.1
75 3 99,7 38
7 a4 7 —EE R 25 3 96.0 17
e A iR 50 3 98.7 2.1
75 3 98.7 15
A7 —BE %A 25 3 101 15
ficl A i A 50 3 97.7 4.0
75 3 98.7 1.2
G4 24 E kR B A Rk 75 3 99.7 2.3
15 3 101 1.5
225 3 97.0 46
A A IR A Bl 75 3 103 2.5
fial B 15 3 98.3 46
225 3 101 4.0
A4 E % 8 Bl A 75 3 103 4.0
fia) 15 3 97.7 35
22.5 3 99.3 3.2
vy T agwA TS FERAESEE 12.5 3 97.8 0.8
Pl WRZEN 25 3 97.8 0.9
375 3 95.6 1.3
7 A7 —RE A 12.5 3 98.1 1.9
ficl A i A 25 3 98.7 1.6
375 3 97.5 0.9
a4 7 —EE%YH 12.5 3 98.3 1.3
fic A i 25 3 98.3 15
37.5 3 97.7 0.3
F7vv i3 5 F Rk B A Rk 40 3 99.0 2.7
80 3 97.8 2.1
120 3 102 1.3
7 a4 7 —EE R A 40 3 99.4 17
oA f k1 80 3 103 2.7
120 3 102 1.3
a4 7 —EE%YAH 40 3 9.3 0.6
B A Al EH 80 3 99.8 0.3
120 3 97.5 1.9
7 a4 7 —EERE A 25 5 98.1 7.0
B A i 2 50 5 9.9 6.5
75 5 98.3 2.1
7 uA 7 —EERHA 25 5 107 3.7
B A 7 43 50 5 96.1 49
75 5 95.0 3.6
TuaA 7 —nE %A 25 5 93.9 5.3
fic A fi k2 50 5 102 2.8
75 5 9.5 5.9
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B EIY0)

Mk UL (ot &

§ . e S WnyEE .. S O MOR RS E
AL 4 SO g (7;3 ﬁ); g ””('f;')fy + fjsgrb(’f )r
EXLTUF B S99 FH R B R R 40 3 100 0.6
URZNN 80 3 99.0 1.0
120 3 99.7 0.6
7 aA 7 —BE miH A 40 3 99.3 1.2
e A i 80 3 99.7 0.6
120 3 99.3 0.6
TuA 7 —BE%HH 40 3 99.3 0.6
B & firl 80 3 98.7 0.6
120 3 100 1.0
WFEFLE 4 F R S 15 3 97.4 2.2
kL 30 3 98.2 1.2
45 3 96.0 1.0
ALY T E R RS 15 3 94.9 18
fidl 542 30 3 97.7 2.3
45 3 95.3 1.0
FE L4 F R A 15 3 93.3 0.9
fi )3 30 3 95.4 0.9
45 3 9.5 2.7
WEHLE 4 F R S 15 3 94.9 1.0
{4 30 3 96.9 1.4
45 3 96.9 0.5
AT AT R A 15 3 95.1 1.9
fidl 145 30 3 93.8 1.3
45 3 96.1 1.2
A 4= E Rk A B A Rk 15 3 102 1.0
30 3 100 1.2
45 3 100 0.6
P A ZE IR E BT A A 15 3 99.3 15
fid 6k 30 3 98.0 1.7
45 3 99.7 1.2
A AR E % 3R S 15 3 101 15
firl Ak 30 3 101 17
45 3 102 1.0
= B A f R 1 15 5 103 3.0
(UhEA PR —F2—T12 30 5 102 2.0
%l £ 45 5 105 1.2
= L 2 R B 2 15 5 106 2.1
(FEY—A - TNT 7 30 5 101 1.0
WT 7 I v T AFa—
718 %H1 &) 45 5 106 2.0
4 L 2 B 3 15 5 105 0.8
(FAT 7T 7oA 30 5 103 0.7
%o — TA%RED) 45 5 103 2.0
4= L B B 4 15 5 98.6 2.1
(FTAT 7T 7~A 30 5 99.1 2.1
X 2 — T 1UA%EE) 45 5 102 14
AN Zbn g A RVER FEAIRR VRINJEBE WNELER s Ui S0 FRE0R
ot RHOMR oy man (QOhfy) (%)  RSD, (%) RSDg (%) HorRat
B~ AT B EER 7 0 50 944 97 3.0 0.33
F UL
w7 TA TR T R 7 0o 2 97.9 18 22 0.2
SUF R Y T MRS R
A S 7 0 80 99.6 2.9 3.2 0.39
ficl & fil B
Thove RRET 6 0 30 98.0 2.0 3.0 0.31
FRU L
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BERRVAIMEHNOIOT LTS A
AB,CD : #¥#EHk (SL & LT 40ng(Jiffi), SD & LT 50ng(Jiffi). NR & LT
160 ng (F31fi) & O° MN & L < 30 ng (FI4lfi) 13 A)
E: Wakel (Bh9 5 ERAELAfEHT SL & LT 50 g (1) /t F724 EHsIn)
F:imatel (7 a7 —BE%HHAESEENZ SD & LT 25 g (i) /t #124 &
whm)
G : IIEE (3 2 BRHBELAEEHZ NR & LT 80 g(J11ih) /t A0 24 &)
H: WINEEE (e 48 B A fREHZ MN & LT 30 g (J31i) /t 4524 E8)



