22 vatwAg v
22,1 EERARE (FLIv T R)
22.1.1 SPARIE
A HEZDAR

1) FEER 3 SRR

2) WIRASE 3 BEEK 1,000 mL (2% LT v a kb 250 mL FRE AN
TRV IR, FERE (BE) 2&PEE s 45,

3) va~A U URERER  EHAEEC a3~ A 20 40 mg DL EE G RT3
HiE TRY, TOHMEETLHZL. 3 FHEEIRZ EMECMZ TEM L. 1 mg())
filiymL O & 2~ A o EREFIEZ RS 2,

flE B LT IR O — 8 &2 A R CIEMEICAR L., 100 pg (/)
il )/mL O 55 FE A eI M OF 25 pg (J4il)/mL O {8 FE AR HEW, 2 FR S35

4) B M1 F-111 ZhsHh

5) KA ONRINE ERE & L T Escherichia coli ATCC 27166 % vy, 10 fi%
AR U 72 B & 55 100 mL (2% L C 0.5 mL #2E Nz 5,

6) FERM  HEIEIZEL D,

7) Al suaaiih—AH ) — (1+1)

B EA#AROHFH
IINTRREFD —¥F (BZM & LT 10~100 mg( Y4 &) 26808 T 3£ TE

D, ZTOEMEETE L, 200 mL OIte =7 7 2 3|2 A, fHHESE 100 mL %

AL 20 3R THIE 2, #l# % 50 mL O 3fem O IREAE 2 AdL,

1,500xg T 5 sy DBt L=, LiEREE A (S A) TH#ET 5,
AEDO—E (BZM & LT 1 mg(JMHY &) % 50 mL O T 7 22|k

I AL, 50°C DK CRIERZE L=k, 7 erA/ A SmL 2Nz CHEREY%

Wy, HIZZ ORI 3 SHEEE 10 mL Z IEFEICIZ TRV IBE 2%, 50mL @

e DI IS AFL, 1,500xg T 10 0oL, KE (B % 100 pg

(F1fl)ymL O ERERAEKE L, BICZNE2 A REHE CERICHR L, 25

ng(F1Ml)/mL O AR FEFENANR 2 T8 T 5,

C E =
22 RIEIC K 5.
(%) DEAN) T —va v
R AYIEINE Y GOSN SraABy i3
- . WINRE .. RN R R U E
E > D *E s ’i
AR O @i TR (%) RSD, (%)
TR 97 A1 05 3 92.6 2.0
2 3 98.7 3.9
20 3 94.7 3.7
Uo7 A2 05 3 102 49
2 3 102 13
20 3 98.8 3.7
LI v 7 A3 05 3 99.9 51
2 3 97.1 13
20 3 96.0 0.8
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- F[ERABR

s o oW AR TR BE ANENLER v RS sh ol
" i BReEEE PRSI (qUfivke) (%) RSD, (%) RSDg (%)
BEEHT LIy 7 X 8 0 2 95.9 2.1 2.6 0.50

HorRat

222 EERBRIE (k)
22.2.1 PARIE
A HEZDRAR
1) FEfEK 3 SRRER
2) FWEH 2110 AD )KL T S,
3) BaWwog o mER 22110 DA D NTEY 1 mg(HMliymL O ¥ =¥~
A UREERIR A T D,
EAICER LT, BEYERIR O —# 2 ARSI CEMICAR L, 12 pg(J)1fi)/mL,
6 ng(Jiffiy/mL. 3 pg(Jiffi)y/mL. 1.5 pg(Jifi)/mL K& X 0.75 pg(Jifffi)/mL D%
R & T 5,
4) K Mt F-23 S
5) B OEINE ABRE & LT Escherichia coli BS-10 Z V>, ik % 51
100 mL (2% LT 1 mL FBEMZ %,
6) FERM  HEIEIZEL D,
7) VA
i) HTEER Ly MIREEMBVIN T L 7= f R IS O 5 ZA=R= VW
A K =) (1+1)
i) HTEEIA Ly MIRFEIMEIIN T U 2t 56 JEBaRLE— AR
J ==K (9+9+2)
B HMBABROAR
1) BZM 7 10 g(Fiffiy/t LL EDOA
INTEREED ¥ (BZM & LT 200 ug(HMM)FHYS &) 26808 T 3 i TE
V. TOEMEEZZE L, 200 mL O3ke =/ 7 T A 3|2 Ar, FHAESE 100 mL
A, 20 M- EIRETHE T 5, iK% 50 mL O3k OILEAE 1T A
AU, 1,500xg TSmO mBEL7-%., BB E A (SHA) TAHT D,
AR 15 mL (BZM & LT 30 pg(MHY &) % 50 mL ORI T 7 2=l
EFEIZ AR, 50 °C ORI CTRITEHZE L7-%, 7 eak/ A 15 mL 201z Tk
W& Ehd, HICZ OWRIZ 3 SHEEHR 10 mL % RN X TR 0 IR 714,
50 mL D34 LUERE IZ A L, 1,500xg T 10 sl Dol KE (L&)
% 3 ug(F)ymL OFRENAR & 95,
2) BZM 73 10 g( /iyt Kl D54
SIHTRREEO —H (BZM & LT 100 pg(H MMM &) 248055 3 HiE C&
V. TOHMETE L, 200 mL O3k =/ 7 T 2 32 Ar, FHAESE 100 mL
A, 20 ENZREE THHT 25, iR E 50 mL o OB E I A
AU, 1,500xg TS5orMELDBEL7-%., EBAKE A (GFA) TAET D,
A 30 mL (BZM & LT 30 pg(IMfFHSE &) % 50 mL DR FTHT7 7 X2
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IEFEIZAZL, 50 °C ORI CRIERLIE L=, 7 aadkb A 15 mL 201 % T
B avsind, TIZZOWKIZ 3 SHEEKR 10mL 2 IS TRV IBE 72 %,
50 mL o> fep D IEBE IZ AFL, 1,500xg T 10 sl 0ooBEL . KE (BE)
% 3 ug(Jil)y/mL DOFEHER &5,

C E =
FEHERRARIEIC K D,
(B3E) HrEANY) T —va v
« TRANETN 3R K OVl U kS
- ; WIRE .. WIE R O RS
= SN ;k’g p¢ %
PO TR (i) T (%) RSD, (%)
3 o Fld A Gk 5 6 98.9 3.5
(FE#EY 20 6 100 44
7 a A 5 —Ri R A SR 5 6 98.6 3.3
(FEmE) 20 6 103 4.9
EFLHA - IR B A ek 5 6 106 1.7
(FEmE) 20 6 100 4.3
E AL F A B A SRR 5 6 107 4.0
(FEmE) 20 6 99.4 3.4
o He[EEER
- ; Fihek TR WRINEEE WRINEIRER Smin L SEmsm
SR K ! v ’ " HorR:
VRORR  wem mEl Gomw (W) RsD, (%) RSDy (%) NN
S5 AELA R (NEY 7 0 10 105 2.9 5.0 0.44
G5 FHEAETRE NI 7 0 10 104 3.6 4.1 0.37

23 TIRTF AT F UKR—L

23.1

EERRE (LI v s R)

23.1.1 Pk

706

A HEZ0HRH
)RR 7 SRR
2) ZIRTFAT x URN—ERERR HHEET IR T+ A7 4 U AR—/1 40
mg UL LA AT IMETERY ., ZORELETHL., AZ 7 —1L—K (1+1)
ZIEMICMZ TEHEA L, 1 mg(JMl)ymL 7 TR 7 4 A7 U R — LS AR K
T 2,
flE FICBR LT BEERIE O — 8 & 7 SR @K CIEMICAR L. 2 pg(JI1fi)/mL
D e T FE R U J TR 0.5 ug (1 il)/mL ORI FEAR e & Hd 5
3) B ML F-12 B
BEHICEEL T, AF L7 —RBE LR VBRI (4 wivk) ZE5H 100
mL (2% L TENER I mL &5,
4) A K ORI & AR & U C Bacillus cereus ATCC 19637 Z Hu>,
1108 {H/mL O J+-if % BsH 100 mL (2 LT 0.2 mL F2ENZ 5,
5) FEXRM T AFIEIZ LD,



B EMBABROHAH
1) ZHrEEHZ SL XiE MN 2 & £ 72 WG4

SIHTREL3~5 g AT 3METERY . ZTOHEEZFEL L, 200 mL O 3Le
AT T AZAN, T NS0mL Z1A, 20 7 ZIRE, BEIZK 50mL
A, 20 SRS T L2, itz A8 GHE A) THA|T 2,

AHIED—E % T SHRER CIEMICAR L, 2 pg(JIl)/mL O &R EFEHA K
J O 0.5 pg(J1fil)/mL OARR BB IR 2 T 5,

2) ATERCEHZ SL XX MN &2 & et &

IHTREL3~5g Z AT IMETRY . ZOHIELZFTCH L, 200 mL O iz
=TT AAZAN, TEMSS50mL 2L, 20 7RI EEE, EIZK 50mL
A, 20 IR THIE L7222, Hhibika A8 G A) TAIET 5,

AU 25 mL & 50 mL O B — A —(ZIEMIZ AL, HEET pH % 1.0 LN IZFREE
L7 L REMEE L, BIZT =7 /K TpH Z 6.9~7.1 IZFHET D, ZoOK:E
B/x 7 SRER T S0mL ORET T AaIB L, TITEMRE T 7 5FEE K2
ZTt%, A SFEA) TAHBRT D,

AIRD—H % T BFEER CIEMEICAIR L, 2 pg(Jiffi)/mL O s R URHA IR
KT 0.5 pg(F71il)/mL OARGR BEFEHA K 2 3 %,

c = =3
2-2 HRIEIZ X D,
722 L, BEREMIL, 27~29 °C T 16~24 K&+ 5,
(23) HiERN)TF—va v
< WRINEN R e OV LS

s ; WINEE .. WINENR = oR U RS
P ORI (g li)/kg) R L (%) RSD, (%)
EXI T LIy TR 0.5 3 101 2.2
1 3 99.4 0.7
2 3 101 1.7
BEXI IR TSI TR 0.5 3 99.0 0.8
1 3 100 1.8
2 3 100 0.8

24 RYARAF LU ANVKUVBEA LT v R~ A v
241 EERRE (FLIv s X)
24.1.1 Rk
A HEZFORAH
1) FREHR
i) 4 SRR
i) 9 SRR
2) AVT U RvA TR EARESLT A VT IR L R
DHLO40mg L EEZHHETIMETEY, TOKEELHEL, A%/ —1Db
BAEMICINZ TEN L, T 4 SFRE K 2 EMICINZ T 1 mg(Jifi)/mL O3
LT v Rv A v VIR I 5,
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EAICER LT, BRI O — 4 9 SHEE IR CIEMEICAR L, 2 pg(JIfi)/mL
D e FE AR K O 0.5 ng(Ff)/mL O RS g &2 4 5,
3) s Hi F-7 SigHh
4) HR K OB AR & U C Kocuria rhizophila ATCC 9341 % >, 10
FECATR U= 3 &2 55 100 mL (2% LT 0.8 mL #2E Nz 5,
5) BRI  HALEICL D,
B EAMAROHFH
IHTREL3~5g AT 3METERY . ZOHELZTEL L, 200mL O e =
8177 A3 AN, 9 BAEEHKR 100 mL 2%, 20 /2R Tl L2,
Mk E A (SFEA) TAHBT S,
AR DO —E % 9 FARMER CIEREICAR L. 2 pg(Jifil)y/mL o & RN IR K&
Y 0.5 pg(Z1il)y/mL OIRJR EEFEHA KR 2 T %,
cC = =3
2-2 HEEIZ L D,
(BE) piEAN) F—va v
« IRNTEN R OVl UK JE

W,

W L AN R ok UK R

ok o FlH

(e(Nfillykg) (%) RSD, (%)
XIS LIvT R 0.5 3 101 1.1
1 3 100 0.9
2 3 101 1.1
EXI IR TAF LI VTR 0.5 3 101 1.3
1 3 100 0.8
2 3 100 0.9

242 EERBRE (FEH)
2421 FRIE
A HEZDRAR
1) FEEIR 9 SRR
2) AVLT U =AY UEEER 2410 DA DDTED 1 mg(SfliymL DA L
TV R~ A UERERR AR T S,

B LT, EHEFRR O —5%Z 9 SHEEKR CEMICHAR L, 0.8 pg())
fliy/mL, 0.4 pg(Jifliy/mL. 0.2 pg(Jifliy/mL, 0.1 pg(Jifiiy/mL &T* 0.05 pug(/
fili)/mL DOAFEHEIR 2T 5,

3) K ML F-7 BhGH
4)  HHR K OUSIN&E AR & L C Kocuria rhizophila ATCC 9341 % >, 10
FEICATIR U 7= 3 & 55 1 100 mL (2% LT 0.1 mL #2E Mz 5,
5) FEXRM T AFIEIZ L D,
6) fHH A A K ) —L—7K (1+1)
B EMAROHFH

1) OM 78 10 g(Jifli)/t LA EDOHA

SITEEF O —E (OM & LT 80 pg(UMFH Y &) 2 AT 3 E TED |



2)

3)

ZOEEATE L, 200 mL Ok =FA 7 T X 3T Arv, S 100 mL %00
Z. 20 A ERE T T 2, iR E 50 mL O AE DILEAE I A,
1,500xg C 5 yfiim Bl L=, EBAREEAH (S A) TAET D,

A S mL % 50 mL O T T 7 A TEMIZAIL, 50 °C DK CRUERL
L7, 9 SHEMEE 20 mL Z IEFEICINZ TR AR L. 0.2 ug(714fi)/mL
DRBHAIR & S 5,

OM 73 2 g(Jifiy/t LL k10 g(Fifliy/t K D5E

SIHTREIO—H (OM & LT 20 pg(FIFH Y &) #H T 3IHTETED
ZOEEATE L, 200 mL Ok = 7 T X 3T Arv, S 100 mL 00
A, 20 pHEAEIRETHIE T 2, KA 50 mL Ok OILEE I A,
1,500xg C 5 yEim DBt Li-%, LiEREE AR (S A) THET D,

