%2 Hi
[ R 1A VAN NN s S dV i VNP S N

1

1.1

a S

EERERE (LI vs R)

1.1.1 ARk

A HEZFDORAH
1) KRR 3 SREMEIR
2) NV RTUUERER WRAERE N T v s E W E T (0.67 kPa LA
T) . 60°C T 3HMEEL7=%. 40 mg U LEEIEFEIHETEY, Z0
Btz isk L, 3 SREER A BN Z TN L, 100 HAZ/mL O/Xy kT v
VREERR AR S
ERICEE LT, BEERIKRO—% 3 SHEK CIEMICAR L, 0.2 Hfir/mL
D e I A Y K TN 0.05 BEAE/mL DI FE RS Uik & i34 5,
3) M F-1 SHgHh
4) HEREROWSIE  #BrE & LT Micrococcus luteus ATCC 10240 % vy, 10
AR Uik 2 551 100 mL 12xf L C 0.1 mL BEMZ %,
5) ‘XYW  HAIEICLD,
6) AL k—vE UV —HEE (Imol/L) (62+18+9)
B EMBABROHR
1) #rakEHZ SL XX MN 2 & 72054

SIINTEREL 3~59 A AT 3MTETREY . TOEEEFELL, 200 mL O 42
=7 T AT AR, fIEEEE 100 mL 20z, 20 M IR T L7,
k% A GFEA) TAHRT S,

AHIRD—H % 3 BHREER CIEMEICAR L, 0.2 HAZ/mL o @i BB IR M
O 0.05 HEAZ/mL DAK IR BESUEHA IR 2 4 2,

2) HTEEHZ SL XX MN 2 & e

SIHTRREL3~59 AT 3METEY . TOHYEEZFEL L, 200 mL O 3tie
—f 7 T AT AN, AR 100 mL 200 %, 20 4y & IR T L2,
k% A% GFEA) TABT S,

AR 25 mL % 50 mL @O B —F —|ZIEMEIZ AL, HElE T pH % 1.0 BL FICFH%E
L7 1HERIFRE L, BT U E=7T /K TpH 2 5.9-6.1 [T D, ZDHEE
B 3 GRERTH0mML ORET 7 A 2B L, BITEEME T 3 SHEMIKR A N
Z7%. ARk GFEA) TAHABT S,

AHIRD—H % 3 BHREER CIEMEICAR L, 0.2 HAZ/mL o @i BB IR M
T 0.05 BLAZ/mL DR B e R 2 9~ 2

c = =3
22 HEEICK D,
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(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

IN=3E: NICIENE S SUaWy 3

IR 53 4 B (5 ¥4t Ikg) R L (%) RSD, (%)
N TV EXI VT LIV TR 24 3 101 14
84 3 100 0.8
168 3 99.6 2.8
EHIV - I RTI 24 3 99.3 34
FLIv A 84 3 101 1.6
168 3 100 0.8

1.2 EaERbik (R
1.2.1 PRk
A HEZFDRAH
1) R 3 SAREIR
2) N MTUUMERR 111 O A O 22k 100 EAL/mL ORY hT v v
TEHERR & T 5,
fERIICES L C, BRI O —#% 3 TREERK— A% / —/b (3+1) TIEREIC
AR L. 0.4 EAZ/mL, 0.2 BEAZ/mL, 0.1 BEAZ/mL, 0.05 BAAZ/mL K O% 0.025 HL
fr/mL DX FEHER Z RS 5,
3) B M F-1 55
4)  HHR K OESIN& #BRE & L T Micrococcus luteus ATCC 10240 # vy, 10
B R U 7= B 2 55 100 mL (2xf L C 0.1 mL BREI 2 5,
5) ‘XYW  HAIEICLD,
6) fhiHAME A% — L —HEER (0.3mol/L) (1+1)
B EMBABROHH

SINTEREL O —H (BC & LT 20 A Y &) 2 AT IMHETED . Z0HK
fEZFEE L, 200mL O34 =M 7 7 2 22 Ak, AL 100mL 2 0%, 20 57
M ERECHIHT 2, HEE 50 mL O HkE LIEE 12 A ., 1,500xg T 5
SR LBEL T2, EEREE A (5T A) TAHAET D,

AHE 25 mL & 50 mL @ B — I —(ZIEREIZAIL, T E=T7/K (6 mol/L) T pH
Z59~6. 1T D, ZOREELY 3 FHREK TS0mLORET 7 AT L,
HITIERRE T3 SRR E Mz /2%, A SFEA) TAEL, 0.1 HZ/mL O
BHAK 2083 %,

c =

il

IEERIEIC & D,



(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

AR5 S F ﬁ@ﬁ;§W@u “%aﬁi @ﬁhﬁf
fgn N> b T T o HEdA ER 84 6 96.0 6.1
168 6 99.6 1.1
420 6 97.9 31
F AL TR A S A e 84 6 98.0 33
168 6 96.6 5.1
420 6 97.9 5.9
F AL T4 RS A R e 84 6 95.0 5.0
168 6 94.6 3.9
420 6 96.2 4.8
- JE[FIRBR
%it*;P@*iiE ﬁ/;(‘jj%t %ﬁﬂ%‘:\b %ﬁu?}%&f %bﬂ@”ﬂ%‘z ER I UKL M FHUR

B BRERC Ormgin) (%)  RSD, (%) RSDg (%)
I 5 B AR 5 0 168 102 2.0 2.2

2 TEITwATY

2.1

EEREBRE (LI v s R)

2.1.1 EHiE (2o1)

(G F#PH : SL, MN U LS 2 & ER W7 LI v 7 R)
A HEFORAH

1) MR 7 SRR

2) WREEEE 7 BREEIR T B by (4+1)

3) TEIVA U UERER HAEET T A B EIE T (2.67~3.33
kPa LLF) . 60°C T 3 WF[HFLME L7=12. 40mg L L2 G 2EF 3£ TEY |
ZTOHMEETREL, T MR EMICIMATHEN L, 1 mg(JMl)/mL OT B Z
~ A R RERR 2 S D,

fEICER LT BRI O — 30 2 A RIS B CIEMEIC AR L. 2 pg(Jufil)/mL
O E I FEAE R % O 0.5 pug(Fff)/mL O i A Uik & L4 5,

4) B M1 F-8 SR

5) BERMOVRINE  #BRE & LT Micrococcus luteus ATCC 10240 % AU,
1R & 55 100 mL (2R LC0.2mL FREMZ 5,

6) ERIMR  HAFLEICKD,

B EA#BEROHRH
IIMFREHE 1 3~5 g 2T 3IMTE CTRY . TOKMEELHE L, 200mL O3tz

7 T AT NI, T SREMER 20 mL 2%, S & IRES, BT E B

> 80mL M., 20 3RS Tt L2, iRz A (S A) THiH

T 5,

AR D& RENEIE DO T 7 R RN 20 viv% & 72 D K 1T T SAREIR UL

T RVABECIEREIC AR L, 2 pg(F11lh)/mL @ & HEHA TR & O 0.5 pg(F1fi)/mL

OARIR BB IR 2 T 5,
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c =

]

22 HEEICK D,

&1 braehE. BBIE 0.5 mm OfS W EEIERT D X O ITHkT 5,
(f}50) MHED pH M 45 IR &5 7 V2 v 7 AiF, ROFIEICE Y, HHE
T 2,

SIMTRREHE3~5 g 2 BT IMTETEY ., TOKMEEFEEL, 50 mL O

— I —IZ NI, T SRR 20 mL A&, 5 M EiRE S, BT, ZOHED

pH 7% 45~5.0 £ 725 £ CT/KEELT N U v AWK (10 mol/L) Nz, O E

BEHERT D,

BT, HTaRENE13~5 g 2 F 9T 3 ML CTRY ., TOKMEESE L, 200

mL O =/H 7 T A 3T AIL, 7 SREEHE 20 mL ZNx, B2, SEICHERL

T EREOKEEIT U U AR (10 mol/L) Mz T 5 pMnEiRES, K

2, ST A oKk b MY U AR (10 mol/L) D4 80 mL 725 A L g

TeBEOT v M, 20 pREZRETHIHK S 35,

(&) piEAN) TF—va v

« IRINEN SR K OV UK

e ; WINRE .. WONENNEE R UK
AR O (g(/11lly/kg) iR L (%) RSD, (%)
BHSLI v 1 0.2 3 97.3 7.2
1 3 95.3 3.4
5 3 99.7 9.9
BHAL Iy 7 R2 0.2 3 99.7 12
1 3 104 6.4
5 3 105 1.9
BRI v s R 0.2 3 95.7 7.0
1 3 94.7 8.0
5 3 103 7.8
- R
s S AR FEHR USINREE WRMNEIRER  esie SRABURE
AROE oy mau (9Ukg) (%) RSD, (%) RSDg (%) HorRat
BHTLI Y7 A 8 0 1 102 34 5.7 1.0