2 FEHYwAT NV T A KRNI VBEA O DA F A — NI T T
2 & D E e &Rk
(1) SR EAEmE KT, VM EXOTS
(2) WA R
(3) ik
A HEZFDORAH

1) FHY~A T U ERER WHEEX Y~ U XN ERZEDO LD 40
mg LA L2 A F 3MTETERY . TORMEERHL, A¥ /—/L 10 mL Z1x
T L, BIZAH ) — & IEMIZIZ T 1 mg(A)/mL O %2~ o AU
JRiR A2 R 5,

BRAICER L C, RO —#4%2 A ¥ ) — )V CEMIZHIR L, 20 pg(F11f)/mL,
10 ug(F3ffiy/mL, 5 pg(Fiffiy/mL, 2.5 pg(JIfi)/mL & O 1.25 ug(F11fli)/mL O %1% ¥k
Rz il 5,

2) N—=V=T~A TR FHEEANA—Y =T A AT E FED
LD 40mg UL LA RSB FINETRY ., ZTOKEEZTLIRL., A ¥ ) —/V & IEfE
WINZTE L, I mg(Jh)/mL D=2 =7 ~ A 3 RS R 2 R4 5,

ERICER L C, AR O 5% A X ) — /L CIEMIZAHIR L, 20 pg(F11f)/mL,
10 pg(Jiffiy/mL, 5 pg(Jiffiy/mL, 2.5 pg(Jiffi)/mL & T 1.25 pg(J1il)/mL 445
2T %,

3) H A m i kEUER WHEEY A oy o dlE a2 ET (0.67 kPa LLF) |
60 °C T 3 MM L7, 40 mg UL EEZHEE T I ETRY., TOHEET
FrL., A ¥ — N EEIEMICINA THENL, BIC 4 SREEREZ EMICMZ T 1
mg(JIMl)/mL D % A & 3 L AEAE R G A FH L 5,

AICE LT, BEREFHRO &2 A ¥ /) — L CIEMEICHIR L, 20 pg(F11fi)/mL,
10 pug(FIl)/mL, 5 pg(JIffiy/mL, 2.5 ug(JIii)/mL K O 1.25 pg(JIfli)/mL 0415
Rz il 5,

4) ¥ Mt F-111 BEiH

5) HMEOWRINE  #BRE & L T Kocuria rhizophila ATCC 9341 % vy, 100 %
TR U7 & 55 100 mL (2% L C 0.5 mL RBREMZ 5,

6) R BRI
i) ~FHr—EB— T LT ' b —AZ ) — (442+41+1)

i)y 7B h=hUL—RXZ /) —L (17+3)

7) fiEET R U T A (EK) 110~120 °C T 2 B[zl L, 77— & —HTlk
my b,

8) FEmalIK 2-(4-3 — R 7 = =))-3-(4-=ha 7 == )V)5-T == )LT T
Yy sz ml K0.10g (0.095~0.104 g) % /KICIEMNLT200mL &9 5,