A 10 mL % 50 mL D723 E 7 7 A 2 ZIEMEIC AL, 50 °C D /KIS THRIE L
[ L7z, 9 SREMEIE 10 mL 2 EfECNZ THREMZEN L, 0.2 ng(Fi1li)/mL
DORBHATR 2 S 5,

OM 73 2 g(Ffif)/t A4 D&

SIHTREIO— (OM & LT 8 ng(IMHY &) 2 BT 3HETED,
ZOFEE AL, 200 mL O =HA 7 T 2 3T Atv, S 100 mL 200
Z. 20 A ERE CHH T 2, FiHEEZ 50 mL O AR O E 1T AdL,
1,500xg T 5 sy Loy L7-1%., EEAEEZ AH (S A) TAERT 5,

A 20 mL Z 50 mL DR FTE 7 T A 2 ZIEMIZ AL, 50 °C DK TIRIE L
L7-%. 9 AR 8 mL % IEfEICII X T &AL, 0.2 pg(JJfl)/mL
DOREHAIR 2 S 5,

C E =
EEAE AR I K D,
(B%5) HPEN) F—vay
« TRONIEIN 3R K OVl U RS B
; WINRE .. WRINE . MOR U RS B
Faw S AO¥s | o
RO ehiyy TRl (%) RSD, (%)
%3 5 HEL A fakt 1 6 95.0 3.4
2.5 6 98.4 3.1
5 6 96.8 23
7 v A 7 — i A R 1 6 94.1 4.1
25 6 96.6 2.8
5 6 95.9 2.8
7K Bl A R 0.8 6 93.5 4.8
5 6 96.6 2.8
40 6 96.9 4.1
- I [ R

s 5 HhE TEAIR WSHNVEEE RINENY R SN URE  Sppme
=B oo fE K

PO R BEE (i) (%) RSD, (%) RSDg (%)
W19 5 kLA B 7 0 2.5 101 5.8 8.0 0.57

HorRat
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25.1

BB ()

25.1.1 SEHE

A HEZDAR

1) FEMEIR 4 SRR

2) AR RV FAXFLZF LU YA EX L E ) F LA VBT ATV 2 mL
T 4 SARER — A X J — (4+1) 1,000 mL IZIEN L, FREEE 35,

3) RV F I FUEAERR WHRBEERY F 7 F o I N ERED L D 40 mg
UUbEZA0EF3METED, TORELLEL, 78 M2 ERIIMA TE
2L, 1 mg(Ffli)y/mL ORY F 7 F o AEUERK & R+ 5,

fEANCBR LT AR YRR O — & 2 A R I CIEREIC AR L. 1.6 ng(J)ffi)/mL,
0.8 pg(Ffi)y/mL. 0.4 pug(F1ffi)/mL. 0.2 pg(Fiffi)/mL & X 0.1 pg(Fifli)/mL D%
IEER AT 5,

4) K Hh F-5 5551

5) HER&ORINE Bk & L C Brevibacterium citreum var. polynactinus % H
VY, B ARG 100 mL ISk L C 3 mL BREMZ D,

6) FERFM  HAFLIEICE D,

7L, ERETIN U O ERT I6mL & L, HAALZS NI S5
ezl 10~20 °C T 1 K MEERAE OMUE FICE W CRI IR i 2 e S
Al
7)) HHREE o~V o b= UL
B EMBABROHH

i o ekl 8.0 g AT IMIETEDY . TORELLHEL, &
T 200 mL Ot =7 7 A 2 Ad, IS 100 mL 2 0%, 20 o2&
IR THiH L%, iz A8 (5 f A) TAIB L., BRIt 23 UeHAR
LT %,

K BEHANE 25 mL & 100 mL ke im DI E I IEfEIC AN, TR b
= R U RIS Y 25 mL 212 T 1 RV IRE =%, 1,500xg T 5 4y
WOSEEST S, 72 R=FUE (TRE) 20mL % 50mL ORTTET T X 2T
IEREIZ AL, 40 °C ORI TIJERLZE L7=% . 7 vnrk/b A 10 mL 200 % ThE
BWaiEin L, BT DB 23R &3 5,

VRN B SUBTNI=HT L (690 mg) B A7 ook s 10 mL TH
H9 5,

Wi~V A (oK) Ks5grx AnitaI=n7 o0 kRic@Es, &6
WIRZ IR HZ AN, IREAFTETAFIO LSz ET 2 TR FEE 5, A
BOANS TV T T 7 A% 7 aak/L A 10mL THEF L, EiRERFIC
Mz, FREIC 2 BIEET 2, IwbE2 & 033 L, 7 eafRLs—EEgcT L
(4+1) 1I0mL ZI=H T AIZMMAx, I=HT7LZWHEFT D,

S50mL ORTHT7TA%I=NTLAOTICESES, Filg=TF /L—Z okl
L (4+1) 15mL % 2= 7 A ZTPN Z2EHSE 5, IWHITERE 40 °C DK



W CRERE Lz, mlREEEO —4 Bz TEREDZEN L, 04
ng(JIfifi)/mL OFUEHAER 2 R4 5,
c =

il

FEVERARTEIC K D,
T27E L. BFERFMRIT, 29~31°C T 20~24 &R T 2,
£ 1 Sep-Pak Plus Silica Cartridge (Waters ) (24 2 FED VY — — % H
BLELOXIZZINERZEOHO
(2%) HIERNY) T —va v
< USHNEI R fe OVl U RS B

FONEE o AER R LR

PRI et RN () RSD, (%)
9 5 HEd A Sk 2.5 3 98.6 5.9
5 3 97.0 5.0
20 3 99.8 2.0
45 HELA SR 2.5 3 102 45
5 3 99.9 6.3
20 3 101 2.8
7 A T —ui AL A R 2.5 3 103 8.8
5 3 101 10
20 3 94.1 0.9
BTN AR IR RN IRONEIER SR LRE R
RO BES REE @i (%) RSD, (%) RSDg (%) HorRat
7 v A 5 —HHELA AR 8 0 5 100 5.2 5.2 0.42

26 ~HIVIR~A T

26.1

ERRRE (FLIvs R)

26.1.1 L

A HEZDRAR
1) FEfR 4 SRR
2) ~HIVR~A T RERER WHERE< LR~ A VU NE I ERED Y
D 40mg UL EE AT IMNETEY, ZOBELZFLE L, KEZIEMEICINA T
WL, 1 mg(Jfli)/mL O~ ViR~ A 2 BRI Z2 i+ 5,
flE FICBR LT BEERIE O — 8 & 4 SR @R CIEMICAR L. 2 pg(JI1fi)/mL
D e T FE RS U J TR 0.5 ng (1 il)/mL ORI FEAR e & 5
3) M F-12 SR
FEAIICER LT, A F Lo 70—k R VB (4 wiv%) ZE5HE 100
mLIZxf L CENEN I mLIMNZ D,
4) BEKEOWIE RBRE & U T Bacillus cereus ATCC 19637 % V>, 1x10°
{#l/mL O JE -8 2 55 100 mL 2% L C 0.2 mL F2EM X %,
5) FERPM  HALEICLD,
B HHBAKROAR
1) ZHREHZ SL X MN 2 & £ WG4
SIHTEREL 3~5 g Z AT IMETED . ZOKEEFTEE L, 200mL O e
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=TT AAZAN, TEMSS50mL 2%, 20 7RI EEE, EIZK 50mL
ZIMZ., 20 SN ZIRETHIE L2, itz A8 G A) THHT D,

AHIED—E % 4 SHREE CIEMICAR L, 2 pg(Il)/mL O &R EFUBHA K

J O 0.5 pg(F1fil)/mL OARGR B R IR A T 5,
2) ATREHZ SL XX MN &2 & et &

IHTREL3~5g AT 3METERY . ZOHEEZFEL L, 200 mL O Ie
AT T AZAN, T NS50mL #1420 7 EIRE, FEIZK 50mL
A, 20 oS IRE T L2, itz A8 SHE A) THA#HT 2,

AR 25 mL % 50 mL @ B — 4 —IZIEMEIZ AL, HEE T pH % 1.0 LN I3
L7-t% 1 BEEFRE L. BICT VE=7 /K CTpH % 7.9~-8.1 [ICFHHET S, ZDiEE
Bh 4 5REHE T S0mL ORRE 7 7 A 2lB L, HTITEMR E T 4 SHEMEIRZ N
27-t%, AH SHEA) TAHET D,

AIRD—H % 4 SHREER CIEMEICAIR L, 2 pg(Jifl)/mL o sk EaURHA IR
K TR0.5 pg(Jifiy/mL OARGR FESUEHA K 2 R 5,

cC % =
222 I&EIEIZ K D,
7272 L, HEREHIL, 27~29°C T 16~24 FFHE & T 5,
(BE) piEAN) F—va v
« IRNTEN R OVl UK E

. . WNRE .. WANEII = iR UK B
AR ORR i Y (%) RSD, (%)
EAILTLI TR 0.5 3 103 0.4
1 3 102 1.9
2 3 100 1.4
XL - IFXTATLI TR 0.5 3 100 18
1 3 102 1.7
2 3 102 1.9

262 TERBRE (FAEH
262.1 FHE

A HEZDRAR
1) FEEIR 4 SRR
2) ~HILR~A TR 26.1.1 D A D 2)IZE Y 1 mg(Sli)/mL D~ AL
N~ AV R AR 5,

EAICER LT, BRI O —4%4 4 SHEEKR—7 & Frr—K (2+1+1) TIE
fEIZAR L. 0.4 pg(Ffly/mL, 0.2 pg(Jifliy/mL, 0.1 pg(Jifii)y/mL. 0.05 ug(/J]
fili)/mL & T 0.025 pg(7Iili)/mL DS FE AR 2 T 5,

3) K Hh F-19 5510

4) HERKOYSIE  #BRE & LT Bacillus cereus ATCC 19637 % Fv>, 1x10°
{#l/mL O JE -8 2 55 100 mL 2% L C 0.2 mL F2EMZ %,

5) FERPM  HALEIC LD,

6) FliHHERE T =K T N Y U AR (10 mmol/L)  (1+1)



B EMBABROHFH
HTERE5.0 g 2 AN MTF 3IMTETED . TOEEAFE L. 100 mL O =
77 A2 A, ~FH 2 10 mL L OHHEELE 50 mL 2%, 20 53[0 &R
BT L2, % 50 mL o 3eAeim Db 12 A v, 1,500xg T 5 43l
DOBET D, K—TE B (FTRE) 246 (5 A) TAHAEBL, HREXRHIUE,
AWEDO—EET & Fr—K (1+1) TIEMICARL, 0.2 pg(Jifli)/mL O Ak &7

Do
AHUED—F % 4 SHREMETHK CIEMEIC AR L, 0.1 pg(J1fil)/mL o #0BHEHE 2 7 B3
60

c =

belo

ERERh R IEIC X D,

7277 L. BERFMRIL., 27~29 °C T 16~24 FEEEE%E T 5,
(B%E) HGHTEANY T—va v

« WINENIY =R K ORI U

B, ANENR R LR EE

it iy RS () RSD, (%)
3 5 ABLA R 2 6 92.2 5.8
5 6 102 3.3
10 6 102 2.0
30 6 104 4.1
7 a4 7 —EE R A E A R 2 6 95.6 3.1
5 6 101 2.9
10 6 102 4.1
30 6 105 47
EEL TR R B A B R 2 6 96.2 3.6
5 6 99.5 3.0
10 6 101 2.0
30 6 101 3.3
TR E R Bl A R 2 6 88.5 43
5 6 97.0 5.0
10 6 96.9 4.0
30 6 97.4 2.1
- IL[R) FAER
e ; HohaR TEHIE WNJEEE WANEIM R EaEr URIE SRR
HURHO R BEH BEH @) (%) RSD, (%) RSDg (%) O
7oA 5 — R R A R 5 0 10 104 5.4 7.5 0.67

27 ERVVUTRUTA
27.1 EERRE (FLIv 7 X)
27.1.1 AL
A HEZFORAH
1) FmHEEEE K—AZ 7 —n (7+3)
2) EXUVURREER O WHFEHEE R T 40 mg L LA AT 3MIE TR
., TOHMEEFSE L, A¥ ) —/VEEMIINZ TR L, 1 mg(Jli)y/mL @
BV UEERIK 2 T D,
TR LT R O —8 2 A RS I CIERMEICA IR L, 5 pg(J)fl)/mL
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O i BEAR YRR K OY 1.25 pg(F11il)/mL OARJR BEEARAERR 2 i3 2,

3) B Mt F-16 S

4) Ao K ORI & AR & LU C Bacillus spizizenii ATCC 6633 Z H >,
110 {Hl/mL @ §a 1% % B5 3 100 mL (2% LC 0.2 mL B2 % 5,

5) FERFR MEEIC X D,

6)  HHH s A A B ) ——7K (9+1)

7 HHAMET VS T hrua~vw NTTT7HEEET VI CRifE 63~200
pum (230~70 A > =) ) FlA& 130 °C T2 B L. 6 viw %4 &0 K%
Mz CTEFML, —KiFET 5,

B HMBABROAR
1) HEEHZ OTC XL CTC & £ W4
SHTRREE 3~5 g Z AT 3MECTRY . T OMAEEE L, 200 mL O 3Lz
=7 T AT AR, AR 100 mL 200 %, 20 [ IR T L7,
MR E A (ST A) THEBT 5,
AHUED— % ARSI CIEMEICAIR L. 5 pg(Jfl)/mL O & i BRI K&
O 1.25 pe(F11i)/mL DR BRI 2 32,
2) HrEEHZ OTC XX CTC # & 0HA
IHTEREL 3~5g Z AT IMETERD . TOKEEFEE L, 200mL O e
=7 7 AT A, EEE 100 mL 2002, 20 572 2B Tt L727%,
i Z A ST A) THAHT D,
ARETIT L (7 28 (N 14mm) ([ZHEEET VI T 12¢g (11.5~12.5 g)
ZHE TR TALIZL D) IZAN, HIOOHK SmL 28T 5,
Z D% OFHIE DO — ¥ 2 FRIREE CIEMICHR L, 5 pg(fli)y/mL o & E
FRBHAT o O 1.25 pg(F11i)/mL AR B SBHAR 2 F i3 %,
C = =
2-2 H&EIEIC L 5,
¥ 1 Aluminium oxide 90 active basic Art.1076 (Merck #) XX Z & [FZED
1N0)