212 EHiE (20 2)
Gl & - SL I LS 2Eir 7L I v 7 R)
A AEZFDHRFHA

J

1) FEMER 7 SREMENR

2) WL 7 SRR T 2 (4+1)

3) TEI~A U8R 2110 AD3)NTLEY Img(h)/mL DT BT <A
VU IR A T D,
il BR LT AR YRR O — 8 2 A RIS I CIEREIC AR L. 0.4 pg(Z)4ffi)/mL
D 15 i FE R AL KO8 0.1 pg () /mL O FE R e & 9~ %

4) KO F-25 SR

5) HRMEOWIE  #BRE & LT Micrococcus luteus ATCC 10240 % Fu>,
A BEH 100 mL (ZXF LC 0.2mL FREM X 5,



6) FERVM|  HFAFIEICKD,
B EAMAROHRH

oo OWEREI35g A AR FEINTETRY . TOHMYEATLHE L. 200
mL O =7 T X 3|2 Ak, 7 5FEEK20mL 212, 50T RE S,
FIZ7 & b 80 mL M %, 20 432 IRE Tl L7- %, fhitikz A8 (5
A TAHET D, AIRO—EHEZT & N ARED 45 vIv%IZ7e D K 912 7 548
ERCHIR L%, A (5 F A) TAI L TH 7 LI 2 30EHATK &
T 5,

BT LN AT BTNV Y I =T A (360 mg) T2 ET
t h10mL KOV 7 SEEER — 7 & v (11+9) 10 mL THRR LT 5,
50mL DRET T AAEZI=HTLAOFICES, AR IOML ZI=F7
LZEMEIZ AN, JEETS LT AVM 2t &85, 7 BEEKR—7 &~

(1149) 5 mL % X =4 7 AITMA THESS LRERICHH S8, R 2 [\
BT 5, RET7TATDOEMRETT BREEK—TE N (11+49) 2z, 20
WDO—HR%ET ' N IREN 20 V% L 725 K 912 7 SHEEIR CHINL, HiC 7
SRR — 72 b (4+1) THIR L. 0.4 ug(Ff)/mL o & B AR & OY
0.1 pg(FIf)/mL DK EEFUEHA R 2R3 5,

c = =3
2-2 HEEIC K D,
&L ofraEhEZ. BERRE 0.5 mm oSSV EEIRT D X5 IS 5.
2 Sep-Pak Plus Cis Cartridge (Waters ) |Zi 472K &ED U W — 3 — & H i
LD XITINEREDH D

3 JiEEElX. 2~3 mL/min &9 5%,

(fF50) HEHED pH BN 45 LT L5 7L v 7 A%, oFEICEY . #HK
T2,

SRR 13~5 g # AT 3T E CTRY . TOMEATEL, 50 mL ot
— B —IZ AT, T SFEMERK 20 mL 2%, 5 X iRE 5, L, 20RO
pH 7% 4.5~5.0 & 72 % £ TKEEILT MU 7 AR (10 mol/L) Z/MNZ., DB
BEWERT D,

BNC, AR 13~5 g A AT 3 HIETRY ., TOKMEATSE L, 200
mL O =7 T Xl A, 7 FREME#E 20 mL 2Nz, 2, LT L
TEREOKEET U U ARE (10 mol/L) Mz T 5 pMhEiRES, K
2, N Z 72k ib T B U U AR (10 mol/L) D&% 80 mL 225 72 L5
Te&O7 8 Mo EA, 20 pENERETHERKRE T 5,
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2.2

(BE) GIEAN) T —a»

 IINEN R K OVl UK 2

o ; WIRE .. WINENY R MOk LS E
R ORI iy TR (%) RSD, (%)
EHSLI v 7 1 0.2 3 100 8.6
(AVM®D20{ DSLE H) 1 3 106 4.6
EHSL I v R 0.2 3 90.3 55
(AVMDI0f5 DLSE A7) 1 3 105 33
BHTLI v 22 0.2 3 110 11
(AVMD 20 DSLE 47) 1 3 101 0.6
BHT LI v 7 R2 0.2 3 93.3 7.6
(AVM®D 305 DLSE ) 1 3 99.7 4.6
- IL[R]) FAER

S N HahEt FEHER IR EE WNEIGE  semeume REmSRE

B FEEE IR

RO gen men @ik (%) RSD, (%) RSDg (%)
WHALVI v A 8 0 1 101 2.3 4.3 0.77

HorRat

EBRERE (FE

221 “EHE (20 1)

(it F %6 P - A k)
A HEFORAH

1) MR 7 SARER

2) WHRLE 7 BREMEIR— Tk b (4+1)

3) TEI~A UMK 211D ADINTEY Img(Afl)mL DT T <A

VUK AT 5,

B L CL BRI O — 0 2 A RS I CIEMEICAT IR L. 0.8 pg(J14iffi)/mL,
0.4 pg(Z1ff)/mL. 0.2 pg(FI4f)/mL, 0.1 ug(F31f)/mL K O* 0.05 pg(F11f)/mL D 4%
IR 2 T %,

4) ¥ M1 F-25 BRGH
5) HEMOWIE  #BRE & LT Micrococcus luteus ATCC 10240 % fvy, 10
FEICATR U 7= 3 2 5% 1 100 mL (2% LT 0.5 mL f2EMZ 5,
6) ERIMR  HAFLEICKD,
B HHBROAR

IMTRREHEL 10 g 2 AT 3MTECTERY . ZTOHEEFTE L, 200 mL O3tz
ST T AT AN, TER—K (4+1) 100mL Zh0% . 20 4y fElH X IR Thh
HL=%, A GFEA) TAET D,

AED 2RO T 7 N RN 20 Vv & 725 X 9 IR IRIBBER O 7
AR — 7 2 b (19+41) TIEREICAIR L. 0.2 pg(Jifli)/mL OFEHAR &
T 5,

c =

Helo

FREIIEIC & D,
1 ek, HEEE 0.5 mm oSSV AEET 5 X 9 IHmid 2,



(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

e ; wNEE .. WANENI R MR UK
R ORI iy b (%) RSD, (%)
% Bl & i k1 10 3 95.6 7.8
20 3 108 6.1
40 3 107 16
Jok ) Bl A fiA k2 10 3 111 4.4
20 3 97.6 05
40 3 100 11
o F i & fi 3 10 3 113 5.6
20 3 94.1 3.2
40 3 106 4.4
o M AR
e . FahEt mHIE ORMNEEE MBS somaimn SRR
ARORE maw BB qumn (%) RSD, (%) RSDg (%) oA
T P B BT 8 0 20 101 4.0 55 0.54

222 PRiE (20 2)
(G FH &GP © SL X LS & & & 2 fidkh)
A HEFORAH
1) FRfER 7 SRR
2) WL 7 BREER T B b (4+1)
3) TEIT~A U 211D ADINTEY Img(Afl)/mL DT T~ A
VUREERR A T 5,

il HICER LT, BEYEIRIR O — 3 2 A BRUA I CIEMEIC AR L. 2 ug(Z1il)/mL.
1 pg(Jfl)/mL, 0.5 pg(7Ifli)/mL, 0.25 pg(/I4l)/mL & OF 0.125 pug(Jifii)/mL &%
IR 22 T %,

4) B Mt F-8 SR

5) HIKK& O BRI & L T Micrococcus luteus ATCC 10240 % vy, 10
AR U7- IR & 55 100 mL 2%k LC 0.4 mL 22 5,

6) FERFEMH  HAFEICKD,

B EA#BEROHRH

Fh o TR 109 2 BT 3METEDY . TOEMEE &L, 200mL
DI =H 75 2T AL, ZrrR/LAs 100 mL 201z . 20 455 X RS T
HHL7=%, itz A G A) TAHAEL, 7 L0HEICHT 2R EHATR
LT 5,

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

UBHAM 2.5~10 mL (AVM & LT 2.5~10 pg(MMFEYS &) % =077 A
EREIC AL, WREDFTECTAFO EHICET 2 £ TR FESE%, 7kl
LA=TE Ry (1743) 30mML ZI=A T LA, S=0T7 L%%%T 5, 50
mLORTIETZAZ2I=ATLOFICEE, 7B 20mLEZI =07 A

619



[Nz TAVM ZIEH S E 5,
Tk 2 50 °C Ok TIERLRE Lo 1%, AR 5~20 mL Z EfEIZ N2 T
M A L. 0.5 pg(Jifi)/mL OFUEHE IR 2 3 5,
C iE =}
FEREARIEIC KD,
7 1 Sep-Pak Plus Silica Cartridge (Waters ) [Zi# Y72 R \ED Y F—N\—%
HRELZEbOXIZINERSEDH D
(BE) piEAN) TFT—va v
< IINIENRE R f OVER UK BE

wIM AN ok LR e

W ENOF: T (YD IR L (%) RSD, (%)
9 5 LA e 2.5 3 106 48
10 3 93.3 6.5
40 3 99.2 3.0
7'a A 7 —nii LA 25 3 107 5.3
10 3 102 6.9
40 3 103 2.9
VF LA - K OH B A f R 25 3 107 2.0
10 3 93.7 1.9
40 3 103 9.0
- IL[R) FAER
o ; HaE EHR O RINIEE NENER  sesELme  spEBE
PRI BEH REE  qhmn (%) RSD, (%) RSDg (%) o
70 5 — i B A AR 11 0 12.5 101 45 4.5 0.41