B HHAKRDOAN

o OWRE A0 g 2T IMETEY ., TOKMEAETH L. 200 mL
OIFe=Hf 7T A AN, TERF=FU /100 mL Zh0%, 30 RN ERET
i L7=%, itz A8 /A TA#ET 5D, A 50 mL %z 100 mL D725
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&7 T Al AfL, 50 °C DO/KIR CTHRUERLRE L2, 7 v aiL b —FifgoF v
(9+1) 20 mL Z N CTEEMZ L, BT LB 23 EHEIR & 3 5,
BT NME U BFLI =T (690 mg) FlEZ muik/Ls 10 mL TG

T 5,

T NV oA (HK) 5 40 g Z AN} ZI=H 7 20 EIZiES, #E
Wik Z R AL, WA T CTARIO ESICET D E TR PS5, AR
Ao TWERTHT I Aa% 7 aaiLh—FETF /L (9+1) 10 mL TEEHE L.
Vel 2 Je O TN 2, FERIC 3 EHEAES 5,

DRI T OWEET N v AE s oL A —FBRT=F L (9+1) 10 mL THE
WL, lRikE I =07 DMz 7ctt, b2 L 0IET L, Z7rakLh—FigT
F (9+1) 20mL ZI=H T LIMZ, S =8 T LE2HEET D,

50 mL DRTH T I AaAZI=ATLOTFICEE, Z7aak/Lh— A% ) —)L
(4+1) 30 mL # X =47 A ATKT, VM KON TS s t5, wikz
50 °C ORI CTRIERLE L=, A%/ —/v 2 mL & EfECINZ TREYZIR)
L. RABHARZ T 5,

c =

il

Fi1fi2oClcXk b,
L, EREERIE, U B SVERERT 2 2 A, BBEE O EERSERR D
150 mm O SITET D £ TRET S,
£ 1 Sep-Pak Plus Silica Cartridge (Waters ) (234 72K D U Y — N — z ik
L7eb DTN ERED L D
2 TLC plate Silica gel 60 (20x20 cm) (Merck ) XiZZh EFED L D%
110 °C T 2 Bf[HELHE L THIW 5,



(BE) GIEAN) T —a»
* WINEI =R K UYL A i

AN WANEIRER MOk LRSS

WM K 53 44 SRk D R (V) IR L (%) RSD, (%)
A % %5 A A & £ sk 0.1 3 106 6.5
0.5 3 100 4.0
1 3 97.7 2.6
A K BC A fA 0.1 3 113 13
0.5 3 109 7.6
1 3 105 8.5
AL 4= Bl A fE 0.1 3 102 6.5
0.5 3 100 4.0
1 3 107 8.0
NV =T <Ay RIS R 0.1 3 106 6.5
0.5 3 96.0 9.1
1 3 101 5.7
A Bl A R s 0.1 3 110 9.1
0.5 3 94.7 6.8
1 3 101 75
LA 4+ H Bl & A Bt 0.1 3 102 6.5
0.5 3 100 2.0
1 3 101 3.0
VU A ay % 5 B A Rk 0.1 3 106 6.5
0.5 3 101 46
1 3 104 3.8
AR A Bl A DR 0.1 3 97.7 2.6
0.5 3 100 4.0
1 3 107 9.8
SLH 2F F B A A 0.1 3 98.0 2.7
0.5 3 08.7 6.2
1 3 98.0 2.0

- B TIR (BRI & 2 iERd) BT 4% 0.5 g(Jo)/t

3 RV Z—TNVRPEME D NA 44— 7T 712 X HHEEERRE
(1) SR AEME SL. MN XTLS
(2) WEHHFE AR
(3) ik
A HEZDRAR
1) BV ~A B RS ) v A s A E T (0.67 kPa LA
T) . 60°C T 3HEMEE L%, 40 mg UL EEZHIKTIMETED, TOK
EEFLEE L., A 7 — VA EMHEIINZTE L, 1 mg(Jifli)mL O% Y <A
VIEMERIR 2 S 5,
AL C, BRI O —5%Z A ¥ J — )V CIEMEICAR L, 20 pg(Jifi)/mL,
10 pg(Jfi)/mL, 5 pg(JIfi)y/mL, 2.5 pg(JIfi)/mL KO8 1.25 pg(F14f)/mL 0 &2 #E
Rz i+ 5,
2) BRIV U EAER WHEEER 40 mg UL LA AT 3HITETED
ZORMEETLEL, AX ) — )V EEHISMZTEM L, 1 mg(Zfl)/mL DE x>
VUK 2 T D,
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BRI L C, EHEFRO — 5% A ¥ ) — )V CEMIZHR L, 20 pg(711f)/mL,
10 pg(JIffy/mL, 5 pg(Jiffiy/mL, 2.5 pg(/Ili)/mL } O 1.25 pg(JIffi)/mL 0 15
Rz S 5,