(2E) HHEANY T —va v

< USHNEI =R fe OVl U RS

BT ) BIMPESE g - AIMENR R R UK
Ak o Fl A ek Mk L (%) RSD, (%)
EHIT LIy s R 20 3 101 2.6
40 3 101 L6
80 3 101 1.7
EHIV - IRXTAT LI VIR 20 3 99.4 1.2
40 3 100 1.0
80 3 101 2.4

2712 KU =T VRHUEWEDWENR 7 v~ ~ 77 71285 EERBRE
B3Hi1ICX D,



272 EERBRIE (k)
2721 ¥RiE (20 1)
(it F %6 P - 5 AR
A HEZDAR
1) TRV UMERERE 2711 DA D DICEY 1 mg(Hli)/mL OFF L N
IR AR D,
ERICER L T, EEFIRO—# A2 K— A%/ —v (7+3) TIEREIZHR L.
4 pg(FI)/mL 0 i i B R G KON 1 ng(FMH)/mL R A v & L 5
2) H: M F-16 BhiH
3) R Kk OV BRI & U C Bacillus spizizenii ATCC 6633 % >,
1x107 fE/mL O a1~k & F5 1 100 mL 12%f LC 0.1 mL F2ENZ %,
4) FERIEAR MfEEIC L 5,
5) fl B A K ) — =K (9+1)
6) HEHMET LIS N hrm~ 7T 7 HEEET VI CRIR 63~200
um (230~70 A > =) ) Tl 130 °C T2 BEMEERE L. 6 viw %4 &0 K%
MATEML, —KFFET D,

B EA#AROHRH
SIHTRRELD—H (MN & LT 800 pg(Jifi)FEY &) 2 H2ETF 3 HTETEY |
FOREAETEL L, 100 mL OHfe =47 T 2 2 A, B 50 mL Z00% .
20 A EIRE THIE L2k, ik Z A (SHEA) TAIRT 5,
AT T (7 28 (N 14mm) ([ZHEIEET VI T 12¢ (11.5~125 ¢)
ZHATRTALIELD) IZAN, FIDOFMHK SmL 25T 5,
ZOHOWHIED —EZK—A X ) —)b (9+1) TIEMICHIR L. 4 pg(/]
fliymL O EEERHAKZRE L, FIZZhEzK—A¥ /—/ (7+3) TIEMIZ
AR U, 1 pg(Jif)/mL ORJREREEIR Z AT 5,
c = =
2-2 HEEICK D,
¥ 1 Aluminium oxide 90 active basic Art.1076 (Merck ) XX Z ¢ FRZED 4
D
(%) GIERNY) T —va v
« IRNEN S fe OV UK BE

. ; WOMPEEE 0 TRINEI SR R UK B
PR et RN T gy RSD, (%)
3 5 HEdA Ak 60 6 99.5 1.3
80 6 100 1.2
100 6 100 0.8
g5 A ELA Ak 60 6 99.5 1.1
80 6 100 1.2
100 6 101 0.9
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- JLEEBR
e ; Fahat HIR OWRINEE WINEL R SR URE Sl pskss
B O FEFE L e
A (a( i) (%) RSD, (%) RSDg (%)
i35 ABLAS e 4 0 30 100 2.0 2.3 0.28

HorRat

2722 ¥RiE (20 2)
(it FH %6 PH - 4= AR Y
A HEZDRAR
1) TRV UMERERE 2711 DA D DITEY 1 mg(HMli)/mL OFFR L N

IR AR D,
fEICBS L C, RO —H 2 K— A X 7 —/ (7+3) TEREIZHRL.,
2 ng(FIMM)/mL O i FERE YL KO8 0.5 ng(FIMl)/mL ORI BE RS Y ik & i3 5

2) K Mt F-22 SEiH

3) R & ORI & R & U C Bacillus spizizenii ATCC 6633 % H >,
1x107 fE/mL O a1~k & B3 1 100 mL 12%f LC 0.5 mL F2E N %,

4) FERIEAR MfEEIC L 5,

5)  fHH A K ) —L—7K (9+1)

6) MEEMT LI T N Lhrm~ 7T 7 HEEET VI CRIR 63~200
um (230~70 A > =) ) ¥2% 130 °C T2 WM L. 6 viw %4 ED K%
MATEML, —KFHET D,

B EA#BEROHRH
SHTEREIO—H (MN & LT 300 pg(Il)FM Y &*3) 24 855 3HTETRY |

ZOEEATLE L, 100 mL O =/A 7 T 2 3T Afv, fliHESE 50 mL 200 %,

20 ;AN EIRETHIH L2, ik 2 A8 (SFEA) THAET 5,

AWRETT L (7 28 (N 14mm) ([ZHEIEET VI T 12 ¢ (11.5~125 ¢)

ZHATRTALIELD) IZAN, FIDOFHHK SmL 25T 5,
ZDHEDOFHIK DO — %2 K CIEMICAIR U, 2 ng(Fli)/mL O @& i BRI

ZRBL, BloZhzK—A% 7 —)v (743) TEMIZHR L, 0.5 pg(J11li)/mL

OARIR BRI 2 T 5,

c =

il

2-2 HEKRIC L D,
1 KEMORBICLVBINERES RDIGERH L0, BLEIZIEL T
RN MR T D T L,
2 Aluminium oxide 90 active basic Art.1076 (Merck ) XIZZ i EFAED L
D
3 HTREBIOBEEN S 72D Z kD R A N 2 7 BRI I
RO EIREHHPRER G S, FIEFEIH 1O 120 HiEL N5,



(BE) DWEN) T —va v
* BRI =R K O Lk BE

i ; WINRE .. OB o URE R
RH OB iy TR (%) RSD, (%)

FHLI A4 E R E A B R 1 15 3 99.1 5.9
30 3 98.6 2.3
45 3 105 5.7
FHLI T4 F AR B A B 2 15 3 104 3.2
30 3 102 1.9
45 3 102 2.3
FHLI B R AR A SR 3 15 3 105 2.8
30 3 103 5.3
45 3 102 5.2
FE L4 E R A EE 4 15 3 106 8.3
30 3 106 6.4
45 3 104 0.8
FH B R HELA EE S 15 3 91.7 1.8
30 3 96.4 2.0
45 3 99.6 43
WA IEE A EA R 15 3 109 3.8
30 3 106 3.0
45 3 102 45

WA IEE H B A Bk 15 3 108 10
30 3 111 1.3
45 3 102 4.1
WA IR E A EA AR 15 3 111 4.8
30 3 110 1.2
45 3 106 5.5
4R EA FEF 1 22.5 5 109 3.0
. e 30 5 107 1.7
UNEA PO —F 2 —71R2%EE) 45 s 104 29
F B A R 2 15 5 102 2.9
(FE—~A  TATFAT 7, Iy 22.5 5 109 1.1
I A¥ 22— T 18%IEA) 30 5 104 4.5
45 5 105 1.1
4B A R 3 15 5 114 3.1
et T A 2.5 5 108 2.4
(TIVT 7T 7 ~AF T4 %E0 A 10 s 107 L8
45 5 107 1.9
F B A BE 4 15 5 118 2.1
T AT 22.5 5 103 2.4
(TINVT 7T 7~AF 714 %R A) 30 5 108 17
45 5 104 0.7

2723 AU Z—TINVRIEMEOWRIK 7 a~ s 7 Z 712X % 8 &R BRE

F3HI 1212 KD,

273 fREE EARE

2731 KUV Z—T W RPEWE DO NA A A — 87T 718 X D[RR R E Rk
(36 P i fel)
I IITkD,
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M
H

2732 RNV Z—TNVRPAEMEDWIKR 7 v~ 77 7E &SI X 514
Rk
34X A,

274 fRFEHEEE (LI v T R)
2741 RV TZ—FLRPFEWMEDNRAL T H— 7T 712 L AHERRBRGE
FI3IHIS1IICTLAD,

27.5 WeRERERIE (AR
2751 RV Z—T VRZPFEWEDONA A F— N T T 712 XD HERRABRE
35212 X 5,

28 BT RFRUTLA
28.1 EERRE (LI v T R)
28.1.1 PRk
A HEFORAH

1) MHRGEHE K—2AH 7 —n (3+1)

2) TY¥my NERER WHAEEI e F40mg Ul L2 AT IMECE
D, TOHMEEFG L, A X ) —VEEMIZNZTEN L, 1 mg(Sfi)/mL ®
Z¥ ey NMEEFRKREZRET 5,

fEICER LT BRI O —3 2 A BRI B CIEMEIC AR L. 4 ug(Jif)/mL
O T FEAE N KON 1 pg(FIf)/mL ORI EERE Ui 2 4 5,

3) B 1 F-18 HEEM

4) MR EOHRINE  RBRE & U Bacillus spizizenii ATCC 6633 % I\,
1x10°f#l/mL D §E 1% & Fs 100 mL (2% LC 0.1 mL F2E Mz 5,

5) FRPMR  HAFLIEIZES

B EA#BEROHRH
AR 3~5 g AT 3METEY . TOMEETLE L, 200mL D Hfe =
7T AN, A/ —/L 100 mL #01 %, 20 50 R T L7721,

Mk E A (SFEA) TAHRT S,

AU D —H 2 ARG CIEREIC AR U, 4 pg(JIAl)/mL o @i B aBHATE M OV 1

ng(Jil)/mL DR BB IR A2 T 5,

c = =3
222 HEEICE D
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(BE) DWEN) T —va v
* BRI =R K O Lk BE

; WHRE .. WNEN S ok UK R
PR ORER (g(J1li)/kg) AL (%) RSD, (%)
FL v Al 75 6 95.6 15
15 6 96.4 15
75 6 99.3 1.6
FL v s A2 75 6 96.2 2.7
15 6 99.1 2.4
75 6 99.7 1.4
FL v A3 75 6 93.3 3.0
15 6 97.5 27
75 6 98.8 23
o He[EEER
e ; HHhEk A RONGEE RINEILE  smie L SmmskE
AROME ooy BEH www (%) RSD, (%) RSDg (%) OR¥
LTI LI v I A 6 0 8 100 22 23 0.55
D PAVERP R 6 0 15 102 2.0 2.9 0.79

28.1.2 Wik~ N7 T 7k
A HECHH
FH¥r R RY U LAERER WAHEETZ e R 50 mg(Jl)FE Y B A2 H R
BT 3 METERY, ZOEEEZTLEL, 100 mL ORFET T A 3T AL, A
J—=VEMZTEMNL, BIERETAY ) —LEMZ I KPR
U AEMERIR AR5 (o 1 mL X, Ve R FRYUTAELT 05
mg(WMHEYEZEAT D, ) .

ERICEE LT, Em¥EREO —HE A%/ — /L CEMRICHIR L, 1 mL P27
Fry RPN AL LT 1~15 pgUIMNHEYEEZEET I HRADOT v R
T U U LERER AT D,

B = =
Fh H B 2~Sg 28T 3IMETRY, TOKMEELHEL, 200mL O
IR ZHT7 T AT AN, AHX =L 100 mL ZH1x., 30 MBS CHH
T 5, HHE%E 50 mL O R LILEAE IZ AFL, 1,500xg T 5 iz Doy RE L.
AR D —HE AL ) — IV TCERICHERT 5, RICZOREA LT T 7

A VH— (LR 0.5 um BAF) TAWL, k7 a~ 7o 7 0 —icfk3 58
BHAR & 95,

ks a~ 777 40— BEHERK S 7 r Y R RNU U AEHERS 20
wWL 2k o~ N 7IHEAL, s~ ST LEGD,

HE S B

B OH R EotKEEs (BhEPEE 310 nm, #OGHKE : 420 nm)
BT A FITEFIATINMMEY B D T A (N 4.6 mm,

£ & 250 mm, K% 5um) *!
EOBE W AX = — U CERARET? (9+1)

it

-

: 1.0 mL/min
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717 NAEIRE 40 °C
R Ao u~ NI ALY ESNITHEE RO THRERE
ER L, REtFOIH sy RPN v a&E2EHET 5,
7 1 Shodex CISMA4E (LY vy 78) NiZZnEFRZEDOH D
2 U UEERTIAKEHIY T AL272g (2.715~2.724g) HKITENLTIL E L,
U fg (1+10) T pH % 2.9~3.1 IZFR¥ET 5,
(BE) piEANY TF—va v
< IINTENRE R e OVEOR UK BE
VR g

NIEINIE S SUa Oy ):3

OB O FlHH ke #hiK L (%) RSD, (%)
WHLI vz A1 18.25 3 98.5 1.2
37.5 3 98.9 1.2
75 3 102 0.2
WHLVI v A2 18.25 3 97.0 2.0
37.5 3 95.8 2.3
75 3 100 1.9
LHFLIv TR 18.25 3 98.2 1.1
37.5 3 101 1.4
75 3 100 0.3
(%) 7ua~ 7T L0
!
|
fhe!
i
= |
14 {
1 . 1 —
0 5 10
(#1505 =

AR (BATJLI VY RIZLS ELTT75 g (Affl) /kg HHESRM)
NH/AT TS L

282 EERERIE (fAE
28.2.1 ¥HRiE (£ 1)
Gl &P - 5B W)
A HEZFORAH
1) J%n8m s FEARER 28.1.1 ® A D 2)Z LY 1 mg(JHii)/mL & Z o RiE
IR 2T D,
ERHICEE L T, BEHRFERO —HE2K— A% 7 —/ (3+1) TEMIZHRL,
1 pg(Il)/mL O = FEEREYER K Y 0.5 ng(FIli)/mL O FEAE ek & 83 5,
2) K% H F-18 75t
3) ML OHINE R & L C Bacillus spizizenii ATCC 6633 % H >,
1107 f#l/mL @ fa 1% Z F5 100 mL (2% L C 0.4 mL F2EMNZ 5,
4) FERIWEAR TAFIEIZ LD,
5 YUBFN BT hra~ 7T T7HYYBFAED (KR 63~200 um