3 TARULT Y

620

EEREBRE (LI v s R)

3.1 EARE

A HEZFDRAH

1) MR 1 SRR

2) AR 1 5B — 7 b (7+3) D pH & HEEE (6 mol/L) T 4.4~4.6
(CEREE L. AR S T 5,

3) TR/ UMERER AT R LY I I N ERIEDO L O 40 mg
U bEZAF 3MNETERY, TOHMELETHL. 1 SHEEKRZ Mz T
Wor L, 1 mg(Bfl)imL &7 R v o UK & 33 5,

fEICER LT BEYEIRIR O — 30 2 A RIS B CIEMEIC AR L. 2 pg(Juil)/mL
O a8 FEAE R % O 0.5 pug(Fff)/mL O I R U jig & L4 5,

4) K M F-20 BHiHA

5) MR K O & #BRE & LT Bacillus subtilis ATCC 11774 % >,
1107 f8/mL DTk AR L. 55 100 mL 2% LT 0.2 mL FREMZ 5,

6) FERFM  HALEICLD,

2L, MAPRAZRM U O 2ERIFZ 10mL &35,

7) 7' b —Kk—HEfE (25+25+1)



B EMAKRDAR
1) ZHrEEHZ MN XU LS 25 £ W56

IHNTRREL3~59 AT 3METERY, TOHEETEL L, 200 mL Oz
=7 T AT AR, AL 100 mL 200 x, 10 [ IR T L7t
k% A GFEA) TABT S, AR 10mL % 50 mL ® & — I —IZIEREIC
AL, TVE=TKTpH % 4.4~46 ITFHEET 5, Z O EZ A REEE T 100
MLORET T AL, TIERE CHINEBZINZ 2%, A/ (5fA)
TAHBT D,

AR D — 5 % ARSI CIEMEIC AR L. 2 pg(afil)/mL o e i FE BURHAS R K
O 0.5 pg(Jufil)/mL OAK R BB IR 2 R T~ 5,

2) HTEEHZ MN XX LS 2 & e &

SHTEREL 3~59 Z AT 3METERD . TOKEEFEE L, 200mL O e
=7 T AT AN, FHHEEEE 100 mL 20 %, 10 4 SR THE L2 %,
MK E A% G A) TABT 5, AR 20 mL % 100 mL o e im b
(ZIEMEIZ AL, K20 mL ZIEMEICII A, BIZZ7raek/ A5 mL 2Nz TIRY
IR 7-#%, 1,500xg C 5 phliEOoHET 5, K—7® M@ (BE) 20 mL %
50mL DB —H —ICEMICAIL, TrE=TKTpH % 4.4~46 IZHET 5, =
DIEERE A FIREBE T 100 ML O2£8& 7 7 23 2B L, BICHER £ CaRE
EMZ =%, »# A TAHET5,

AR D — 5 % A S IE CIEMEIC AR L. 2 pg(F1fl)/mL o = BORNA R K
O 0.5 pg(Jifiln)/mL OAK R BB IR 2 R~ 5,

c = =3
22 H&EEICK D,
7272 U, REYE K OB D43 ERIE 50 pL & L. BFEREHUIEE AT
10~20 °C T 3 B ¥ E 1 %,
(23B) e T —va v
< WRHNIENEE K OV UG

; WINRE .. WINEN R oR UK
PR O (g(11f)kg) I L (%) RSD, (%)
HToHTLI v A 2 3 109 5.6
5 3 100 35
10 3 105 45
FEHSHTLI v IR 2 3 99.0 4.6
5 3 103 5.4
10 3 110 3.2
TaA7—H7TLrIv IR 2 3 99.0 1.0
5 3 107 7.6
10 3 100 4.1
- HL R

e \ At BHIR OWNER WMENLER  sesmEume SEBEE
S W NPV EE) o v
O oy BE% gumme (%) RSD, (%) RSDg (%)

FEIORATLI v R 7 0 5 99.6 5.2 5.2 12

HorRat
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3.2

EERERTE (FEL)

3.2.1  EARE

(G FH#PH © MN 30T LS 2 & F 220 k)
A HEZFDRAH

1) FEMER 1 SREEIR

2) AR 1 SR — 7 &~ (7+3) O pH & HEEE (6 mol/L) T 4.4~4.6

(ZEREE L, RS T2,

3) TARSNLTUERERE 311D ADI)ITEY Img(SE)YmML DT R L

PR 2 T 5,

il FICER LT BEYEIRIR O — 3 2 A BRUA I CIEMEIC AR L. 4 ug(Z1fil)/mL.

2 pg(i)/mL, 1 pg(Ziffi)/mL, 0.5 pg(JIff)/mL K T 0.25 pg(Fififi)/mL @ &%

Wik 2 RS 5,

4) B Mt F-20 ShEH
5) M1k K ONRIN & ABRE & L C Bacillus subtilis ATCC 11774 % vy,
1x107 fE/mL o - % 55 H#1 100 mL (2%F LT 0.2 mL F2 % 5,
6) TARWAM  HAFLEICKD,
722U, MARZRN Lo SERIZ10mL &35,
7) fHEEE 7 b —HEEE (0.4mol/L)  (3+2)
B EMBABROHR

IHTERRELO—F (AV & LT 200 ng (MY &) 26808 T 3HETEY .,
ZOFEEATLEL, 200 mL O =HMA 7 T 2 3T Afv, S 100 mL 200 %,
20 Sy EIRE CTHIH T 5, IR E 50 mL O3k im DILEE I A L, 1,500xg
TS oM LOPBEEL 2%, LBAEE AR SFA) THET D,

AUE 25 mL % 50 mL O — A —|ZIEfEIZ AL, 7 EF=77/K (6mol/L) T pH
ZAA46ITHET D, ZOREEY | SRER TS0mLORET T A B L,
IR E T 1 SREEREZ M2 2%, A SGFEA) TAEL, 1pg(Jiffi)/mL O
RENAIR Z RS 5,

c =

il

AR ARIEIC K D,
o2 U, BEEUERR N OVBREHAIR O 31 EBIX 50 L & L, FZER R ITEE RIS
10~20 °C T 3 BEfiIErE -+ %,



(BE) oHEN) T —va v
 IINEN R K OVl UK 2

e S IR, WINEN R MR UK &

PR O (g1 i)t AR L (%) RSD, (%)
99 AL Rk 75 3 102 1.9
15 3 103 12
30 3 104 4.2
95 H LA R 75 3 97.3 9.8
15 3 95.2 11
30 3 100 14
7 a A T — 1% ELA R 7.5 3 104 4.3
15 3 101 16
30 3 109 7.7

- L [FFHBR

AR AR U WO s

SoBl oo FEFEE o o HorRat
AROIE waow mE% Gomn (%) RSD, (%) RSDg (%)
7 a A Z— % AR A R 6 0 10 100 6.1 6.4 0.57

4 TIUXILVRIRAFAT VULV T LAY T NIV A7) o ITERR A F
TNV A T
4.1 FEERABE (LI v 7 X)
4.1.1 ik
A HEFORAH
1) fRfER 1 SRR
2) AXTT NTH AT Y AR WHIEES X T NI A7 U T
NERIZEDOHL D 40mg LLEZ G T 3MHETRY, ZoMMAETLE L, HEE
(10 mmol/L) % IEFEIZMZ THEN L, Img(fl)/mL OFF> 7 F T4 7
VREEHERIR AR D,
fEANCER LT, ARERIK O —& % 1 5% @ik CIEMICAIR L. 5 pg(ZI4i)/mL
O i BEARMER S OF 1.25 pg(F1fil)/mL OARR BEAR MERR 2 33 %
3) M F-4 SEHh
4) HIRLOUSIE  3BRE & L Kocuria rhizophila ATCC 9341 % fv>, 100
FECATR U= @i & 55 100 mL (2% LT 0.2 mL f2EMZ 5,
5) FERTM  HAFLIEICL D,
6) il AL ) —)V—HilE (4mol/lL) (49+1)
B EHHAROHAHR
IHTEREF 3~59 Z AT 3MTETEY ., ZOMEAEFLE L, 200mL Dt =
77 AT AN, FHEEG: 100 mL 200 %, 20 3 ERE TRl L7, il
iz A4 GFEA) TAHBET D,
AHIED—H % 1 SHREE CIEMICAR L, 5 pg(JIl)/mL o @& EEHUBHA R &
O 1.25 pg(Z1il)/mL DR BN R 2R3 %,
c = =3

2-2 HEIEIZ X %,
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(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