3) FHmT NEER  EWHEETYoY N4 mgll LA AT 3MIETREY .,
FOEM AL, AKX ) — IV EEMHICNZTEN L, 1 mg(Hl)/mL ©F % n
¥ NHEHEIRHE 2 S 5,

FEAICEE L C, RO —H%E A ¥/ — /)L CIEMIZAR L, 20 ug(Ji1fi)/mL,
10 pg(JJffy/mL, 5 pg(Jiffiy/mL, 2.5 pg(/ifii)/mL } O 1.25 pg(J)fill)/mL o 45 7
a5,

4) K F-22 B

5) MM OWSInE RABRE & L < Bacillus spizizenii ATCC 6633 % V>, 1x107
fE/mL O - % 55 3 100 mL (2 LC 0.1 mL B2 2 5,

6) R BHVE L
i) W= FL—~FHo—TEhr—RAF ) —/L (2048+1+1)

i) HEA—T L —7 v E=7/K (180+1)

7) WilEF U s (HEK) 110~120 °C T2 Wi L, T v 7 — & —HF Tl
w5,

8) FEMIE  2-(4-F— R 7 x2=N)3-(@-=ha T 2= )5 T =T FTF Y
Yoz vl K0.10g (0.095~0.104 g) % /KIZ¥ENLT200mL &3 5,

B EMARDAR

i B oWrakkl 40 g 2 BT 3METEY . ZTOEEEFE L, 200 mL
O =AT7 T A AN, T R=KFUL100 mL Z0%, 30 5 ZEET
i L7=t%, filitHiE A G A) TAIET 5, A 50 mL % 100 mL 723
7 7 A2 AL, 50 °C OKIBTRJELE L7-%, 7 aak/Lh—Fig=TF L

(9+1) 20mL M2 CTHEEMZEN L, BT LB T 25 EHAIR & 3 5,

7T BALER YUNFNI=HT A (690 mg) FrEZ vrkrs 10 mL CHES
T 5,

Mg ~Y oA (JEK) K 40 g # AN E2I =07 40 ElzEs, &
WIRERHC AN, WEATE CAAIO BilcET 2 Tl FaE5, RENARD
A TWERTIETZ T Aa%z 7 aak)Lbh—fiE=F /L (9+1) 10 mL THEE L,
Ve 2 Je O 2, FERIC 3 EHEAES 5,

ORI TOMEEST Y v AR 7 nak)L A —FiETF L (9+1) 10 mL THE
WL, WWiREI =7 LM%, w2 E0DIEFT L, ZrakLrs—Fige
T (9+1) 20mL Z#I=H T LIZMA, =07 L2 E2WHET 5,

S50mMLDORTETZ 7R I=NTLDOFICEE, ZJeaR)LA—AZ ) —)L

(4+1) 30 mL 2 I =7 AIZMZ T SL, MN KN LS 25, wWHiK%
50 °C DK THRYEHLE L=, A X /—)b 2 mL % EfEICINZ CTREY BN
L. AR A RS 5,

cC %

il

Flfi2oClzL b,



L, EREEIXV U VR 2 2V, BB O RS ERER O E
Uil ET S E CTRIRT 5,
£ 1 Sep-Pak Plus Silica Cartridge (Waters ) (23X 72X D U Y — N — Z ik
L7bDOXITZNERED SO
2 TLC plate Silica gel 60 (20x20 cm) (Merck #) I EFEDOH D%
110 °C T 2 BFFzE L THW D,
(&) piEAN) TFT—va v
< WINENN SR K ORI U RS BE