(230~70 A > > =) ) % 110°C T 2 BEfsL#9 5,
B EMBABROHH
Hh o oo —# (LS & LT 1 mg(UM)M Y4 &E) 26898 F 3 Hrx
THEY, TOEA2LHEL, 200 L OB =M7F 232 A, 7okl
2100 mL 2%, 20 72 EE Tt L%, fiHiis A8 (5F A) T
AT 5, A 25mL & 50 mL O HARRBRE IZ A L, BilET N U v A (HEK)
TR LT-t2, A (5 FE A) TABL, 7 L0ABICHT 23 EHNEIR &5 5,
717 LAV UATN25g (225~2.75g) AL ) — BB IETH T A
B (N 10 mm) [T LiAFZ, A X/ —)1 20 mL (N7 a kb A 50 mL C
NER e L Ch T 2T %,

HEHANE 5 mL 20 7 LITIEFEIC AL, KIE2AFETAHD Biind 3 mm D
B SIZET S FE Tl 2~3 mL/min TR S E72%, 72 adk/L s 30 mL 200
Z. RIS 5,

S50mL DT T TAAZRTLOFICEES, AX /= 15mL %07 A
MMz T LS ZEH S8, BWHKZ 50 °C OKBE CRIELZE L2k, A%/ —L
5mL ZIEFEICIN A TR 20T, ZOWRD—HZK—A % ) —)L (5+1)
TIEMIZAR U, 1 pg(Jifll)y/mL O &R AR L, T2t K-
AH )= (3+1) TIEFEICAHR L. 0.5 pg(FIMl)/mL O REHA TR % i fil
T 5,

c %

il

22 HIEIEIC &L D,

£ 1 Silica gel 40 (Merck #) XX Z i ERIZEDH D
(B%E) piEAN) TF—va v

« NANIENR R e ORI UK BE

IR BINEN R R LS EE

g ey ) *’E p i E“
R DL iy Y (%) RSD, (%)
195 F R EA AR 75 6 102 2.1
125 6 99.3 1.7
7 a4 T —% AR S SR 75 6 98.3 3.6
125 6 101 2.8
pn ; Bt ZEHE TRHNPEEE WRANMEIL R S URE R
= N ¥
FUk O R BRES BRE (o) (%) RSD, (%) RSDg (%) HorRat
7 u o 5 — IR A e 7 0 75 101 2.7 3.9 0.47

2822 FiE (20 2)
(i i - 2FH)
A HEZDAR
1) J%nm v RIEAER 28.1.1 ® A D2} LY 1 mg(JIl)/mL @O Z Wz RiE
WK 2T 2,
EARICEEL T, BEEFIRO a2 K—A% /7 —/ (3+1) TEMICHRL,
2 ng(FIM)/mL O AR AERE K O 1 ug(FI4if)/mL O BEAE R A2 RSl 5,
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2) K Mt F-18 SiiHh
3) R &k OV BRI & U C Bacillus spizizenii ATCC 6633 % >,
1107 {El/mL @ §a 1~ % H5 3 100 mL (2% L C 0.4 mL F2E % 5,
4) EREHR  HALEICED
5) BEREUK T AX—Y40g (3.95~4.04 g) EKIZEML, 100 mL &
Do
B EAMAROHAH
Hh o ATk 182 ¢ A HMIHFE IMETED ., TOHMEATE L, 200
mL O =HA 7 T X T A, BEREKR15mL 2 N2 THERE 7%, 10~20
SRR CEHE TS5, BT =V 8 mL 1%, 30 HEINEIEET
Tt U722, sl x A8 (5 A) THIE L TR 1 mﬂﬁﬁkféo
Ko o BUEHANR 25 mL & 200 mL O3 &R SHIZ IERELS . 7K 25 mL &0
Z. FIZAFH 50 mL 212 7T 10 %) ﬁ%@@ﬁt%ﬁﬁfé N E
(LF)%Z%mL@@T%7713 AR, BERERIRIZ~FH 2 50 mL 1z
SRRV IEYE, ~F VU BEREORTE T I AR LE 5, BIZHEEIK
_«%ﬁ/mmL%meﬁ%_@WTéoA%#/E%swcwm@fﬁf
HolE L7ete, ~F P 10mL 22 CHEREMZ N L, B 7 204 53K
BHAK &3 %,
BT L U A =T A (690 mg) T AAFHY L 10 mL THEET
Al
REHAIRZ X =77 [ AL, REAFTTAAO ESGICET 2 Tl F S
5, BEHRKDO AN > TR T 7 T A3 ~FH 2 10mL THE L, ik
=BT NI A, FERIC 2 EEET S, RIS, ~FH 2 20mL KOV r R
RNAVL20mL I =4 T AMIMA, =07 LEIERETFT S,
S50mLORTHT7TAA%I=NTLADOTFICEES, /raRLh—RAHF ) —
U (4+1) 30mL =4 T A ATLS Z2EH S5, WHIEZE 50 °C DK
WCWJERLE L=, A ¥/ —/L 10mL % EfEICNZ CTREDEZENL, Z0
Wa Ak (SFA) THBT D,
AWED—EEK—A K 7 —/v (45+7) TIEMEIZHR L, 2 pg(Jli)/mL D&
RERBNAKEFBL, TicZhEdK— A% 7 —/L (3+1) TIEREIZHIRL,
1 pg(ZIl)/mL DR EERRHA TR 2 TR 5,
c = =3
2-2 HEEIZ KD
1£ 1 Sep-Pak Plus Silica Cartridge (Waters ) (24 2 F&D U HF— " —%
BELEZLOXIFEINERZEDL D



(BE) DWEN) T —va v
* BRI =R K O Lk BE

SO o B WINRE g NENNER R LS E
" (e(Hiye) L (%) RSD, (%)
AR E LAk 33 3 101 0.9
WAL E B A fER 33 3 98.9 35
- M [FEEER
St " AR AR RINEEE WRNELR SR LR s
PRORIE s met @) (%) RSD, (%) RSDp () O
PR A A 5 R B fie ek 11 0 33 95.7 3.5 5.3 0.56

2823 ik v~ K777k
(36 FH&GPH - 3B H)
A BREOCHZR
1) Z¥uaT R R U LEAER 2812 DAk D,

2) MR VT AL —E25¢g (245~2.54 g) ZIKIZEEML T 100 mL &7
2o

B =

il

Fh t
1) raER RS <Ly MREIMEVINT L 72 k055
INTREE 10 g Z BT 3METRERY . ZTOKMEAETH L, 200 mL O3t
=7 T A2 A ., BEERK 20 mL 2z, X<EMLEHE. 40 °)C O
K ET20 M ET D, FIZAK 7 —/L 80 mL & Z DTN, 10 53
DEIRE T T 5, ik ZE 50 mL o ke O e E 12 AL, 1,500xg T
5oL gEEL, ERAREA LT T T 42— (FLEZO0Sum BLF) T
AL, W7 a~ N 77 7 4 =12 T 2R EHAK & T 5,
2) IHTREIR AL MIREMBVIN T L 7= fEH A O35 A
SIHTRE 10 g Z BT 3METEDY ., TOEEEFH L. 200 mL D4
=477 23l A, A% 7 —/L 100 mL 201z, 30 572 &R Tl
T 5, A 50 mL O IFRE LILEAE 2 AT, 1,500xg T 5 47 flis Oy B
L., bEBABBEEAL 7T T 45— (FLF2 0.5 um LLF) TAHBL, KK
sma~ 777 40— 2RENRIR & T D,
Wikr7a~ N7Z77 4— 28.1.2 D BOEK I v~ 777 4 —DHIZK D,
Gl B 2812 OB OHEDIEIZ L S,
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(B%8) GIEN) T —var
* BRI =R K O Lk BE

. ; WINRE .. WINENR R oK UK EE
R O iy TEL (%) RSD, (%)
95 BRI A RN 37.5 3 97.3 5.2
(FEMEY) 75 3 98.3 4.7
112.5 3 99.7 3.9
P19 5 F B A 2 37.5 3 100 1.6
(FEMEY) 75 3 95.6 5.5
112.5 3 99.1 15
7 a4 7 —EE AT B A AR 37.5 3 103 2.0
(FEMEY) 75 3 98.8 4.9
112.5 3 99.1 1.5
95 B A A e 37.5 3 104 3.4
(nz) 75 3 107 2.9
112.5 3 105 4.0
- LR
A Ny Fiha FHR ORINEE RNEER Al Ui sh e
ABk O FlEAR Bt BEH (i) (%) RSD, (%) RSDg %) HorRat
Y5 EARELA TR () 6 0 75 106 1.7 3.4 0.41
95 BRI A TR R 6 0 75 96.9 1.6 2.0 0.24

(%) Zu~ 7T L)

HTEE

I
0 1Iﬂl
[R5 RS, 5
ARMEE (BT SERAREFEN GEMmME) ITLSELT
75 g (Affl) tHEH=EHM) O/ LTS LA

28.3 PEE EABRIE
283.1 HNYZ—T VRIIEMEDNA AA— F 7T 712 L D8 EE ERRE

(36 P i fkel)

HIM3ITL D,

£

i

2832 ANV Z—FT VRIEMEOWK v~ 77 780 HEHTZ X 51
a1
EI3HAIZE A,

28.4 FREFRERERYE (LI v R)

284.1 R —TFT IVRAPIEME DA A — 7T 712 L DA
3 S1IICX A,
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28.5 TEERIRERIE (FEEL
285.1 RNYZ—TFTNVRPUEWE D NRA A4 — 7T 712 X DRk BRE
W3 s212X 5,

29 WREEA F~A v
29.1 EERRE (FLIvy 7 X)
29.1.1 PARIE
A HEZDRAR
1) FEMEIR
i) 2 SHRRTEIK
i) 4 SRR
2) W ~A T UAEUERR WD~ A v XN ERZED S O 40 mg
U bEZANEF3METREY, ZOBMELZTCE L, 2 SHEEKRZ EMIZINZ T
WL, 1 mg(ff)ymL O )~ A o o HEURERK 2 RS 5,
flEHIZER LT BEERIK O — % 4 SR @R CIEMICAR L, 2 ug(JI1fi)/mL
O 18 i FERE AR KON 0.5 pg(f)/mL O AR FEREHERL & 345,
3) B M F-3 SR
4) TR OWINE B E & U C Bacillus spizizenii ATCC 6633 % H >,
1x103 {E/mL O i1k & B5 1 100 mL 12%F L C 0.5 mL F2EMNZ %,
5) ERIMR  HAFLEICKD,
6) HhHIEEE  K—7% b —HEEE (51+40+9)
B EMBAROHR
MR 3~5g Z AT IMTE TRY . TOKMEEZFEK L. 200 mL Otk =
47 7 22T AR, SIS 100 mL 2002, 20 53 [A] 72> & IRE THEH L7218, Hif
Hikz A% (5 fE A) THABT 5, AR 20 mL % 50 mL & & —H —I|ZIEfEICZA
L. T E=T/KT pH & 7.9~8.1 ITHHET 5, ZOREEL 4 SHEEK T 100
mLORET T AL, FITHERE T4 5 EEREIMZ -5, A8 (5FEA)
TAHIBT D,
AIRD—E % 4 SAEEIR CIEMICAHR L, 2 pg(Jifliy/mL O & E AR &
OV 0.5 pg(Jiill)/mL OAKR EEREHEIR 2 R T 5,

c = =3
22 IRIEIC L 5.
(BE) HiEASN)TF—va v
PRI R O LRSI
e s WINERE .- WhnE =R R UK
2 N7 K | pai
PR ORI @i TR (%) RSD, (%)
CHILTLI U 2 3 101 22
5 3 99.2 1.2
10 3 98.8 0.4
CAS - AT LR 2 3 98.5 0.8
5 3 101 1.6
10 3 99.9 11
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30 oY) AF
30.1 EERRE (LI y T X)
30.1.1  CPARIE
A HEZDAR
1) FEfEK 5 SRREK
2) = U RAF UAEAER WD Y 2F T I E RO O E A T
T (0.67kPaLLF) | 60°C C 3 KEizL7=%., 40mg UL L& HNEF 3 M &
TEYD, TOKMEAETEL L, 5 SRR A B/ % T2 L, 1 mg(Ji1fi)/mL
DY RF AEHERIK 2 T D,
fERICER LT, BEHERIE O —E & 5 Sk @ik CIEMICAR L, 2 pg(J11fi)/mL
O e I A R K O 0.5 ng(Ff)/mL O I RS U iig & L4 5,
3) B Hh F-9 555
4) R OWINE EAH & L C Bordetella bronchiseptica ATCC 4617 % F\>,
B Z B 100 mL (2% LC 0.1 mL F2ENZ 5,
5) ERIMR  HALEICKD,
B EAMAROHRR
IHNTEREL 3~5g Z A BMF 3METEY ., ZOHMEEFLE L, 200mL Ot =
877 A3l A, H#E (1 mol/L) 100 mL &%, 20 /5 Ri2s& B8 Tt L7
%, WHiEE A& SFEA) THAIBT D, AR 20mL % 50 mL O v — & —|ZEf§
AR, ToE=T/KTpH % 5.9~6.1 [Tl T 5, ZOHRERESR 5 SHEEIK T
100mL D&Y T A3 ZB L, HITERE TS SRERE Mk, AR (5%
A) TAHIBT 5,
AIED—H % 5 BAEEIR CEMICAIR L, 2 ng(Jifli)y/mL @ & E s EHA TR &
O 0.5 pg(Jifil)/mL OAKR BRI 2T 5,
cC = =3
2-2 &L X D,
(2E) HHEANY T —va v
« WRINEIIS R fe OVl U JEE

e ; WO o WRINENEE MK UK
RS (e(1lfy/kg) Pk L (%) RSD, (%)
PRI/ 0.5 3 96.4 3.3
2 3 102 0.7
10 3 100 1.1
TLIv s A2 0.5 3 105 2.2
2 3 101 3.8
10 3 96.7 47
PRI/ 0.5 3 99.9 5.1
2 3 95.9 1.8
10 3 95.6 1.8
- L E R

s v AR FEAI WHINEEE RN SRR URE SRR
SR ORI BRER SR eorfivke) (%) RSD, (%) RSDg (%)