. N e ; IR WOMEN = foR LR B
WINR S5 44 s FE¥E iy R L (%) RSD, (%)

WX T T EXIVTLI VIR 5 3 98.5 1.7
A7) 10 3 99.1 0.8
20 3 99.2 2.3
EXI e I RxT 5 3 98.1 1.2
FLIv s R 10 3 99.3 0.6
20 3 100 1.1

42 EERABE (R
42.1 FRIE
A HEZFDRAH

1) R 1 SERER

2) XTI Y AU R 4110 A D 2LV 1Img(Jifl)/mL DA
XUT NIV AT ERERR PR D,

i) OTC 7% 20 g(JJfl)/t L DG4
ERICER LT, RO —H% 1 SHEER— A% / —/L (3+1) TIERE
AR L. 8 pg(JJff)/mL, 4 pg(Jiffi)/mL, 2 ug(Jiffi)/mL, 1 pg(JJ4f)/mL %
O 0.5 pg(F1filh)/mL D= % 4 5,
ii) OTC 2% 20 g( I/t Rl DHE
ERICER LT, RO —H% 1 SHEER— A% / —/L (3+1) TIERE
WA L. 1.6 pg(/7fi)/mL, 0.8 pg(JIffi)/mL, 0.4 pg(/3ffi)/mL, 0.2 pg(/J
fli)/mL KO8 0.1 pg(FIMih)/mL o> #5418 i % fH -4~ 5,
3) K Mt F-17 SEi M
4) A ORI &
i) OTC 7% 20 g(JJfl)/t LA E DG4
EREE & L T Bacillus cereus ATCC 11778 Z V>, 1x107 {#/mL O -k &
Bz 100 mL (2xf L C 0.1 mL FREMZ 5,
ii) OTC 2% 20 g( I/t K DHE
FBRE & L C Bacillus cereus ATCC 11778 % vy, 1x105f&l/mL o fa ik %
B 100 mL (2% LC 0.2 mL BREEINZ 5,

5) FERFMK M-k e — FE R 7> L C 49~51 °C IR L 7255 il 2 T 431
NERYE, 15 mL 2 X NY LI —FRICIADN D K O IZHE LR, KFEICERE L
THEE S5, HIZ, ZOLIcE#M 5 mL 2 —kRIZIAN D KO ICmiEL-#.
A HE L CRFE S E 5, LR, HALIEIC X S,

6) il A 1 SRR — A & — /L —HifE (4 mol/L) (50+49+1)

B HHBAKROAR
1) OTC 73 20 g(ifiliy/t LA EDGE
SR —¥ (OTC & LT 400 pg (OM)fAY &) 2 A%0%5T 3 HiE C&
V. TOHMEEZTE L, 200 mL o3tk =/ 7 T 2 32 Ar, AL 100 mL



iM%, 20 ZrMEIRETHit T %, iK% 50 mL o Jeem LILEAE 1T A
Fu. 1,500xg T 54yl Bl L7=th, BiERRE A (5FEA) TAIRT 5,
AW 25 mL % 50 mL OB — I —|ZIEfEIZ AL, 7 E=7/K (6 mollL) T
PH % 4.4~4.6 |ZFR%ET 5, ZOREREE 1 SFEEWR T50mML D287 7 A 22
BL, HICERETLSREREZINZ %, A GEA) TABL, 2 ug(h
fili)y/mL OFEHEIR 2R 5,
2) OTC 28 20 g(Jiffi)/t Kl D&
) MN Z&ZER20W5E

SHTEEEO—H (OTC & LT 80 pg( )il Y &) # AT 3HiECTaE
V. TOEMEEFELL, 200 mL Ok =47 7 2 22 Ak, fHEL 100
mL Z %, 20 532 IR TRt 3%, flH#KZ 50 mL o HeAe s Oy BE
[Z AL, 1,500xg T 5 syl DorBE L=, LERERE A (5 A TA
W5,

A 25 mL &2 50 mL O E—H—IZEMIZAN, 7TrE=7//K (6 mol/L)
TpH % 4.4~46 IZHIET D, ZOREREE 1 SHEEK TS50 mL OE&E~7 7
2B L, BIHEMRET L SHEERE N2 2%, A GFEA) THHEL,
0.4 ug(F1fi)/mL OFEHA 2 HHl+ 5,

ii) MN Z& 856

IHTEERD —H (OTC & LT 80 pug(fl)fHY &) Z BT 3HiETH
0. TOKMETLELL, 200 mL O =M 7 T A2 Af, HMHEELE 100
mL Zh1 %, 20 32 IR TRt 92, k2 50 mL o e Ok
[ZAZL, 1,500xg T 5 /rfiE DB L=, LBEAHE S|k A TA
W5,

AR 25 mL & 50 mL @ & — 7 —|ZIEMEIC AL, HEFE T pH % 1.0 DL FIZH
U 1% 1 BEERE L, BT E=7/K (6 mol/L) T pH % 4.4~4.6 |27
YL, ZOREREE 1 SHBEKRT0ML OEET 7 A3 B L, HITHELR
F T 1 FfREREMA %, A (5FEA) TAE L., 0.4 pg(Jiffli)/mL Oz
BHAK 2R3 %,

C E =
PRI & 5.
(%) i) TF—va v
R ANENE Y ON - SUABY i3
. . e ; WHIREE . WINEN R MoK USSR
S AN ESw &) ¥ (i
WALy 4 B fH A (YD Hal L (%) RSD, (%)
WA X7 N7 ST 5 HEd & &k 5 6 104 33
VRGNS 50 6 100 0.6
100 6 98.3 31
1 F AL TR A S A 5 6 104 5.8
50 6 109 4.0
100 6 106 5.4
1F AL A4 R A R 5 6 101 7.4
50 6 107 2.3
100 6 103 31
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- SRR

FahE THR WRIMEEE WNEINE SRR URE  Simsm

Ly Bl fE¥E o g HorRat
A AROIE goow m=8 qumn (%) RSD, (%) RSDg (%)
Wt 7 b7
A LA ) 3 0 50 106 45 9.0 1.0
YA )

422 k7 a~ 7T 7k
(it FA#6PH © OTC 23 10 g( i)/t LA E o fikh)
A HEOCHH

1) R 1 SARER

2) A 1 SHREEHE — A X/ — )V —Hi#E (4mol/L) (50+49+1)

3) AXTT hIH ATV ERER 4110 AD 2LV 1 mg(Fl)/mL DA
X7 TV A7) ERERK AT S,
EAICER L T, EYERIE O — 2 i CEMICAR L, 1 mL FicAtF
T RIH A Y E LT 0150 gAY EEZEBT HEADOAEF VT
NI AT Y AEERZ S D,

B & =3

il o ekl 4~5 g (OTC & LT 400 pg (IS ELLT) &2 HoKT
IMETERY, o2 L, 200mL Ok =/4 7 F 2 =2 Af, HHHIE
100 mL Z A0 %, 20 3 EIRE THIH T 2, #4250 mL o 3Aeim Lk
AT AL, 1,000xg T 5 i O oBEL7ck, RBAREA LT T T 40
Z— (L 05 pum BATF) TAMBML, K7 v~ s 777 0 — 24 2508HE
weT 5,

Wik~ 777 0 — REHAR K OE A X VT N TV A4 7 U =R
0uL ks a~ N7 7IZFEAL, 7a~v NI L ERD,
WESME Hl

o & EOtREs (R RR © 380 nm, HOEHR ¢ 520 nm)
BT AT BTN I Y BT T A (N 4.6 mm,

& 250 mm, BifE S pm) *!
OB WA E Y UREIET2— A X2 ) — b (77+423)
i ;0.8 mL/min
717 LAFEIRE ¢ 40 °C
FOBE Beonru~ I AnbLE—ESNITHEEZ RO TRERZ
B L, REtHF O X T NI A 7V BEBEZT ALV NI ATFAT VE=
TVAHNTTLETXRUT NI A 7 U EELTHEBT S,
£ 1 Shim-pack VP-ODS (SEHUEFTHR) X & REDOH O
2 A IXV—)L 68.08 g (68.075~68.084 g) . [Eift~ 7 %> v LAIUKFIY)
10.72 g (10.715~10.724 g) KO =F L 27 2 U UFEE —kFE-F MY ¥
LKA 037 g (0.365~0.374 g) % o C/K 750 mL IZIEMN L, EEfE 25
mLfEEZ % T pH % 7.1~73 IR L7-tk, FIT/KZIMAT1,000mL &
T 5,



(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

. ) e " W ., WINEE ok USRS L
TIN5y 44 OBt o FlidE (QOh 0 FRaR L (%) RSD, (%)
TAXI R Y AF L 9 F AR A Rk 10 3 95.9 0.4
TR ALY 15 3 97.6 1.6
TAEXTT NTY 50 3 99.8 2.1
A7V 100 3 101 1.6
I FE LI TR B Rk B A EE 10 3 97.1 3.5
15 3 96.6 2.9
50 3 103 1.6
100 3 104 2.1
WEALE 74 F RO B A R Rk 10 3 93.3 2.2
15 3 95.5 3.9
50 3 98.9 0.4
100 3 101 1.3
o IL[R FAER
< S v BZVE EHR ORINEE BB Sns e SiE s
s AROE oy pau (U i) (%) RSD, (%) RSDg (%) HorRat