WM E ANER R o LS R

; N e ; .
WINRL A 44 skt oo FE A (QOH YD MR L (%) RSD, (%)
HV ATy BRI EA R 0.1 3 110 0.0
TRU DA 0.5 3 102 7.1
1 3 107 8.9
P A A A £ b 0.1 3 120 8.3
0.5 3 107 7.1
1 3 107 43
SLH 4= H B A f ket 0.1 3 117 9.9
0.5 3 105 48
1 3 105 7.7
ERLVY % R B A A ) 0.1 3 107 5.4
EARNURZ N 0.5 3 97.3 31
1 3 103 45
A LA B sk 0.1 3 106 11
0.5 3 99.3 1.2
1 3 101 3.0
LA 4 B A f st 0.1 3 110 0
0.5 3 98.7 1.2
1 3 102 5.2
AR A% ES A R 0.1 3 116 19
ERANURZN 0.5 3 94.0 74
1 3 97.3 1.2
AR BE A 0.1 3 112 22
0.5 3 91.3 1.3
1 3 103 49
$L A 4 A i A f b 0.1 3 112 22
0.5 3 4.7 10
1 3 104 5.8

- B TIR (BRI & 2 iERR) BT 4% 0.5 g(Jo)/t

4 RYT—FUVRPEWMEOWRE Y n~ 7T 7EBESIEHIC X e T ERBRIE
(1) oWrtSRpiAEmE SL. SD. NR, MN X O'LS (5 #%457)
(2) WHFEPH  EA AR
(3) ik
A HREOCHH
1) BHAEWEERERK  wHEESY w0 EHEER T 2T~ A
Vo, WHERF T EHAEEE R VRO RAE®ET o o K& 20
mg(FI) Y EZ2 AT 3 HIETED ., TOBMEETLHE L, ZiZ£i 100 mL
DERET T AN, AX ) —VEMXTHENL, BIERETAY ) — L%
MZ THEEEFTE 2T 2 (ZNHO|EE L mL i, EnEntl /s ~1 v
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FTRIDA, BT a2ad9vA T RNITA I3V, ERXRVVUT R T A
FEOZHuay R MY AL LT200ug (MNHEYEEEEFT 5, )

2) RAEHER HAICELT, YU A N U AEREFR, BT 2
TvA T N U AERERR, 7T U UEEERK, TRV B U AEYE
JFRIRKE N7 s R R U AEREFIRO —HEZREG L, A% /) — /L CIEMICA
WU, ImL FICEPAEME L L TERZEI 0.1~2 pgUm Y &2 & H 3 2 5R
DIRGIEER Z T 5,

B = 2

il o btk 10 g 2 AT 3MTECTRY . T EREH L, 200 mL
D=7 T Al AN, T =MV 100 mL ZH0%, 30 RN ERET
M L7=%, Mgz A% /A TAET D, Ak 25 mL %2 100 mL D725
W7 T A3 TIERMEICAIL, 40 °C U FOKIBTIFE A CHET 5 F CHRITEM L
Toth, BRI AL LS THET D,

ANEY U —FEETF L (9+1) 10 mL 22 CEREMEZEN L. 77 L0
e 2 EHRIR & 3%,

T LR U =T L (690 mg) F2AEA~FH L 10 mL THEE L.
HOMUOHET Y v (JEK) K 209 # ANTRIEI =0T L0 F—
N—ED EIZE <,

FBHEIR Z I AL, RSB TAHIO LRl #ET 5 £ Tt F S5, #E
WO NS> TNV T7 7 Aaz~fH v —Fif=F /L (9+1) 5mL 72T 3
EEd L, PR A NERIE S 2, IR TS5, BICkFFOmEET h Y
U L ~F A —FEER T F L (9+1) 5 mL TR L. FARICHE T SE7%. Wb
ZEDIITL, ~FH U —FgE=T L (9+1) 10 mL 2 I =07 A&, HEE
T 5,

50mL ORTIET IALI=ATLDOTICEE, ~FHhor—=& /) —)
(4+1) 15SmL A I=7T7 LIMA THEIEVE LR ST 5, WHKZ 40°C LA
TOKIBTIZE A EHET D E CTHIERME LK, ERT ALk CiET 5,