LIV IRA 6 0 2 95.1 3.6 4.1 0.79

HorRat
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302 EERARE (FED
30.2.1  CPARIE
A HEZDAR
1) FEER 5 SRR
2) AR
i) CL2N10g(Afiy/tLh Eossa  SERER -7 hr— U 2P (91+8+1)
ii) CL 2% 10 g(/iffi)/t K D5 E 5 BRREwR -T2 rr—Y Y
(83+15+2)
3) U RF UEAER 30.1.1 ® A D 2)IZ2E Y 1 mg(JIfiy/mL ® = U RF L HE
HEFIR 2R 5,
fEANCBR LT AR YRR O — & 2 A R I CIERE IS AR L. 0.8 ug(J)4ffi)/mL,
0.4 pg(71ffi)y/mL, 0.2 pg(/Iffi)/mL, 0.1 ug(F11fi)/mL K O 0.05 ug(/11fi)/mL D%
PR 2 T %,
4) 5% Hh F-9 5551
5) HIRNOUSIIE AR & L C Bordetella bronchiseptica ATCC 4617 % U,
100 52 AR L7Z iR & B 100 mL (2%f L C 0.5 mL F2EMZ 5,
6) TR  HAFIIEIZLD,
7y HHEE K—T7% Fr—HEEE (51+4049)
B EAMAROHRR
1) CL 2% 10 g(Jiffi)/t L EOBE
SItTaEt o —# (CL & LT 100 pg( A2 &) ZHANE T3 ETED .
ZOEEAFTELL, 200 mL DIt A7 T X3 AL, EU PV 5mL LU~
X S5mL ZMZ, 2~3 0N ERES, FICHEEL 95 mL 2%, 20 4y
M ERECTHIHT 5, % 50 mL O3k LILEE I A ., 1,500xg T
5 oE DL %, K—7' M@ (TR 258 (5 A) TAHET S,
A 20mL % 50 mL O & — I —IZIEfEICAIL, 7 =7 7K T pH % 5.9~6.1
ZHHET D, ZOREEEY S BREEKT 100 mL O2® 7 7 A3lB L, HIi
EARE TS5 BREIRE M 2%, AH (5FEA) TAmL., 0.2 pg(Jifi)/mL O
REHA R 2T 5,
2) CL 73 10 g(Jil)/t A¥m OHA
SITEEt O —# (CL & LT 50 pg(JHiHY &) G2 T3 HTETED .
ZOBMEETEL, 200mL O =H 7T 2 a iz A, BY P2 5mL KO
XY 5mL ZMZ, 2~3 M ERED, BICHHALE 05 mL Z1x., 20 4y
MRS T+ %, MK %E 50 mL O3 fm 0 EE IS AL, 1,500xg T
S5oMELaBEL. K—TE N (TR 251K A TAET D,
AR 20mL % 50mL O B — I —(ZIEMEIC A L, 7 F=7 /KT pH % 5.9~6.1
ICHHEET D, ZOREEEY S SREEIRTSOmL O2&ET7 7 A2ZB L, BITE
BRE TS SRR A M A T-t5, A& (SFA) TAE L. 02 ug(JIfiy/mL O
BHAR 23 %,
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o
it
belo

FEEMARIEIC K D,
(BE) HIEN) T —a v
 IINTEI R K OVl UK 2

; . e ; WnpEE . WRINEN R fOR UK
Y YAN = N ¥ i
TIN5 4 2B fEE (e D #R L (%) RSD, (%)
g U AT 3 95 B Rk HELS Ak 2 3 99.2 3.5
(R B %) 20 3 99.0 1.3
40 3 98.2 3.5
W 5 E AR LA e 2 3 100 1.4
20 3 100 1.1
40 3 100 2.5
KI5 Bk E Ak 2 3 102 1.4
20 3 101 2.8
40 3 97.8 0.6
VEFLIA IR 7T B L A 2 3 99.3 1.6
20 3 98.1 1.7
40 3 99.6 2.0
F B E Rk fid A ik 2 3 100 2.3
20 3 98.5 2.0
40 3 99.2 2.0
g U 2> 3 95 Bk HELS R 2 3 99.2 3.5
(FAL k%) 20 3 98.1 1.2
40 3 98.7 1.2
35 F R AL A AR 2 3 98.1 3.5
20 3 98.1 1.2
40 3 99.7 2.0
KT 9 B R BLA Ak 2 3 99.4 2.4
20 3 97.2 2.4
40 3 99.1 2.3
VLR B R B A R 2 3 98.0 3.5
20 3 98.7 2.8
40 3 97.4 3.1
TR R B A R 2 3 99.1 2.4
20 3 98.5 2.0
40 3 98.0 1.8
- (R FAER
" o B EAR TNEE WONENLR EasE U SRR
B FERE ol i HorRat
AMOIR gy men (a(Hfye) (%) RSD, (%) RSDg (%)
99 AEA ek 4 0 10 105 6.9 6.9 0.61

31 WilE7 7 VA~ A v
31,1 EEARE (LI v 7 X)
3111 FARiE
A HEFOHAH
1) FREIK
i) 4 SRR
i) 6 SRR
2) TIVERATURERER O FHEET IO A X I N EFED G
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O & E T (0.67kPa LLF) | 60°C T 3 B[R L7=1%, 40mg Ll L&A
DBF IMNETED . TORMEATHZ L. 6 SHEMIKRA EMEIMZ TE L,
1 mg(JMYmL D7 A~ A 3 AEAREF R & IS 5,
fEHNZBR LT ARERIK O — % 4 SR &R CIEMICAR L, 2 ug(JI1fi)/mL
D R FEAE R K O 0.5 ng(FIMl)/mL O FERE ETR & R 5,
3) K #i F-24 BEiH
4) Ao K ORI & R & U C Bacillus spizizenii ATCC 6633 % H >,
1107 {H/mL @ §a 1% % H5 1 100 mL (2 LC 0.5 mL B2 % 5,
5) BRIV HALEICKD,
6) ThHIEEE  AK—7% b —tHEER (51+40+9)
B EMBABROHR
TIHTREL 3~5 g Z AT 3MTETED . TOBMAETE L, 200mL O e =
7 7 AT AFL, L 100 mL 20 %, 20 32 R8T L=t il
Hikz A% (5 fE A) TAHET D, A 20 mL % 50 mL O ' — I —IZIEfEICA
AL, TUE=T/KT pH & 7.9~8.1 ITHHHET L, ZOREEY 4 SHEEHK T 100
mLORET T AL, FITHEMRE T4 5EEREMZ -5, A (5FEA)
TAHIBT D,
AIRD— % 4 FREEIR CEMICAR L, 2 ng(Jifli)y/mL O @& A IR K&
OV 0.5 pg(Jifil)/mL OAKR FEBHE IR 2 R T 5,

C E =
2-2 H&EIEICE S,
(B3E) iriENY) T —va v
« TRONIEIN 3R K OVl U kS B
e s WIRE .. WhnEL = R LR E
WIS b | pis
AR ORI @i TR (%) RSD, (%)
EXITLI VTR 2 3 99.7 2.1
5 3 99.9 1.9
10 3 101 1.9
A XTI TR 2 3 99.9 1.9
5 3 101 1.3
10 3 98.6 0.3

RPN [ 3 O =V
32,1 EERRE (FLIv s R)
32.1.1 L
A HEZFORAH
1) FEENR 4 SRR
2) HA a3 REUER RS (a0 T2 E RIS O & A T
T (0.67kPa Ll F) . 60°C C3FFIELE L 721, 40 mg LA L&A 080F 3 M
TEY, 2oEELTEHEL. A% ) — VD EEFERICINZTHENL, B4 B
FEMT 2 IR0 2 C 1 mg(li)/mL & % A v 3 S U 2 R4 5,
fEHNCBR LT ARERUK O — 8 % 4 SR @R CIEMICAR L, 2 ug(JI1fi)/mL
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D T FE AR K O 0.5 ng(FIf)/mL O RS g & 4 5,
3) K% i F-7 555t
4) HR K OB AR & L C Kocuria rhizophila ATCC 9341 % >, 10
FECATR U 7= @i 2 55 100 mL (2% L 0.1 mL #2E Nz 5,
5) FERIMR  HALEICKD,
B HHEBROAR
IHTREL3~5g AT 3METERY . ZOHEEZFTE L, 200mL O e =
817 7 A3 A, K 50 mL ZA1%, 20 A EE, BIZAZ 7 —/L 50 mL
ZMA, 20 3R T L7212, iR a A/ SFEA) TAHAET 5,
AIED— % 4 SAEEIR CIEMICAIR L, 2 ng(Jifli)/mL O & E A K &
0.5 pg(JIily/mL DK ERBHE R 2 T3 5,

C E =
2-2 AEIRIZL D,
(BE) oiriEN) T —va v
« TRANTEIN 28 K USRS S
e S WNEE .. WNEII = MR UK
AR Fil % FrBINE
AR ORR i T (%) RSD, (%)
XIS LIS R 2 3 98.2 0.7
5 3 99.9 0.1
10 3 98.2 0.7
AL SERTATLI v R 2 3 96.8 0.5
5 3 99.5 0.8
10 3 98.2 0.9

322 EERRIE (R
3221 PARE
A HEZFDRAR
1) FEEIR 4 SRR
2) A AU RERER 32.1.1 ® A D 2)IZEY 1 mg(JIfiymL O X A 1+ FE
IR 2T D,
EANCBR LT, RERIK O —E % 4 SREER— A 2/ —/v (4+1) TIEREIC
W L. 3.2 pg(Fifi)/mL, 1.6 ug(Fffi)/mL. 0.8 pg(7iffi)/mL. 0.4 pg(JIfli)/mL
o O 0.2 pg(Fil)/mL D FAE AR % R4 5,
3) B F-7 B
4)  HEER L ORI & AR & U C Kocuria rhizophila ATCC 9341 Z H >, 100
FEICATIR U 7= & 55 #0100 mL (2% LT 0.1 mL #2E Mz 5,
5) ‘RN  HAIIECKLD,
B EMAROHAR
1) TS 7% 40 g(Jiffi)/t L EOEE
SIHTRREED —H (TS & LT 400 pg (SN &) Z AT 3HiE TED |
ZOHMAEFLE L, 200 mL OIFEfE =/ 7 T 2 2T AL, /K 50 mL Mz, 20
SN EIRED, BICAK /—/ 50 mL A1z, 20 23R B Chlit L 7=



%, HHEE A% A TAHET D,

HIRD—Hh% 4 SEER—AF — (7T+1) TEMICHR L. 0.8 pg(/
fili)/mL OFEHEIR 2 32,

2) TS A% 10 g(J)/t Lh_E 40 g(FMli)/t K O HH

SIMTEEFD —E (TS & LT 200 ug (Vi)Y &) # A2 F3IHTE TRERDY |
ZOHMEZFEL L, 200 mL O =447 T X 3|2 AfL, K 50 mL %, 20
SN ERE D, BICAHX /—/v 50 mL 21z, 20 & EE T Lz
%, HhHEE A S A) TAHERT D,

AR D —H % 4 S FEEIR CIEREICAIR L, 0.8 pg(JIli)/mL O FEHA TR 2 7
T 5,

3) TS 2% 10 g(Jifil)/t A D&

SIMTEEt O —H (TS & LT 80 pg(JIMFH Y &) AN F 3 HTE TED .
ZOEEAFTEL L, 200 mL OIAe =MA 7 T 23T Af, 7K 50 mL #M%x. 20
SN EIRE D, BIZAK /—)L 50 mL #0014, 20 & REECTHRELE
%, R E A S A) TAHET D,

A 20 mL % 50 mL D727 7 A 2 ZIEMEIZ AL, 50 °C ORI THERL
B L72f%. 7K 8 mL Z IEMICINZ THREM AT, BT, 4 SHEERKR — A ¥
/= (241) 12 mL % Z ORIZEFMEICMZ TRV IEE, 0.8 ug(/Ifl)/mL Ok

BHAR 28T 5,
C E =
FEYERRARIEIC K B,
(B3E) iriENY) T —va v
« TRONIEIN 3R K OVl U kS B
e y WINRE .. WNEI S e U
A JAH IR
AR O iy TEY (%) RSD, (%)
h 5 Ml Ak 4.4 6 98.7 2.7
3.8 6 99.0 1.8
22 6 101 1.1
g 5 A 4.4 6 99.4 2.8
3.8 6 101 1.2
2 6 99.3 1.7
VEFLI T R A R 22 6 99.7 L6
44 6 100 1.6
88 6 100 0.8

s o fRsg R AR WRINEEE FANMENI S sspumie URE S pyobmse
C RSN BREE (O (%) RSD, (%) RSDg (%)
VEFLI I A A et 5 0 88 101 4.8 5.0 0.61

HorRat

323 poEE ERBRE
323.1 KT. VM K ONTS OA A — F 7T 712 L D EEERBRIE

(36 P i fel)

3212k D,
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324 fEFEREBRE (L Iy s R)
3241 ANAAF— T T Tk
A HEZDAR
1) XAy U EmER 3210 OO A D DIZEY 1 mg(FIliymL DX A 7
VIEMERIR 2 RS 5,

FEAICEE L T, EHEFKO —H %2 A ¥/ — /L CIEFEICHR L, 10 pg( 7]
fi)ymL DI L =%, ToE=TK (25%) Z58E8M2 T 5 pug(h
lfiy/mL O % A 7 3 o AEAEE A R 5,