TNFI Y AFAT B 5
VEZUAANTT A 28
FELT RIHA Y AR 7 0 50 95.6 13 3.9 0.44

(%) 7u~ 7T L4
A B

W REE
W EREE

{F505R8. 55 {$3503R8, 5
FERRUAMEA#OIOT TS L

A FEHER (OTC & LT 50 ng (1) HEA)

B : WNEE (F3 5 BB AEIRHTZ OTC & LT 50g (JJ4ff) /t #124 EHsHn)

5 =7 hvATr
51 wEERRE (FrIy s X)
5.1 Fis
A HEZDAR
1) AR
i) 2 SRR
i) 12 SREMEK
2) WIS 2 SREER — A X ) —L (4+1)
3) =7 v bhvA v U EER WHE¥ T 7o b~ A TR ER%ED L
DA0mg Ll LA AT IMETED . TOHMEEFE L, 12 S EKR— T &
h=F U (441) ZIEFIIINZ TEML, 04 mg()mL O 7 v h~A
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VBRI D,
fEAIZER LT, R O — &8 2 A BRA I CIEMEIC AR L. 1.6 pg(Jififi)/mL
O 15 P FE R AENE KON 0.4 pg( ) /mL O FERE e 2 9~ %,
4) k% Hh F-6 535 i
5) MK K OE & Bk & LT Bacillus cereus ATCC 19637 % U,
1x107 f&/mL @ fa 1% 2 £ 100 mL (Z2xF LT 1.0 mL F2EMZ 5,
6) FER VM  HAEICLD,
7) HHEE TE R —K—TrE=7K (200+49+1)
B EMAROHRH
IHTEREL 3~5 g Z A BMF 3METEY ., ZORMEAFLEL. 200mL D Hfe =
817 7 AT, AR 100 mL 2 0%, 20 o2& RS Tl L7=t&. 40
iz A8 (5 A) TAHBT 5D, AIRO—HE2AHREE CIEMICAHRL, 1.6
ng(Ff)/mL 5 REHAT K OV 0.4 ng(F1f)/mL O RN & il
Do
cC %

il

2-22 HEEIC X D,

7272 L, BERIEHUT, 27~29 °C T 16~24 WiffE% 4 5,
(28B) SirEANY T —va v

 VRIMMEIIN R R OVl UK

o , WIRE . WOME =R R LR
HA ORI kg T () RSD, (%)
BRI v 7 21 1 3 97.6 2.9
3 3 102 2.8
8 3 97.8 2.4
BHT1L I w7 &2 1 3 99.5 3.6
3 3 102 5.4
8 3 99.0 2.6
WH71 3 v 7 23 1 3 101 5.0
3 3 103 3.4
8 3 101 4.1
- (R FAER
Shge ; Hahak EHIE USINVEES RELER Snsim LRIL SR
AROIE gy max (U fliYkg) (%) RSD, (%) RSDg (%) HorRat
BRIy R 7 0 3 98.5 1.8 4.0 0.18

5.2 EERRE (FED
52.1 Fiik
A HEZDAR
1) AR
i) 2 SRR
i) 12 BHRER
2) AR 2 SRR — A X/ —v (4+1)
3) =7u hvA T U RERER 5110 A D 3)IZLY 0.4 mg(JIfi)/mL D=7 1
F~ A v AR 2 TR D,



il HNTBR LT AR IR D — 0 & A RS I CIEREIC AR L. 1.6 ug(Jiffhi)/mL.
0.8 pg(Fffi)/mL. 0.4 ug(Zff)/mL. 0.2 pg(/ifii)/mL & Tr 0.1 pg(Jifih)/mL D%
PR 2 T %,

4) K Mt F-6 SR
5) KK OWIN&E Bk & L C Bacillus cereus ATCC 19637 % U,
1x107 fE/mL D 9% & B 100 mL (2% LT 1 mL BREMZ 5,
6) TARVM  HAFLEICKD,
B EMBABROHH
Hh o ol —#8 (ET & LT 40~320 ug(FM)fE 4 &) = H kT 3
HiE TRy, ToOMME4A2LHEL, 200 mL 0k =M7F 23z Ah, Y70
B AKX 100 mL ZA0Z, 20 R ZRETHiH T 5, iR % 50 mL o364
OB IZ AL, 1,000xg T 10 FrfdlizE DBt L 7o, LB E A/ (5
A) TAHBL., BT LB 2 REHAKR & T 5,
T LB U BT I =T (690 mg) FlAEY/nu AKX 20mL T
Wi+ 5,

AEHAIR 10mL % X = 7 AT A, WKEAFETAF O EiGIZET 5 E Tt
T 2, HiZ, B FLr—7 =7k (180+1) 20 mL Z I =% T A
WA EET D, S=HTLOTFICS0MLDRTET T AaRBEE, AX ) —
N20mL &I =47 LA TET ZRH S H %,

WRHE % 50 °C ORI CIWIEFZE L=k, A ¥/ —/ 2 mL & EMEICIZ T
PR ZE L, BIC, 2 SHEEK 8 mL # LI TRV IEYE., LERD
AU, & DOERIR D —H % AR B CIEREICATIR L. 0.4 pg(Jifii)/mL D FEHE R
T2,

c =

il

IEEARIEIC L D,

72 L. BEREHUL, 27~29 °C T 16~24 Rl £ T D,

£ 1 Sep-Pak Plus Silica Cartridge (Waters ) [T/ Y 7o R ED Y HF—/\— %
LD LN EREDH D

2 FTFAWNEEREAICIE, FEEL THREZA 1| mL/min &925, LU, ¥k
HROEHBE SRR L T 5,
(23) HERN)TF—va v
R IEES

BOREE EINEER

AR ¥

PO GOl (%)
BRAE AR (< v > =2) 6 92.0
WAL A e (7 Z T L) 6 99.0
AR A e (~ > 2 =) 8 95.0

B AR USHMNIEE RINEILER SmdR UHE  siEskE

OB O FHIE . " HorRat
RH O e BELC g (%)  RSD, (%) RSDg (%)
VEELI TR L A T 8 0 8 104 3.4 46 0.40
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6.1

ERERERE (Vv 7 X)

6.1.1 ~Fikik

6.2

A HEFOE

S
2

1) FEMEIK
i) 4 SRR
i) 10 AR
2) AV T<A UK HHEEAE I A I TN ERIFED S D 40
mg L EEZEDIET 3METRY., TOREELEL, A ¥ ) — 1V DEEIEHE
N A T L, WIT 4 SHREW 2 EMECI 2 T 1 mg(Jil)/mL DA &5 < A
VUK A T 5,
fEAICER LT, BREEFHR O — 4 4 SRz E K CIEMEIC AR L, 4 pg(Jifi)/mL
D e e FEE R A K O 1 pg(FI )/ mL oD {5 2 e % - 5,
3) M F-7 SigHh
4) HEREOUIE  #EBE & LT Kocuria rhizophila ATCC 9341 % v, 10
IR L7 H i &2 B 100 mL 1Zxf LC 0.2 mL FREIN X 5,
5) FEERFM  HAFLIEICLD,
6) FHMHVAME A X —L—10 SHEEE (7+3)
B EMBABROHR
IHTRE 3~5 g Z AT 3MTETED . TOBMAETE L, 200mL O H4e =
877 A2 AN, THHEES 100 mL 200 %, 20 0B &RE TR L72#%. il
Hikz A/ (5FEA) TAHRT 5,
AHIRD— % 4 SHEER CIEMICAR L, 4 pg(JIl)/mL O &R EUBHA TR &
O 1 pg(JI4il)/mL DR B REHE R 2 92,

= =

C €

i

222 HEEITEL S,

(B%E) GIEN) T —va v

* TNMEN SR K OV UK S

WIEE . WOWEE R LHE

PR OB Qhliykg (%) RSD, (%)
XTIV IR 1 3 99.1 05
5 3 9.3 05
10 3 99.9 0.2
EFIv - XTI v R 1 3 99.1 0.2
5 3 100 0.8
10 3 100 0.7

EEERIE (FEL

6.2.1 “EARE

A HEFOD

%:'I.II

%

1) FRTEWR 4 FHETE IR
2) AR 4 SHRER— A X /) — v (7+3)



3)

4)
5)

6)

1))

2)

A TwA U RERER 611D AD2ICEY 1mg(Afl)/mL DAY T~ A
VU A T D,

fEAIZER LT, R O — 5 2 A RE I CEMICAR L. 1.6 pg(Ji4f)/mL.,
0.8 pg(/ff)/mL. 0.4 ug(Fffi)/mL. 0.2 pg(SIff)/mL K& Tr 0.1 pg(Sifi)/mL D%
PR 2 T %,