AL )=/ 10 mL Z IEfECIN 2 CEREMZ L. 5,000xg T 5 43 [0 50 B
L. bBARERE v~ 877 7E &SI K 2HEICHT 230BHAKR & T
ol

k7 v~ 77 7EESFHCEDHE  REHEIR L KR GRS 5 uL
BRI a~ N7 T 7EEGHFHZIEAL, BRA A U7 0~ T A% 15
Do

HE A1)
(k27 v~ ~27Z 7#)
7 7 L AT BTN YA D BT T T N (R 2
mm, & & 150 mm, RiFg 5 um) 3
s i 7 Smmol/L Hife 7 v = AR — T h= kU L
(1+4)
b i : 0.2 mL/min



HT A fE R E
(g B HraHER™4)
R H e

XTITAY =T
C D L & JE:
t—h7way 7 iRE:
F =X — A F

140 °C

VU B AR S AT R

L7 hr AT L—A A4k (BSD) ¥ (IEA A4 %E

—F)

: N, (1.5 L/min)

250 °C
200 °C

miz769 (U /) ~A) [ 891 (BT ad~Av
>) L83 (T A) L 688 (BExRVVUA)
608 (7 m R)

it 1 BONTB/RAA U7 e~ N7 7 5068 —7 &S WXHEE R

D THRERZER L, P OSTAEDEE S 25 HT 5,

W1 EELZEET (0.67kPaLllT) | 60°C T3 HFHFEELIZE D
2 Sep-Pak Plus Silica Cartridge (Waters #) (2472 K& D U W — N — &
L7t DT I EREDL D
3 Gemini 5u C18 110A (Phenomenex #4) XX Z L FRZEDH D
4 LCMS-2010EV (EREATRY) (2 X 2 &1
5 FoviAlonTE, B LTI v AREFIVVERET D, ET0y
EFERVUZOVWTE, BiLEER VY A BEEX VT R T A

®BET D,

(2%E) HIHEN) T —va v
* BB R K OVl U kg EE

y . s ; WA . WINEIR R o U RS
WAL S5 44 ok oo A (O Y0 R L (%) RSD. (%)
YU~ A vy REETE A AR 0.5 3 95.0 2.4
ERRNUAZN 5 3 96.2 1.9
AIKIEE H Bl & sk 0.5 3 95.5 2.3
5 3 98.4 2.0
A 4= I8 H B A 0.5 3 89.7 2.9
5 3 98.8 1.3
v Ya T REBEEEHEA R 0.5 3 89.4 1.2
I U T LA 5 3 89.5 0.7
A IR B B A R R 0.5 3 80.0 10
5 3 84.6 0.9
A 2E IR E LA et 0.5 3 90.0 3.9
5 3 88.7 1.4
PA A %5 B B Bl A A ek 0.5 3 88.9 7.6
5 3 86.8 16
AWK IEE H B & sk 0.5 3 83.0 6.6
5 3 88.3 2.3
A A IR E A R 0.5 3 83.4 13
5 3 89.7 36
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« IMEN R K Ok URSEE (e &

WIMPRE AIMENR R UK

TIN5 44 koo fEE (YD IR L (%) RSD, (%)
ERT R B F R B A Rkt 0.5 3 109 1.1
FrU DL 5 3 104 15