2) K% i F-111 =554
3) HREORINE  #BRE & L C Kocuria rhizophila ATCC 9341 % FHV>, 10
RSN L 7= iR &2 55 100 mL (2% L C 0.1 %fEENZ 5,
4) JBBHAESE TR R=RUA—RZ—L (17+3)
5) FEEEE 24-3 — R 7 2=))-3-(4-= b T 2= )L)5-FT =2 =)LT b T
YU LAY RO0.1g (0.095~0.104 g) ZKIZHEHNLT200mL &35,
B EA#AROHRH
IHTRREL 3~5 e AT 3METEDY . TOHEEFE L, 200mL O I =
77 A3l AN, K S50mL 2z, 20 pRIEREE, BIZAZ —/L 50 mL
A, 20 s EIRETHIE L72#% ., itz A8 (SHE A) THHT 2,
AIED—F % A K ) — L THIR L, 10 pg(FIMl)y/mL OFREEICHBL L 2%, 7
T=TK (25%) M Z T 5 pg(JMh)/mL OREHRIE 29 5,
C [ E
FBIHI2OCOEE I v~ 7T 74— BRVERORFR, 8558 & OFEDIHE
2k D,
L. EREEIET Y SOV 2 v, BB O RS EER O
EURICET S E TRET S,
¥ 1 TLC plate Silica gel 60 (20x20 cm) (Merck ) XX Z & FRZEDOH D

32.5 HReFEERERYE (BRD
325.1 NAFA— T T 7k
A HEZFORAH
1) Z Aoy o fEUER 3211 ® A D 2L D 1 mg(SHliymL DX A 1 &
WK 2T 2,

BERICE LT, BE¥FEO %2 A% /) — /L TCEMRICHR L, 10 ug(/]
fi)ymL DOEEFEICHB L%, ToE=TK (25%) Z%8EM2 T 5 pg(h
liy/mL O % A v 3 AR & R 5,

2) K Hi F-111 Bh5Hh

3) WM OWRINE  RBRE & L Kocuria rhizophila ATCC 9341 Z >, 10
RS L 7= 3 &2 55 100 mL (2% L C 0.1 %fEEMZ 5,

4) PR TEhr=hUL—RXH—) (17+3)

5) FEERAEE 24-3 — R 7 2= ) 3-4-= b 7 == )L)5- T = =/LFT T



YU AZrY R0.10g (0.095~0.104 g) Z/KIZEEHLT200mL &9 5,
B EMBABROHH

SIHTEREFD—H (TS & LT 400 pg(JHlyfH Y &) #6208 F 3 E TR, £
O fEZFEL L, 200mL OIAe =MA 7T 232 A, 7 h=HKVU /L 100 mL %
Mz, 20 rfiERE CTHIE 3 2, fliZ A (5FEA) TABL., AIKRIZT
=T K (25%) EEENMNZ T2 ug(Fili)/mL OFEHRK &35,

C [=] iE
32410 Cl2k 5,
Tel2 Uy AR M ONBRHA A 50 uL &2 AR v 45,
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¥ 3ET By pTiE
1 RV EZ—TFTARPAEMEOWE Y a~ s 77 712 X5 EERBRE
1.1 FLIvr A
(1) SrRREAEHE SL. SD. NR XU MN
(2) i
A HEOHEHE

) HV /v~ F M) U AERER WYY v A B AT
(0.67 kPa LLT) . 60 °C T 3 Kffdsz L. 20 mg(J)fili)FH 4 & % A 0¥ 3 M1
FTEY., TOKMEFHFL, 100 mL OEET T AIIAN, A¥ /) —/IVE
MAZTEWNL, BIHERETAX )=V ENZTHY )~ F b T A
ERFIREZ RS S (20K 1 mL X, HV /v~ F MU DAL LT 200
ng (MY EZEET 5, ) .

AL €, EHERKO 2 A%/ —/—K (9+1) TEMICHR L,
I mL FIZH Y )~A v F hUTAE LT 2520 pg( WML EEZER/ TS
BEOY) )~A 0 WY U MERER Z RIS S,

2) BT aTgwA T Y U AIERER HHAEREE L T 27142 20
mg(MMMHY EE BT 3 METEY., ZOEEEFTLE L. 100 mL D&
TITAIIZAI, AX = NEMAZTENL, TITERETAZ ) — L&
Z TR 2RSS (o 1mL X, BT ad~A T hIvat
LTC200 ug JMMMHLYEEZEZET D, ) o

ERICEE LT, E¥EREO % A%/ — /L TCEMICHR L, 1 mL izt
VT2 T A YT R AL LT 2520 pg( IS EEEAT HEEDOE
VT aTgwA YT MY U AERER AR D,

3) ST UUERR ERAERET T 2 20 mg(OMEY EE AT 3 HiE
TEY, TOEETLEL, 100 mL OEET T AIIZ AN, AX ) —LE
ZTHNL, BIERETAZ )=V E2NATT T U ERERE 2R %
(ZOWE 1mL %, 7773 & LT200pug (MY EEZEET D, )

AL C, EERKO 2 A% 7 ——K (9+1) TEMIZAHERL,
I mL T8 LT 0.5~20 pg( MY EZE AT H28RDT 7 R
Wk & T 5,

4) BRIV UF R U AERR HAEEE R T 20 mg(Affi)FE Y & A
BT 3HETED, TORMEEFTH L, 100 mL OEET 7 A 2T AN,
AB ) —=NEMXTHENL, BIERETAY ) — L ENxTER VT
MU D AMERF R AT S (O 1mL (X, TR F R TAELT
200 pg (MY EEZEFHT D, ) o

B L T, EEFRKO —HE2 A% 7 —L—7K (9+1) TEMIZHRL,
I mL FUZER YT Y A E LT 2.5~20 pg( AR Y &2 &4 9 550
DERT T M) U MERERZFH T 5,
B & =3
oM oW 2~5 g EDBF IMETEY . TORMEAFTHE L. 200
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mL O =7 T 2z A, A¥—/L—7K (9+1) 100 mL ZH1 %, 20 4y
M EECHE L, fitiiz A8 (5 A) THBETDH, AIO % A X
J—=b—K (9+1) CTERICHRLHE, A7 707 005 — (4L 0.5 um
LIF) TABL, kv~ 777 0 —ICitT 2R BHAK & T 5,
Wik v~ 777 0— BB K O PLAMBEAEER A 20 uL 2Rk 7 »
<~ ST T7IZEAL, Zu~x ST 0EED,
WESIE Hl
e #R s BN EE R R (MIE R 520 nm)
T A FTETINANTI MY ATV T A (N 4.6 mm, R
X 150 mm, HKifE 5 pm) *!
WOBE W AK ) — v —K—EEE (940+60+1)
FOI& W@ BilE 10 mL &2 A Z / —)L 475 mL IZ s ZIRE AR S5 % 120
2, "=V 15g (14.5~15.4¢) &2 TN (A

T B, ) .
i W IEBENR 0.6 mL/min, SR 0.6 mL/min

BOGAEIRE © 95 °C

FOE Bonlru~ I AnbL Y- ESNITHEERD THRERE

ERR L, BB O PIAME R 2 /T 5,

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

2 MISHENOR AL (N 0.5 mm, £ 5m (SD DEENRET D
BAICIZ 10m &5, ) . A7 LB ORISR E D T A0 B
Lo B IC B e TRAIELE., EHISHRI AT RPN E R AR IS E
%o BUSHRIZ., #LHFIMIANTHERT L Z &,
3 FRVUOFT PRI TAZONTR, BHLEERV VY A BEEXR Y
T MNIUARLET D, B, FERCVUT N U LMEERDO 7 0~
N7ZAMIENDTFEHREY—IN, TRV A ThD, £z, AR
D7 u~ h 77 LZBNTIE, BEROER T A &R UARFRREH
WCHENAE = NRER LV AT D,
4 FTUCONTIER, BEHLETF TV A BRIV UREBET D,
B, BT TVUEERO Y a~ N T NIBNDFERE— IR, ST
v A THDH, T, BRENREO 7 o~ 7T AZBWTIE, EERO )
Ty A LRI URFRFRICBENLZE— N T T A TH D,
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(BE) DWEN) T —va v

ENNENEYF6)

Y

R UK B

. o e ; WINIREE WMENE R U
WIS 44 Ao FliRE iy MR L (%) RSD, (%)

Y Is~wAvy  HTIHIBFEEHT LI 12.5 3 102 0.6
FrU DA 7 A 50 3 99.3 3.8
85 3 100 1.7

TuA 7 —BE%HH 12.5 3 103 0.8

TLIvTA 50 3 102 3.0

85 3 96.3 1.8

AAFEEHR LI v 12.5 3 101 0.9

7 A 50 3 98.0 1.6

85 3 98.1 2.8

trFaT~wA WAL v R 8 3 102 0.5
V20 el NURLAUN 25 3 99.8 2.4
Y] 3 101 1.5

BRI v A2 8 3 98.5 2.8

25 3 100 0.9

2 3 102 2.8

BR7LI v A3 8 3 98.2 0.7

25 3 101 0.4

42 3 100 2.7

FZvv HBHSLI v R 8 3 104 0.9
40 3 99.1 0.3

80 3 98.7 0.7

AL Iy 7 A2 8 3 96.0 0.2

40 3 99.1 0.8

80 3 99.4 0.5

BHSLI v 7 X3 8 3 96.6 0.1

40 3 99.8 0.4

80 3 97.2 0.5

BHSLI v R4 2.5 5 93.4 4.7

25 5 95.1 1.0

50 5 97.9 2.4

BHTLI v 7 A5 2.5 5 103 4.9

25 5 98.9 3.2

50 5 99.8 2.0

HBHT VI v 7 26 2.5 5 101 3.6

25 5 103 3.3

50 5 99.6 2.6

ERY T b WTH>BFERAT LI v 5 3 98.2 0.8
DRLYINA 7 A 33 3 101 2.1
80 3 102 1.0

TuA 7 —EE%HH 5 3 103 1.9

TLIvT 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 4.7

80 3 96.6 1.0




(%) Zu~ 77 L0

A
w AT
H UM
=
0 2 4 [+ Hi 10 12
{RI03RE
C
y N
§ + 535
3 10 12 14
1R,
E
% )7 A2
L rrusnsis
i} 2 4 G Hi 10 12
1R,
G
o ™N
H + S SR
=
3 10 12 14
{BH505RE, 55

e

0 2 4 &6 &

Lk o

T

EoTFaTe vl
FHID LEESF

|

10 12
{#F0= 7
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%

0 2 4 & 8
{FIH3fEL

BERRUAMABODIOT LTI L
AB,C,D : YR (KPiAmE & LT 200 ng (JI1l) 3 A)
E: ke BV X w7 A2 SL & LT 50 g(Jifih) /kg #8324 EHRN)
F:imae GEM 7L 2 v 27 A2 SD & LT 25 g(J1il) /kg R4 BHs0)
G : WnaE BHA 7L 2 v 27 AT NR & LT 80 g(Ji1li) /kg FH 24 &4 N)
H: HmERE (S 9 FBRMA 7L I v 27 212 MN & LT 33.3 g (i) /kg FH24 &

wan)
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1.2 gl
(1) irxtgsidm®E SL. SD. NR KUY MN
(2) ik

A HEOHEHE

) YV ~ATF MU T AFEAERR L1 O AICEYVYY )~ F Y
U LEVERIR 2 T 5,

AL T, EERKO 2 A% 7 —L—K (9+1) TEMIZHR L,
ImL WYY J~A 2T FU T AELTO0.5~8 pg( MY &2 E5HT 54
MOV Y )~A v b o MMERERZ ST 5,

2) BrTaTg~wA T MY U AR IL1DAICEYV B TFaT~wAY

VIEERIR AR D,

HERICEE LT, BHERRO—HE A% 7 — /L TCEMICHR L, | mL Hick
VT2 T AT R AL LTO05~10pg( MY EEEAT HE LT
2T7vA T N U AERER AT S,

3) T RE U 1.1DAIWCKD,
4 TRV UF U U LERER 1.1 O AIZEYERY v U % 1 8

T 5,

R LT, EERKO 2 A% 7 —L—K (9+1) TEMIZAHR L,
Il mL FIZERT T MY T AL LT 0.5~15 pg(JHlE Y &2 &6 3 5508

DER T N U MMERRZ T 5,
B = =3
i M B 10 g 2 AT 3 ETEDY . ZOEEEFLEE L, 200mL
DA =47 T 23T A, AF J—L—K (9+1) 100mL ZhNx . 205
TRETHHE L, fHEEZAH G A) TABRT D, AREAVT T 74
N — (FJLEE 0.5 um BLF) TAWML, k7 v~ N 777 4 — 2t 2308
Wik L+ 5,
Wk~ 777 40—
I | 1.1 ® B DFREOEIZL S,

L1 DOBOWK I a~ N7F 7 4—DHEIZK D,
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(BE) DWEN) T —va v
* BRI =R K O Lk BE