B M F-7 SigHb

IR L OWRINE #BRE & LT Kocuria rhizophila ATCC 9341 % vy, 10
I AR U 72 R & 554 100 mL (2% LT 0.2 mL FREEIN 2 %,

FER MR Mk X 5,

B EAMAROHAH

SIHTREHZ MN 2 & £ 72 WiE
i) SP 723 50 g(Fifih)/t L EDGE

SHTEEE O — (SP & LT 500 ug(FIfli)fH 4 &) # BT 3 HE T
D, TOHMEFLSFEL, 200 mL Ofe=fA 7 F7 232 A, 7E k> 100
mL 2z, 20 M ERE CHH L72%., fiitiEz A4 (6 fE) TAiET
Do

A 24 mL % 50 mL D729 7 T A 2 TIEMEIZ AL, 40 °C O /KB CTRE
MLl L 721% . AALE 15 mL 2 BRI 2 CHREW AR, Bz, ~F%3
Y5mL Z M TRV IBE %, 2O %E 50 mL O kim0 bB A 12 Af,
1,500xg T 5 Lz LDEET 5, K—2A% /—E (THE) O %mRiE
BECIEREIZ AR L, 0.4 pg(Fli)/mL OFEHAK Z iR+ %,

ii) SP 2% 20 g(F1fi)/t BL_E 50 g(F1if)/t A5 DA

SHTEELO—E (SP & LT 200 pg( )M Y &) 2 A08F 3 HiE T
D, TOEMEETEL, 200 mL 0o =AT7 7 A3z A, 7k 2 100
mL 20z, 20 oM ERE Tl L%, Mtk z A8 (6 ) TAHiET
X

IR, Dk 5,

iii) SP 2% 20 g(JI i)/t Kl D&

SITaBt O —HE (SP & LT 50 pg(Jiili)fi4 &) A28 F 3HrETED .
ZOREAFTE L, 200 mL DIt =MH 7 T 23T AfL, 7 h100mL &
MMz, 20y~ &IRE T L72#%., fiHikz Ak (6 ) TAlET 2,

IR, Dk 5,

SHTEEHZ MN 2 8 8o
i) SP 2% 50 g(Jifih)/t LL EDGE

SMTEEtO—H (SP & LT 500 pg( U fi)fH Y &) 2 AT 3 HiE T
. ZTOHMEEFTE L, 200 mL O =47 T 232 A, 7 k2 100
mL 2%, 20 oM ERE Tl L%, ik z A8 (6 ) TAHiET
Do

AR 24 mL % 50 mL D72 T 7 T A 2T IEMIZ AL, 40 °C DK TRHIE
RA[E L7, ARIAHSE 15 mL 2 BRI 2 TR E RN T, FiZ, ~F)
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Y5mLAEMA TIRYIBE %, 2 D% 50 mL O A2 m LIk I Ad,
1,500xg T 5 syffliE L oyEEd 5, K—A% /—f@ (FE) 10 mL % 20 mL
DB —H—I|ZIEMEIZ AL, HEETpH % 1.0 LA FICFRE L 7= % 1R E L,
WIZT7 =T /KT pH % 7.9-8.1 I[ZFHHET 5, ZOWREEZ AHIIEL T 50
mL ORET7 I 2B L, BITERE CHIEEAINZ, A (5 A)
TAHl LTt AIRO % ARSI CIEMICAR L, 0.4 ug(Jifii)/mL DK
BHAK 2R3 %,
ii) SP 2% 20 g(JIff)/t LA_E 50 g(Jif)/t A DA

SHTEEEO—H (SP & LT 200 ug(Ffli)fH 4 &) #HET 3 HiE T
D, TOEMEFLSFEL, 200 mL Ofe=fA 7T 23z A, 7& Fr 100
mL Ziz. 20 M EEECTHIH L%, filikz A8 (6 ) TAHIET
%

LT, Wk 5,

iii) SP 7% 20 g(JI )/t Kiifi D E

IIMTERE D —H (SP & LT 50 pg(f)MH Y4 &) Z /A0 F 3L TEDY |
ZOEEAFTE L, 200 ML DIt =MH 7 T A alZAf, 7T~ 100mL &
MMz, 20 ZpMI~&RETHiE L. iz A8 (6 ) TAET 2,

A 24 mL % 50 mL D729 7 T A 2 TIEMEIZ AL, 40 °C O /KB CTRJE
MLl L 721% . AIALEE 15 mL 2 BRI 2 CEREW AR, Bz, ~F%3
Y 5mL 2 M TRV IBE %, 2O %E 50 mL O im0 bB A 12 Ad,
1,500xg T 5 im0 mBET 5, K—2A% 7 —E (FE) 10 mL % 20 mL
DY —H—IZIEREIC AN, HEFETpH % 1.0 LI I L-1% 1R FE L.
WIZT =T /KT pH % 7.9~8.1 \ZRHET 5, ZOREEE AIRIEB T 20
mL D&Y7 A2IB L, BITHERE CHINEEZ N 7-1%., A# (5
A) TAHIE L, 0.4 ug(/l)/mL OREHRIE 2S5,

C B
IR RRIEIC L D,
(ZE) HEAN)TF—a v
- VNN K OR URS FE
o WIREE o WHIEIRER R LR
= 3 H h
B F iy HEL T 00 RSD, (%)
95 HBL Ak 5 6 101 15
20 6 101 12
7w A 5 — R AL O R 5 6 102 24
20 6 101 12
LI TR AL A R 5 6 995 35
20 6 102 16
100 6 103 2.2
- I [ R

Hhak AR RONIEES RINMINER  poe URIE S s

B O FEEE i o HorRat
HOMES EL REE gurmn (%) RSD, (%) RSDg (%)

EFLI IR EL A S 7 0 20 97.1 4.5 6.2 0.60
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7T T~ A T
7.1 EERRE (LI R)
7.1 ERE
A HEZFDRAH
1) FEMER 4 SREMEIR
2) TUTwA VBN WHAEgET L T~ A Ul EBIET (0.27 kPa
LITF) . 60 °C T 3 BFELME L7=t4, 40 mg LA L2 A2 TF 3HTE CRY ., %
DEEEZTEL, AX ) ——K (4+41) ZEFEICMZ TENL, 1 mg(h
fl)y/mL D=2 T~ A 2 U AEHEFIE Z RS 5,
fEHNCBR LT ARERIK O — 8 % 4 SR @R CIEMICAIR L. 4 pg(Ji4f)/mL
O e I PE A Y KO8 1 pg(FI i) /mL o> (i FE A i % g 3 5
3) B M F-111 %
4) IR K ORI & RBRE & LT Micrococcus luteus ATCC 10240 % Fvy,
100 fFIZ AR L 72 Bk 2 55 100 mL (2% L C 0.2 mL BEIN 2 5,
5) ‘XYM  HAIEICLD,
6) i BRI U g (75 mmol/L) —7 & kv (2+1)
B EMBABROHR
1) #ratkEHZ SL. NR XX MN & & 72 W54

SHraER 1~4 g (ER & LT 10 mg(Jifi)fE 2 &LLT) A28 T 3k T
V. TOHMEFEE L, 200 mL 03k =/ 7 T A 3|2 Ak, FHAESE 100 mL
A, 20 ;IR THItE L7212, Hhitika A8 5 fEA) TAHAIlET 5,

AR 25mL % 50mL O B —F —I|ZIEMIZ AL, 7 E=7/KTpH % 7.9-8.1
RS D, ZOWERE 4 BAEEE T 100 mL O2RE T T A2l L, ER
E T4 SREREIMA 2%, A GFA) TAET D,

AIRD—H % 4 SFEER CIEMICAIR L, 4 pg(Jifl)/mL o s UEHA IR
J OV 1 pg(JoAilf)/mL DA FEBUBHA IR 2 3 5,

2) HHrEtEHZ SL. NR XX MN # &84

SR 1~4 g (ER & LT 10 mg(Jifi)FEY &LLT) A28 T 3k T&
V. TOEMEZE L, 200 mL odtke =/ 7 T A 32 Ar, AL 100 mL
ZMNA, 20 ;IR THIE L. b2 A (BFLA) THAET 5,

AR 25 mL % 50 mL @ B —F —|ZIEMEIZ AL, HElE T pH % 1.0 BL FICFH%E
L7 1ERFRE L, BT v E=7T /K TpH 2 7.9-8.1 1T T 5, Z DL
B 4 SRR TC 100 mL O &ET7 T A I L, R E T 4 SREERZ N
7%, AR GFEA) TAHIET S,