A AR B H B A A ek 0.5 3 104 0.9

5 3 105 0.8

A 4= I8 E H B A R R 0.5 3 104 0.5

5 3 108 1.1

AR RR A B BCA fRRE 0.5 3 94.5 2.1
FThrUVT LA 5 3 91.6 2.8
AR IE & A B A Tk 0.5 3 86.0 45

5 3 91.4 1.4

A A IR E A A R 0.5 3 89.4 2.1

5 3 85.2 3.8

- R FAER

FHHE EHR WINEE BNENGE  shdeUme  SHEBEE

N Soptofpg R JEH HorRat
W RO gom mER  gumw (%) RSD, () RSDg (%) O TA
VU Ay R E A 8 0 0.5 95.0 2.7 6.4 0.36
FhU TN B, A fil
"z‘/%:774’ Ek%%ﬁﬂ%ﬁﬁ 8 0 05 98.6 26 8.0 0.45
YroF N U s EA R
T bk%%ﬁﬂ?ﬁﬁ 8 0 0.5 88.5 35 5.7 0.31
Fid & fAL R
R SV Ek%ﬂ%ﬁﬂ’é‘ﬁﬁ 8 0 05 101 3.6 5.0 0.28
FrU YA EAEE
AUM=0VAN W%%ﬁﬂ%ﬁﬁ 8 0 05 93.3 3.8 8.2 0.46
e fic. & fifl B
SRR (R—RBREIC L ATER) BB 05 gk
(BE) ya~< ~7 T A4
A B
MH
| !.1N
=18 i i
=1 i ]
i | so | T
o LS MR l b
gl 1 1 8007 7 T
T S - . - Lyl _l, ~L
o [T i
. S | T 4
) 5 10 15 ; -
o 5 10 15
iFRRE
= {F3F030E

BERRVFMEHNOIOT TS A
A FERER (BPUEME L LT 0.12 ug/mL)
B : WNEE (BB ARE RS &EHZ S HUAEME & LT 0.5 g(Uifil) /t #7245 &3
)
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5 RN =T NVRHFVEWEDASA FF— 7T 712 & 5 ieadilliis

50 FLIvrx
(1) fERMIRIAEWE  SL. MN KUVLS
(2) ik
A HEZFDORAH
1) BV~ A R SOADVNZEY 1 mg(JHl)mL OHY ) ~A
VIEMERR 2 RS 5,
RIICEE LT, EEFRO %2 A% ) — /L CEMICHR L, 10 ug(/)
fili)/mL DFEAERE 2 LS 5,
2) EBRUUUMERER 3O A D2ICX D 1 mg(Mh)/mL DF R AEYER
a5,
FEAICBES L T, EHEFKO —H %2 A%/ — /L CIEREIZAR L, 10 pug(7]
fili)/mL DFEAERR 2 S 5,
3) TV nu v FERER 3D ADINTEY 1 mg(JHIl)/mL DE R v FEHER
2T %,
FERIZEL T, BEERKEO —H%E2 A% ) — /L CIEMICAHR L, 10 pg(/
fili)/mL DOFEAERE 2 5L+ 5
4) Mt F-22 BhGH
5) MR K& ORI & #ABRE & LT Bacillus spizizenii ATCC 6633 % >,
1x107 fE/mL o -1 % 55 H#1 100 mL (2%F LT 0.2 mL F2 N % 5,
6) AR ==K (9+1) (LSIZH->TixAZ /7 —))
7)  ERATA Hife = F )L —~FHh o =T b — A%/ —/L (20+8+1+1)
8) FEtaIIE 2-(4-3—F 7 =2=V)3-4-=hr 7 == )V)5- T = =)LT T
YU aZznrl R0410g (0.095~0.104 g) Z/KICHEALT200mL &4 5,
B EA#BEROHRH
TR 3~59 2 AT 3MTE TRV, 200mL DItk =47 T A 3T AN,
VAL 100 ML 200 %2, 200 M IR CTHiH L72%, iz A8 (GFEA)
TAHIET D,

AR D — 2 PP B CIEMEC AR L, 10 ng(fl)/mL ORUEHATR 254 5,
C [ E
FLIHi2OCOERE I v~ 7T 7 40— BRVERORFRE, 8558 OFE DIHE

Iz & D,

iU, HEREBIE D SV A , REER K OSBRI A 25 uL &

2Ry b U, RSSO FERSERERO FisIZET 5 TRAT S,

£ 1 TLC plate Silica gel 60 (20x20 cm) (Merck ) XiZZh LAZEDL D%
110 °C T2 Kz L THW 5,

5.2  fwkl
(1) HeERxIRAewE SL. MN & TrLS
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(2) ik
A HEZDRAR
51 DQ2)D AL D,
B EMBABROHFH
IR —H (SL ZHL<IZ MN & LT 0.5 mg(/fi)f 4 & iZ LS & LT 1
mg(JIl)FH 2 &) ZH T 3 HTETEDY, 200 mL DI =147 T X 3|2 A,
RS 50 mL (LS 12> TikZ mu kb a 100 mL) #M0%. 20 S Z BT
fH L7212, Witz A G A) TAi L, 10 pg(Jiffi)/mL OFEHA TR % 775
T 5%,
C [ E
51D@2)D CIzXk %,