. N S , WINBEE . WNEILE o UREE
IR 53 44 A D FESH (e YD IR L (%) RSD, (%)
UV A G 3 5 B Rk RS R R 25 3 96.7 4.6
F R DA 50 3 102 2.1
75 3 99.7 3.8
T a4 7 —EE R 25 3 96.0 1.7
Bl A i Ak 50 3 98.7 2.1
75 3 98.7 1.5
TuaA 7 —mE %A 25 3 101 1.5
Bt A& i Ak 50 3 97.7 4.0
75 3 98.7 1.2
44 F Rk Bl A Rk 7.5 3 99.7 2.3
15 3 101 1.5
22.5 3 97.0 4.6
WA AR E i Bl A 7.5 3 103 2.5
fir Ak 15 3 98.3 4.6
225 3 101 4.0
WA AR E %8 LA 7.5 3 103 4.0
£} 15 3 97.7 3.5
22.5 3 99.3 3.2
trTFag~A 95 F Rk EL A R 12.5 3 97.8 0.8
DAVr Al NNV 25 3 97.8 0.9
37.5 3 95.6 1.3
T uaA 7 —BERi A 12.5 3 98.1 1.9
Bt & i Ak 25 3 98.7 1.6
37.5 3 97.5 0.9
a4 7 —EE%YH 12.5 3 98.3 1.3
Fic - i 25 3 98.3 1.5
37.5 3 97.7 0.3
A A4 95 B Rk BA R 40 3 99.0 2.7
80 3 97.8 2.1
120 3 102 1.3
a4 7 —EERH A 40 3 99.4 1.7
Bl A& fiil 8k 1 80 3 103 2.7
120 3 102 1.3
TuaA 7 —BE %A 40 3 96.3 0.6
B A i k1 80 3 99.8 0.3
120 3 97.5 1.9
a4 7 —EE R 25 5 98.1 7.0
Bl A fil 18k 2 50 5 96.9 6.5
75 5 98.3 2.1
T uA 7 —EEHA 25 5 107 3.7
B A 3 50 5 96.1 4.9
75 5 95.0 3.6
TuaA 7 —mE %A 25 5 93.9 53
Bl & fil k2 50 5 102 2.8
75 5 9.5 5.9
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BB R K O RS EE (e &

RO B MBI R UK

¥ A 20 3 %83
TINS5 4 Bk I (YD R L (%) RSD, (%)
TR T b 3 5 & kAL A AR 40 3 100 0.6
RN 80 3 99.0 1.0
120 3 99.7 0.6
7 aA 7 —BE miH A 40 3 99.3 1.2
Ficl £ i Ak 80 3 99.7 0.6
120 3 99.3 0.6
TuA 7 —BE%HH 40 3 99.3 0.6
Ficl £ fie Ak 80 3 98.7 0.6
120 3 100 1.0
WFEALEA 4 F R A 15 3 97.4 22
k1 30 3 98.2 1.2
45 3 96.0 1.0
WEFLI T4 E R A LA 15 3 94.9 1.8
{2 30 3 97.7 23
45 3 95.3 1.0
\FE L4 F R A 15 3 93.3 0.9
fil )3 30 3 95.4 0.9
45 3 96.5 2.7
EHLE A F RO S 15 3 94.9 1.0
{4 30 3 96.9 1.4
45 3 96.9 0.5
I FLI -4 E s A LA 15 3 95.1 1.9
fii 5 30 3 93.8 1.3
45 3 96.1 1.2
B4 4= Rk R B A A R 15 3 102 1.0
30 3 100 1.2
45 3 100 0.6
A A AR A A S 15 3 99.3 1.5
fid 30 3 98.0 1.7
45 3 99.7 1.2
A AR F % 8 A S 15 3 101 1.5
fia ket 30 3 101 1.7
45 3 102 1.0
= B A R 1 15 5 103 3.0
(hFEAPFBR—F2—712 30 5 102 2.0
%ol ) 45 5 105 12
2k Bl A Rk 2 15 5 106 2.1
(FERY— A TNT 7 30 5 101 1.0
LT Fod Iy I AFa—
7 18 %) 45 5 106 2.0
2k B A sk 3 15 5 105 0.8
(TIVT 7T 7~A 30 5 103 0.7
X 0 — T A%EA) 45 5 103 2.0
BB & R 4 15 5 98.6 2.1
(TIVT 7T 7~A 30 5 99.1 2.1
X 2 — T 14%EE) 45 5 102 1.4
S o v BRVE R IRINYREE UOMENGE  sovmmume s
E BROME oy gy (YD) (%)  RSD, (%) RSDg (%) HorRat
TV A BRI 7 0 50 94.4 2.7 3.0 0.33
FTRU T A
FeTaTed T T R 7 0 25 97.9 1.8 22 0.22
YU F b v A HHES R
A I I 7 0 80 99.6 2.9 32 0.39
BL A Rk
THovy RS 6 0 30 98.0 2.0 3.0 0.31
FTRU T A
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(%) 7u~ 77 L
A B

EAFaSTA L F DL,
ST J

L |

0 2 4 i 4 10

L PR P
g FROMLEEEE N

Uty ol

0 2 4 6 @ 10 12

RS 5 (R85, 55
C D
R FH LU ATEEE
e +TEEE( T \1;
H t
= b
e
a3 10 12 : T T T ' “y
R, 5 o2 4 8 &0
[R5 45
E F
. BT ST UL,
R SRiB{E

| FHUOLERSE
=

J\

0 2 4 g & 10

A

0 2 4 L] g 10 12

L R, 5
G H
N AT
” IR v
a3 2
] 10 12 J J T J T
{4505R8 5 ¢z 4 e el

{R 450578, 55
BERRUVFMEHNOIOT TS A

AB,C,D : EHERE (SL & LT 40ng(Jiffi), SD & LT 50ng(Jiffi), NR & LT
160 ng (F31ff) & O° MN & L < 30 ng (F34ffi) 73 A)

E : IRINGEH ($h3 5 BB A ETEHT SL & LT 50 g(Jifffi) /t #74 E7RMN)

F: ekl (7 ada 7 —RE%RIHAE AR SD & LT 25 g(Jifli) /t #14 &
W)

G : IINEE ($hd 5 BB A ATEHT NR & LC 80 g (F{) /t #1Y4 EFRM)

H: @k (S 4-F MBS EEHZ MN & LT 30 g (1) /t #0245 &)
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2 YA, RNR—=T =T A KN A A DA T F— T T T

742

2 & o e R BRE
() W RHEME KT, VM KX OVTS
(2) wH&HEE Ak
(3) ik
A HEZDRAR

1) FHH~ A U WHEEX XY~ A NE TN ERIZEDO LD 40
mg L EEAFEDHTIMETEY . TORELLHEL., A ¥/ —/L 10 mL 2%
TE» L, BIZAX ) — /L& IEMIZINZ T 1 mg(Jiffi)y/mL O F %~ A v FEHE
iR & T 5,

EAICEE LT, BRI O —5 % A ¥ ) — )V CIEMICAIR L. 20 pg(/14fi)/mL,
10 pg(Jiffiy/mL, 5 pg(Jiffiy/mL, 2.5 pg(/iffi)/mL & TF 1.25 pg(J1ffli)/mL 445
Rz T %,

2) N=V=T~ATUMRERER O ERABREA-Y =T A AT TN E FED
LD 40mg UL LA AN FEIMNETERD, ZOHMEATEKL, A ¥ /) — /L ZEHf
W2 TE®M L, 1 mg(Ml)/mL D AR—2 =7 < A 3 U HEHERG &2 R4 5,

BERICER LT, EHEFR O —5% A ¥ J — /L CIEMIZAR L, 20 ug(Jifi)/mL,
10 pg(Fifii)y/mL, 5 pg(JIfi)/mL, 2.5 pg(JIfli)/mL } T8 1.25 pg(Jifl)/mL 7515
Rz il 5,

3) XA KEAE WY A v oms A E T (0.67 kPa LLF) |
60 °C T 3 BFfFLIE L7k, 40 mg L L2 AT 3HETRY, TOHEZFT
gL, AX =N BEEZEMICIATENL, BT 4 SHEEKEZ EMECNZ T 1
mg(F1l)/mL D % A v 3 U AEYER K & R4 5,

EAICEE LT, BRI DO 5% A ¥ ) — )V CIEMIZHAIR L. 20 pg(11fi)/mL,
10 ug(J)/mL, 5 pg(JIli)/mL, 2.5 ug(JIfli)/mL } O 1.25 pg(J1il)/mL 4542 %
2T %,

4) K F-111 BH:Hb

5) B & O &E AR E & U C Kocuria rhizophila ATCC 9341 % V>, 100 fi%
FR U7 H i & 55 100 mL (2% L C 0.5 mL BREMZ 5,

6) JEBREIE
i) ~FYU—EEZT LT — A =)L (4+2+1+1)

i)y 78 r=FrUL—RX% /) — (17+3)

7 WiEEFT R U T A (MEK) 110~120 °C T2 Bfilizl L, 77— 2 —H T
mT 5,

8) Il 2-(4-3— K7 == )3-4-=ha 7 == ))5-T==)LT T
Yo AZ7u U K0.10g (0.095~0.104 g) ZKIZENLT200mL &35,

B EHEMAKRDAR

il H IINTEREL 40 g Z AT 3IMIETEY . TOKMEAETEE L. 200 mL
D=7 T 2AaiZ A, TERF=FU 100 mL 20, 30 532 EERET
HHL7=%, fhitinz A8 (S A) TA#ET 5D, A 50 mL 2 100 mL D723



7 7 AalZAfL, 50 °C OKIB CTRUERZE L7, 7 1 aiRL s —FigsF L
(9+1) 20mL Z M2 TEEMZEN L, B 7 LEICHT 25 EHER &3 5,
BT L U AV =T A (690 mg) A7 mriR/L 10 mL TR

T 5,

Wi~V oA (EAK) £ 40 g Z AN} 2 I =07 40 EiZEE, 3B
Wik ZJRHZ A, WE AR CARIO ESICET D E TR PS5, REHARD
A TWERTIE T T Aa%r2 7 vak)Lh—HifE=F /L (9+1) 10 mL THEE L,
Ve 2 e O 2., FIERIC 3 FIHEAES 5,

LD oOWEF N A 7 aaRL s —FEoF L (9+1) 10 mL THE
L, WREI =7 227, Wt x2 e 0iddF L, Zeakrh—Fgx
Fob (9+1) 20mL ZI=A T HIMZ, S =0T LEWHET 5,

S50 mL DRTHT T AaZI= AT LOTIZES, ZJ7aaR)Lh—RXZ ) —)
(4+1) 30 mL # X =% 7 AIZMZTKT, VM KON TS ZiaH S¥ 5, BHIEE
50 °C ORI CRETE L7=%. A ¥ /—/L 2 mL % EFEICINZ THREY A B
L. RABHAR AT 5,

cC %

il

Blfi2oClcks,

L, WEHBIE. v U VEEHCT 2 A R R BRI O EIERRA AR 6

150 mm D S TS 5 ETRIAT S,

¥ 1 Sep-Pak Plus Silica Cartridge (Waters ) (23X 72 ¥ 8D U W — X — Zifh
L7ebDOXITIZNEFAFDOL D
2 TLC plate Silica gel 60 (20x20 cm) (Merck #) XIZZN EFEFEDOH D%
110 °C T 2 Rz L THW 5,
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(BE) WA~ T—va v
 BMEN R K OVl Uk

AN L WA Mk LRSS

WIERST % R ORA ooy TEL T (g RSD, (%)

A e % %5 F A & £ sk 0.1 3 106 6.5
0.5 3 100 4.0

1 3 97.7 2.6

A K Bd A fR 0.1 3 113 13

0.5 3 109 7.6

1 3 105 8.5

AL 4= H Bl A fk 0.1 3 102 6.5

0.5 3 100 4.0

1 3 107 8.0

NV =T <A vy RS R 0.1 3 106 6.5
0.5 3 96.0 9.1

1 3 101 5.7

AR A Bl - R 0.1 3 110 9.1

0.5 3 94.7 6.8

1 3 101 7.5

LA 4= H Bl & A Rt 0.1 3 102 6.5

0.5 3 100 2.0

1 3 101 3.0

AN P =RV ik %5 F B & £ Rk 0.1 3 106 6.5
0.5 3 101 4.6

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

LA 4= H Bl & f sk 0.1 3 98.0 2.7

0.5 3 98.7 6.2

1 3 98.0 2.0

AR TR (B —RABR =R K % AR AUBHT 4% 0.5 g(Fit)/t

3 RV Z—FTNUVRPEME DAL FA— 7T 71 X DR EERRE
(1) SrRREAEHE SL. MN KUVLS
(2) W& R
(3) ik
A HEZFDORAH
) WV~ AR EWRAEETY A U EEZWIET (0.67 kPa LA
T) . 60°C T3 MR L%, 40 mg U ELEZHEIKTFIMETEY, TOK
EAETEL, AH ) —NVEERICNZTENL, 1 mgMlymL OV /) ~A
VIERERIR 2 R D,
BRI L C, EHRERO —#H4% A ¥/ — /L CTEMIZHR L, 20 ng(Jifi)/mL,
10 pg(J1i)/mL, 5 pg(/ifi)/mL, 2.5 ug(Jiffi)/mL } T8 1.25 pg(Jiii)/mL D415 4
a2,
2) EXUVUERER O WHEEER 40 mg ML EA AT 3HETED
FOHMEETREL, A ¥ ) — )V EIEMEICNZTHE L, 1 mg(li)y/mL OE R
¥ UREEIRIR A T 5,
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BRI L C, EHEFR O —8% A ¥ J — /L CIEMIZHIR L, 20 pg(F11f)/mL,
10 pg(J1fii)/mL, 5 pg(JIfli)/mL, 2.5 ug(Jifii)/mL } T8 1.25 pg(Jili)/mL O£ 15 %E
a2 5,

3) F¥mY FERER  RWAEET Yo N 40 mg ML EA AT 3HIE TEY .,
FORMEETER L, A ¥ ) —VEEMHICINATEN L, 1 mg(HOfli)y/mL ©F % m
¥ NEERR AT 5,

EAICER L C, BRI DO —5 % A ¥ ) —)L CIEREIZAIR L. 20 pg(F4fi)/mL,
10 pg(Fiffiy/mL, 5 pg(Fiffiy/mL, 2.5 pg(J/Ifi)/mL & O 1.25 ug(FI1fli)/mL O %1% ¥
Rz S 5,

4) Hr  Hi F-22 Bh3Hh

5) MR EOwINE RBRE & L C Bacillus spizizenii ATCC 6633 % V>, 1x107
{#l/mL DL 798 2 553 100 mL (2% L C 0.1 mL B2z %,

6) JEBAEELL
i) Fife=F L —~FH o =T hr— XX —)L (20+8+1+1)

i) EEfR—F L —T =77k (180+1)