HIRD—H % 4 SAEER CIEMICAR L, 4 pg(Jifil)/mL o s URHA IR
e OY 1 pg (i) /mL DARR FEBUBHA IR 2 3 %,

c = =3
22 HEEICK D,
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(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

g ; WINPREE WINEN . #OR UK
RHOMS e (%) RSD, (%)
BHTLI v X1 0.5 3 101 5.0
5 3 97.6 2.9
10 3 94.6 0.4
BT L v 7 A2 05 3 99.9 2.9
5 3 97.0 18
10 3 98.1 43
RHZ LIy 7 A 05 3 93.6 19
5 3 93.6 25
10 3 95.7 12
o 5 Haha FEHF URHINJERS RN SaMr UiE  smarmm e
PROTE  man BEE gape 0 RSD, () RSDy(0) O
AL Y7 R 7 0 5 97.4 0.9 3.1 0.70

7.2 EERBRE (FE)
7.2.1 FERRE
A HEFORAH
1) REWR 3 SAREIR
2) MW 3 RERE— T & R (7+3)
3) TUT~A v UERER 711D AD 22X Y 1mg(ifii)mL D= T~ A
UREERR A T 5,

il FIZBR U T AR O — 0 & A RO I CIERE IS AR L. 1.6 ug(Jifffi)/mL.
0.8 pug(Jiffi)/mL. 0.4 pg(Jiff)/mL. 0.2 pg(JIffh)/mL &% 0.1 pg(Jiih)/mL D%
IR 22 T %,

4) Mt F-21 BigH
5) HIKK& O & BRI & L T Micrococcus luteus ATCC 10240 % vy, 10
AR U= iR & 55 100 mL 2% LC 0.1 mL 2 EZ 5,
6) FERFEMH  HAFEICKD,
7) HhHREE HER (0.5mol/lL) —7 & b2 (7+3)
B EHHAROHAHR
1) dralEHZ SL XX MN 2 & 72 W56

SIHTRREED—E (ER & LT 80 pg(/i i)Y &) Z /2T 3HTETED .
ZOEMEATLE L, 200mL Ot =H 7 T 2 3T Arv, S 100 mL 400
A, 20 SN ZIRE TR T 2, KA 50 mL oA OURREE 1T AdL.
1,500xg T 5 syl Oyl L7k, BERERE A GFEA) TART D,

A 25 mL % 50 mL O B — B —I|ZIEfEIZ AN, 7T E=77/K (6 mol/L) T
pH % 5.9~6.1 [ZFHFET 5, ZOWREEEZMPRELETEOML OERET 7 A 2T
L., B E CHIRGEEZMZ 2%, A8 (5 FL A) TAiE L, 0.4 ug(Jiff)/mL
DORBHAIR 2 S 5,
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2) ATECEHZ SL XX MN 2 & T &

SMTEEt O —E (ER & LT 80 ug(Jifli)fH Y &) A 2EF 3HrE TR |
ZOEEATE L, 200 ML O3l = 7 T X 3T ArL, S 100 mL %00
Z. 20 ZrERE THIt 92, MR A 50 mL @ AR DILEAE I A,
1,500xg T 5 /i oyl L=, EEAEE Ak GREA) TABT D,

A 25 mL Z 50 mL O B —F —|ZIEMEIC AL, 1EFREI3#E L-%, 7T =
77K (6 mol/lL) T pH % 5.9~6.1 ICFR#ET 5, Z O EE A HRIAER T 50 mL
DEETTAIB L., EHRECHIEEAINZ 2%, A% (6 A THH
L. 0.4 ug(AHff)/mL OB 2 iHiil4 %,

c = =
FEVERARTEIC K D,
(2%) HERN) T —va v
« IRNTEN R OVl UK JE

e ; WIRE .. WONELE R UK R
RO i TEE T () RSD, (%)
99 AL A R 5 4 97.5 1.8
10 4 102 6.5
20 4 102 2.8
9o LG R R 5 4 103 32
10 4 101 15
20 4 105 2.0
VE LA - KO B A i R 5 4 104 55
10 4 101 2.0
20 4 104 3.3
TR AR BC A R e 5 4 103 5.8
10 4 104 2.4
20 4 107 2.8
- R

e ; HREt FEHIE WRINGEEE WRNEINEE smsE URE  shimskg

B o FEFE g

RO et BREL (g0 i) (%)  RSD, (%) RSDg (%)
VR T IR A B A 5 0 10 100 55 6.7 0.59

HorRat

8§ AV rFv
8.1 EERBRIE (FEhH
8.1.1 ik
A HEZDAR

1) FRMEIK
i) 1 SRR
i) 3 SAEER

2) WRELE 3 BRERER— A ¥  —v (4+41)

) F V=T AERERR WHEEAY) 2T TN EREDO LD 40
mg U EEZEDET 3HETEY., ZOHMERTE L, 1 SHEERZ EMI2NZ
TN L, Lmg(If)mL OA Y = o F o AR 2 8T 5,

EAICER LT, R O — 5 2 A RE I CEMICAR L. 3.2 pg(JI4li)/mL,
1.6 pg(JJfiy/mL. 0.8 pg(Jiffi)/mL. 0.4 pg(JIffi)/mL K O 0.2 pg(JIffi)/mL D% FE
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Wi 2 S 5,

4) ¥ Hi F-11 BhiHh

5) MWLM E  RBRE & LT Bacillus spizizenii ATCC 6633 % fV>, 1x108
fE/mL o -1 % 15 1 100 mL 12%F LT 0.2 mL #2EE N % 5,

6) ERIM  HAEICLD,

7) R AL A K —)—¥ElE (0.2mol/L) (1+1)

8) TA sk 7 h=hrU/L80mLIZAKZIMAT1000mL & L%, iz (1
mol/L) % T pH % 2.9~3.1 IZFHIET 5,

B EMAROHRH

il o otraBlo—# (OR 28 5g(Jil)/t L ED35A1ZiE, OR & LT 100 pg
(Jifm)FE Y &, 5 g(ifli)/it R oHE12iE, OR & LT 50 pg( /i)Y &) =4
HET 3HTETED . TOHMEATE L, 200 mL OHie =7 T X 3|2 A,
FhHPASE 100 mL A0 %, 20 A3 EIRE TR 5, il 100 mL o 34z
O IZ AL, 1,500xg T 15 Frfliz DB L 7= 4. By 40 mL % 100
mLOE—h—IZEMICED, 7oE=7/K (3mol/L) TpH % 5.9~6.1 |ZFH%&9
e ZOREREAX ) —NLTI00mML OEBET I AaIIB L, ERETAX
—NENx -k, A BFEA) THAETDH, A#K 50 mL & 200 mL DRI~
T AT AN, 50 °C LA FOKIBTIE & A CRLlE T 5 £ CRIERNE L%, €5
HA %> CHET 5, K10mL ZIEMEICINZ TEREMEZEN L, Z0RE S
GFEA) TAHABL, BT LB 2REHATR E T 5,

77 LAV T BTN YA Y BV =T A (820 mg) FlET &
k> 30 mL K Ok 15 mL CIHEXR ST 5,

AREHAIR 2 mL X% 4 mL GUBIOEIUEZ 100 pg( Y &L LLE1T 2
mL, AEORIES 50 ug(IMHNEL L-HEA1T 4ml) 2 =0 7 AICIER
AN, EER LTl EED, K=TEh=hrUJL (9743) 15mL%E2I=%7
ATz, FERICIH S, S =07 22T 5, SO0mLOE—T—% I =
TADFICEE, IWHEE1SmL 2 =07 AMIx, JEE®?2 L TOR ZIFH S
5, WO pH 2 Kb VU U 2% (0.01 wiv%) T 5.9~6.1 IZFRFE L, =
DR B A EHEBL T 100mL O T 7 7 2 2B L, 50°C LLFOKIBTIEZE
Ao EREE T D E CRUERME Lk, EFR T ALk THElT 5,

ARIAEE 5 mL % EfEICII 2 CEREW E TR L, 0.8 ng(Jili)/mL O FEHARK %
PS5,

c =

il

EEEHARIEIC KD,
£ 1 Sep-Pak Plus Cis Environmental Cartridge (Waters ) |2 472 R &ED VU ¥ —
N2 HE LTI ZNEFRED LD
2 VL, 0.5mL/min 9%,



(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

; WIRE .. WINE R ok UK
RHOMR e (%) RSD, (%)
9 9 AL R 2.5 3 99.7 9.5
5 3 109 2.1
10 3 99.3 18
7 va A Z— i H A e 25 3 104 16
5 3 96.7 10
10 3 101 6.9
7 a A T — 1% A ELA R 2.5 3 97.7 7.0
5 3 95.0 5.8
10 3 115 7.0
=kl 3 HehEt FHER O IRINIBE BINEIE EAmE URE R
ARORR g mam . %) RSD, (%) RSDy (%) HorRat
3 5 B ARk 6 0 5 99.8 6.5 6.5 0.52

9 XHYwA Ty

9.1

EERERE (LI v s R)