7)) WiEET R U A (HEK) 110~120 °C T2 Rz L, 7o — 2 —H Tk
mT 5,

8) FEhFIK 2-4-3— K7 =z=1)3-4-=bra7xc=))5-7=z=/LT hT7
U azul K0.10g (0.095~0.104 g) % /KICIEMNLT200mL &9 5,

B EHHARDOAN

il o bkl 40 ¢ A F3IMETERD . TOMEEFH L. 200 mL
DA =AT7 T ZalZ A, 7ERF=FU/L 100 mL 2%, 30 RN EEET
i L7=%., itz A8 (S A) TA#BT 5D, AR50 mL Z 100 mL D723
K77 ZalZAfL, 50 °C ORI TRIERE Lcte, 7 mu kL b —Fig— F L
(9+1) 20mL /MM CHEREMEEN L. B 7 DRI T 2530EHAK &35,

717 LA YUBTFNI =T A (690 mg) Bl A7 mrk/Ls 10 mL TG
T 5,

Wil U oA (JEK) ) 40 ¢ # AN E2I =27 20 LIc@ES, 3k
Wik ZIRHZ AL, IWEA T CARIO ESICET D E TR PS5, REHARD
ASTWERTH T T Aa%k 7 aaf/bh—EiE=F /L (9+1) 10 mL THEE L.
Ve 2 Je O 2., FIERIC 3 [FIHEES 5,

ORI TOWEET N T AE s naRL s —FEETF L (9+1) 10 mL TH
Fl, WilREI =07 DA%, wka2 e 0iEd L, ZreehLhA—FgEx
F (9+1) 20mL I =T AZIMA, S =0T 2E5HEHT D,

50mL DRTH T I AAZI =N TLAOFICES, Z7aakLh— XX ) —)L
(4+1) 30 mL # I =47 AIZHZ T SL, MN KON LS ZEH S5, WHKRE
50 °C ORI CIIERLIE L7=1%, A% /—/v 2 mL % EMEICINZ CTREY 250
L. AR T 5,

c =

felo

BIE 2D CITX b,
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L, RV DS VERERT 2 ARV, BRI O EER S EER O E
UICET D ECREMT 5,
£ 1 Sep-Pak Plus Silica Cartridge (Waters ) (234 72K E D U Y — N — & Hijk
L7ZbDOXITZINEREDE D
2 TLC plate Silica gel 60 (20x20 cm) (Merck #) I EtRED L D%
110 °C T 2 BffHHEzE L THW S,
(%) HERN) T —va v
< IINENN R e OVER U RS B

. . o ; WHRE .. w MO UK R
A 4 wromE IR g TRUPICE B LR
HV ATy BRIE A R 0.1 3 110 0.0
EEN A 0.5 3 102 7.1
1 3 107 8.9
AR F B A B R 0.1 3 120 8.3
0.5 3 107 7.1
1 3 107 43
SLH A H Bl A f 0.1 3 117 9.9
0.5 3 105 438
1 3 105 7.7
EXL TV Ji¥ S B A fRL R 0.1 3 107 5.4
ERNDIZA 0.5 3 97.3 3.1
1 3 103 45
A L A B sk 0.1 3 106 11
0.5 3 99.3 1.2
1 3 101 3.0
LA 4 B A sk 0.1 3 110 0
0.5 3 98.7 1.2
1 3 102 5.2
AR ik 75 F Be A B Rk 0.1 3 116 19
PR A 0.5 3 94.0 7.4
1 3 97.3 12
P e A5 A sk 0.1 3 112 2
0.5 3 91.3 1.3
1 3 103 49
SLA 4 B A R 0.1 3 112 22
0.5 3 94.7 10
1 3 104 5.8
- R FIR (BRI X D) AR & 0.5 g(Jiffi)it

4 R =T IVRHUEMEOWE T v~ b7 7 7EBESHEFHN X DR E SRR

746

(1) Skt yiEmE  SL, SD, NR, MN XT'LS (5 Ak457)

(2) TP RS AR

(3) L

A HEOHHE

1) BHAWEEERE  EHEESY )~ T FREER T 2T~ A
vy, WRERS T HAREER VU ROVERABERET e Y RE 20
mg(II)FE Y &4 A0 3 METED . ZOoHEETEL, TN Zi 100 mL
DEEET T AN, AKX ) —NVEMZTHENL, BIERETAY ) —VE
Mz CHABEREFIRZ AT D (ZROHOMES | mL X, ZREhY )/~



FTRITA BT a2ad9A T RNIUA T30, ERXRVVUT R T A
EOZ7Huay KPR AL LT20ug (MY EEZERET S, )

2) REEHER  EAICELT, YU v M) U AERRR, BT 2
TvA T MU AERERE, 7T UBERERR, BV B Y U AN
IR 7 ey R b o AMEREFIEO —EREG L, A%/ — /L CIEMEICA
WU, ImL FICEPAEME L L TERZEI0.1~2 pg(UMFE S &2 5 H 5 5 508
DIRGIEER Z R T 5,

B & =

fh i INTEREL 10 g ZHZ T 3 HrE CTRY . TOMEA2FHE L, 200 mL
D=7 T Al A, TERF=FJ 100 mL 20, 30 532 ERET
HH L7=%, Mgz A8 (S A) TABT 5D, A 25 mL % 100 mL D725
7T AT IZIERMEIC AN, 40 °C L FOKB TIEE A BT D E CHIEREME L
Toth, BRI AL THET D,

~FH U —FERT TV (9+1) 10 mL 22 THEREMZRNM L, 17 20BC
g 2 HEHRIR & T %,

BT L U A= T A (690 mg) TrAEAFHY L 10 mL THAE L.
HOMNCORMEET FY 7 A (BK) K 20g ZANTRIEZI=ATLO) PF—
IN—=¥D FITE <,

FUBHEIR 2 I AL, IKE AR TAHO FiGlZET 5 £ Tt F S5, i
WIRDO AN TN T T 7 A az~xH o —Fig=F /v (9+1) 5mL 72T 3
EIPed L, PR A NERIR RS2, RIS 5, Bk} omiiEsT ~ Y
U LBV —FEE =L (9+1) SmL TUEF L. FARICH FSE-%. Wb
ZEDITTL, ~F U —Fg—TF L (9+1) 10 mL ZI =07 AT, WG
T 5,

50mL ORI I TATEZI=HTLEAOFICEE, ~FHhr—x2X /) —)L
(4+1) 15SmL &2 I =07 MIMA THIEDWE LR ST 5, WHIK A 40°C LA
TOKBTIEE ALEWET D E CRIERNE L%, EFTAL2E- TRET L,

A K 7 —)v 10 mL % EFEICINZ THREMZEN L, 5,000xg T 5 30500 B
L. hBARREWRIE 7 v~ 87T 7EESHTFHI L 2E T 230K & 3
Al

ik v~ N7 7 7EESITFHCL2HE HEHEE A OKIRGEERS 5 uL
BiRIK o~ N7 T 7EBONIFHIEAL, BIRA A7 e~ T 551G
Do

) E S5
(k7 v~ s 77 7E)
7 7 Lo F T BTN Y TV T A (N2
mm, £ & 150 mm, Ki£g 5 um) 3
¥ i3 i : 5mmol/L iR 7 > E =0 AR —7 & b=k VUL
(1+4)
Vit I# : 0.2 mL/min
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7 A FE R P 40°C
(BB EHnT)
t o5 DU E AR B AT R
+ v ok L v RFr—A 4 Ak (ESD) ¥E (EA A4 E
—F)
X7 7 A% —HA:N; (1.5 L/min)
C D L & JE:250°C
t—h7 a7 iEE 200 °C
FTE = — A A imiz769 (U )~ ) 891 (BT aTd~vAv
¥) L83 (FT T A) | 688 (ERUTVUA)
608 (7% m K)
7t ) HEoONBBRA A U7 0~ 7T L4006 —7 & S L%z K
D THREMZER L, BT OSAEDEE™ #HHT 5,
H 1 EEAEIET (0.67kPallF) | 60°C T3 RFRIFELELZEH D
2 Sep-Pak Plus Silica Cartridge (Waters i) (242K &ED U — 3 — & i
LD XITINEREDH D
3  Gemini 5u C18 110A (Phenomenex %) (X Z i &L [R%ED L D
4 LCMS-2010EV (EEERUERTHR) 12 X 2 &6
5 FIvUCoWTE, BEHLEF IV UVAREFTIVVELET D, F,
FRLVATONTIE, BEHLEER VDY A BE2EX VI UT R UL
‘T D,
(%) HERN)TF—va v
« WRINTED R f OV LA

N E R Y

y o g ; WINBREE WINEIR R o U RS
RIS B O (g(Ja i)t R L (%) RSD, (%)
U= A v BT A SR 0.5 3 95.0 2.4
PaE RN 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
trvag~wA  REBEE RS R 0.5 3 89.4 1.2
Yl RU UL 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 4= 1B E H B A R e 0.5 3 90.0 3.9
5 3 88.7 1.4
FIv %5 B B Bl A A ek 0.5 3 88.9 7.6
5 3 86.8 1.6
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 3.6
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* INEDREE B OVl URS L (e & )
Rk 53 4 koD R

W

R R Yih 3 yek
G35 L WONENR = R LR E

=5

(g(J1fii)/e) (%) RSD, (%)

ERT Jik % finl B OF B & fir sk 0.5 3 109 1.1
FrU DL 5 3 104 1.5
A AR B H B A A ek 0.5 3 104 0.9

5 3 105 0.8

A A 4IRS A LA R 0.5 3 104 0.5

5 3 108 1.1

AR RR ¥ A B BCA fRE 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 4.5

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

- JL[RE] FABR

FHE EHR WINEE BNENGEE  sndeU e SsHEBEsE

N sept o HAR HHG HorRat
g RHOME gy sEK womw (%) RSD, (%) RSD () O
YU~ ATr R ﬁ i 8 0 0.5 95.0 2.7 6.4 0.36
FhU TN B, A fial
e > T A 2
"'Z/T T~A  RIEfA % bil 8 0 05 98.6 2.6 8.0 0.45
YroF MU U s EA R
FIvv % %5 R E A 0 0.5 88.5 35 57 0.31
Fil & £l Bt
TR T ﬁk%ﬂ%ﬁﬂéﬁﬁ ] 0 0.5 101 3.6 5.0 0.28
FRU YA EARE
AUR=N E‘Z%ﬂ%ﬁﬂ%ﬂq 8 0 0.5 93.3 3.8 8.2 0.46
FrU YA EARE
CHRITER R —RBREIC L AR BB 0.5 (it
(BE) yo~ 7T L0
A B
MH
MM
SL { l
=1 i )
Tl | s T
o LS MR l b
- 1 -1 I T
T S - . — Lyl _l, ~L
i [T i
. S | T 4
) 5 10 15 ; -
o 5 10 15
iFRRE
s {F3F030E

BEBRRUVAMEA#MOIOT TS L
A BEYERR (BHUEHE L LT 0.12 pg/mL)
B : INEEE (BB RS B EHI B HUAEWE & LT 0.5 g(J)fi) /t A1 &R
hn)
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51 LIy R
(1) SR IFAEWE  SL. MN XKUVLS
(2) ik
A HEZDRAR
) YU ~A 2 FERER 3DADNDIZEY 1 mg(lfliymL OHV ) ~A
VREERR AR S,
ERICE L T, E¥EFRKRO —%E2 A% ) — )L CIEMRICHIR L. 10 pg(H
fili)/mL OFEAERE 2 TR T %,
2) BRI AEAERR 3D ADDTED 1 mg(JMli)/mL DF R o FEHER
2T %,
I L T, EREFKRO —HE2 A% ) — /L CIEMIZHR L. 10 pg( /]
fili)/mL OEEAERR 2 TR T %,
3) 7% e NERER 3D AD3NNTED 1 mg(JHli)/mL OFFR T FERER
Rz il 5,
FEAICEE L T, RO —a2 A X J — )L CIEMIZAHR L, 10 pg(/
fili)/mL DOFEAERR 2 S 5,
4) K Mt F-22 BEiH
5)  RE-UR M VRN & B E & U C Bacillus spizizenii ATCC 6633 % H >,
1107 {Hl/mL @ Ja1-% % B 100 mL (2% LC 0.2 mL F2E M2 5,
6) il BRI AH ==K (9+1) (LSIZH->TIEA X /—)L)

7)) BEIAE  EEMTFIL—~FH o —T B b —AF ) —L (2048+1+1)
8) I 2-(4-3— K7 2=)1)3-(4-= bR 7 2= )L)5- T == VT b7
YU Az ul F010g (0.095~0.104 g) Z/KICIENLT200mL &35,

B EMBABROHR
IHTEERE 3~5 g Z BT 3HTE TR | 200mL D4R =T T X 2T A,
HHEASE 100 mL 20 %, 20 /322 IRE THIM L7248, filltik A A8 (SHEA)

TAHIBT D,

AHURD—H Z il S CIEREIC AR L. 10 pg(Jifli)/mL OFEHER 2 T 5,

C [=] iE

Flfi2oCo@gr v~ b7 74—, BRFEROFE, B M OREDH
2k 5,

L, R U VR A TR R OGUEHA TR A 25 uL &
2Ry MU, REAEED FERSEERO FisICET D E TRRT D,

7 1 TLC plate Silica gel 60 (20x20 cm) (Merck ) it HZED L D%

110 °C T 2 B¢ffHEzEE L THW %,

5.2 gkt
(1) HERXIRAEDE SL. MN & TXLS



(2) ik
A HEZFDRAR
51 DR)D AL D,
B EAMAROHRH
SRR —HF (SL #F L <1X MN & LT 0.5 mg(AMMAYENIX LS & LT 1
mg(I MY &) Z2A%0%50F 3 HiE TRV, 200 mL i =/~ 7 23l A,
AL 50 mL (LS 12> Tz m i/l 100 mL) 1%, 20 DX EET
I L7=%, Mgz A8 (S5 A) TAIBL, 10 pg(Hfi)/mL OFEHATK & 7%
T 5,
C [ E
51 DQ)D CIZk 5,
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