9.1.1 FHIE

A HEFORAH
1) XV~ UERER  HAREEX YA VI IR ERIEDO S O 40
mg UL EEZ G T 3IMTETERY, TOHMEETHFL, A ¥/ —/L 10 mL 2/
Z TN L., BIZKZIEMICIZ T 1 mg(ifii)/mL D% % ¥~ o o L AEHE R i
T2,
EAICE L C, AR O —# 2 /K CIEREICAIR L, 2 pg(Hfi)/mL o &
JE R HE K T8 0.5 pg(FIAih)/mL o> BE A e % L9~ 5,
2) K M1 F-3 i
3) HMEOWRIE  #BRE & L C Kocuria rhizophila ATCC 9341 % fv>, 10
AR U 7- iR & B3 100 mL 2%k LC 0.5 mL 2 EMZ 5,
4) FERVHR  HAHLEICED,
B EA#BEROHRH
IHTEREL 3~59 Z AT 3MTETEY ., ZOMEAEFE L, 200mL Dt =
817 7 A3 AN, AHX /—/ 100 mL ZA0%, 20 sy &R Tl L=,
Mk E A GFEA) TAHRT S,
A D& K CIEMICAIR L, 2 ug(F1MM)/mL @ & i R EHA TR & Y 0.5
ng(JIil)/mL O AR BB IR A B 5,
c = =3
2-2 HEIEIZ X B,
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(B8) IWiEAN) T —va v
* URINIEN By Nl LRSS
Y

ANELR R UK

HA ORI (o0 fiY/kg) AR L (%) RSD, (%)
EAILTLI TR 1 3 99.7 13
2 3 99.9 13
5 3 100 1.0
EXI e I RxT 1 3 99.9 13
FLIv IR 2 3 100 13
5 3 101 0.8

9.2 EEABRE (HEH
9.2.1 “FARIL
A HEZFDRAH
1) R 4 SEEREIR
2) F®HAY~ AR 911D AD)ICEY Img(liff)/mL DF X V<A
¥R HEIRR A S 5,

ERICER LT, BEEEEO— % 4 SRR — A%/ —/v (7+43) TIEMIC
AR L. 2 ug(Zfl)/mL, 1 pg(Z3ff)/mL, 0.5 pug(73ff)/mL, 0.25 pug(Ji1f)/mL &
O 0.125 pug(Ffi)/mL D B HEHei A2 R4 5,

3) K M F-3 5
4) HER&kOWsE  BEBRE & LT Kocuria rhizophila ATCC 9341 % V>, 100
FEICATR U= @i & 55 100 mL (2% LT 0.2 mL f2EMNZ 5,
5) ERVW  HAIEICLD,
B EMBAROHR
1) KT 2% 20 g(Jifif)/t LA L6

SIHTREED —H (KT & LT500 pg (JIl)FH 2 &) A F3HTE TED .
ZOEEAFTELL, 200 ML OEfe =MA 7 T X 2T A, ~FH o 10 mL (5
ekt OERIE S 10g UL EDAITIZ 20mL) M OVA X 7 —/L50mL Z 2,
20 Sy EIRE D, HIZ 4 SHEEHE 50 mL 2 0%, 2~3 /M SR THIH L
7ot ik A2 50 mL o e i Ok IZ AL, 1,500xg C 5 43 Lo B
Do K=A% /=L@ (THE) A% A THHET D,

DD —EhE 4 SREEH— A X/ —/L (18+7) TEMICHIR L. 0.5 ug(h
fili)y/mL OFEHEIR 2R 5,

2) KT 7238 20 g(Jiff)/t KD 5H

SRR —E (KT & LT 100 pg(Jifl)Fe Y &) /2T 3HTE TED .
ZTOHMAEFTLE L, 200 mL O =MA7 T X aiZ A, ~FH 2 10 mL (&
Mkl O ECED 10g UL EDHAICIZ 20mL) LA X —)L 50mL &%,
20 Sy EIRE D, T 4 SHEEE 50 mL 21z, 2~3 /M SR THIH L
7otk R Z 50 mL O i OUREAE I AL, 1,500%g T 5 4y O BT
D, K=2x%/—NjE (T A% 5FA) THHET D,

A D& 4 FEEEH— A X /7 —) (9+1) TIEMEICAHAIR L. 0.5 pug(7
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fiti)/mL OFEHATR 2 45,

C TE =
FEYERR AR L B,
(3E8) ShriENY) T —va v
« TRONIEN 28 K ONdiol U RS
L e W WINEL R (R U
PR DAL GOy " L (%) RSD, (%)
145 AR A R 5.6 6 99.3 0.8
11.1 6 99.7 1.3
7 A Z— i H A e 5.6 6 101 1.4
111 6 101 1.0
VF LI 1 K B2 A R R 5.6 6 100 2.0
111 6 101 1.0
25 6 101 1.8
50 6 101 1.4
100 6 101 2.1

gk M Hahat AR WRINJEEE WANEIEE =nME LRE sl
) BRSO RER (gomyn (%) RSD, (%) RSDg (%)

(EFLI IR B R 5 0 100 102 4.4 6.5 0.81

HorRat

9.3 fEEERBRIA

93.1 KT. VM KIONTS O/8A FA4— k7T 7|2 K A EEERRE
(i FH %GR - ikl
I 212X B,

9.4 fEEREBRE (LI v s R)

941 NAFA— KT T Tk
A HEZFDRAH
1) XZY~A TR 9110 ADDICEY Img(Hfli)/mL % % %~ A
VU R A T 5,
flEFICBS UC, AR O —# & 10 ug(FIli)/mL 2725 K 92 A X ) —)L T
EfEICAR Lo, BIZT =7 KEZEEMZ T 5 pg(Hifli)/mL % % 4~
A R 2T 5,
2) K H F-111 BHqHh
3) HMOWHIE  #BRE & LT Kocuria rhizophila ATCC 9341 % fiv>, 10
AR U= iR & 55 100 mL 2% LC 0.1 mL 2 EZ 5,
4) B T h=hUL—RAH ) —)L (17+3)
5) FaIE 2-(4-3— K7 2= )3-(4-= bR 7 =2=)L)5-T == )LT +7
YU Azl F0410g (0.095~0.104 g) Z/KICEALT200mL &35,
B EMAROHAR
INTRREL 3~5 e AT 3MTETERY . TOHMEETE L, 200mL O IHie =
A7 T AT AN, AHX =)L 100 mL &1z, 20 /MR8 Tt L=,
Mz A8 (5 fE A) TAHlBT D, AIRO—BEAX 7 — L THIRL., 10
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ng(HMymL ORI L =%, 7 oE=T KEHEEMZ T 5 pg(SIfi)y/mL O

BN 2 9 5,
C 5| E
FBlHi2oCo@EE I/~ N7 77 40—, ERPROFAE, 558 K OFEEDH
XD,

L. MREBRIXV U A SOVERRT 2R, BB O RS EEERO
EisicET S E CTREMT S,
1 TLC plate Silica gel 60 (20x20 cm) (Merck ) NiZZ i LFZEDO L D%
110 °C T 2 BffHEzE L THW S,

10 7o Ah7zc=a—)
10.1 P8 &EE&HABRE
10.1.1 k7 v~ b7 T 7807 WERGHEHE (€D 1)
(GE PR - b R OB AR (BEMALZ FREEE T2 DxR<, ) )
A HEOCHRH

1) 78587 x=a— L%k /1 57 x=a—, [CuH1ClN,0s) 20
mg AT 3MTETEY . TOHEZFTEHEL. 200 ML DREFET T A3 TA
L, TER=DFIAEZMZTENL, BICERETTEI=FILEZMZT
s/ L7 = a— VIEHRREEZRET S (ZOR 1mLix, 7r7Ah7 =
a—tLTo0ImgEal+ 5, ),

Bz, EEFRO—#% 72 h=F U L TERICHRL, 1mL Ficra 7
A7 xz=a—)Lt L TC05ug 2 EHa T HIEMEREZRILT D,

BRI LT, EoEERO —H%E/K—7t b= KU/ (7+3) TIEMEIZA
WL, ImLHFic/7eoh7o=a—)Le L0 28687570757 2=
o — )UAEERR & LT S

2) WIEENR LEFNAEHK 7 77 57 = =23 —) (CP-ds) FEAEJFIK (2
£ 100 pg/mL) #'1mL % 100 mL 0287 7 A 2 |ZIEFKIC AN, EHRE Tt
F=hUAZMAZTIMLHIZCP-ds & LTLlugx&afH 3 DIEMERE AT 5,

EHICE LT, EOFE¥EERO 278 =V L TIEfMEICHRL, 1 mL
HIZ CP-ds & LT5h0ng & A 7 2 NERER AR T 5,

3) MEMRIER AR HEN 78T LT x=a— URERER OV R O —H %
K=7EFr=FrUL (7+43) TEMIIHRL, ImLPIZI/mn T LT z=a—)L
ELT120ng #&H L, »OCP-ds & LT 25ng 2547 DEADOMKERRIE
i AR AERR 2 BT %

B = =3

W oWrEE 109 2 AT 3MTETEY . TOKE A S L, 200 mL
DOHfe =A 7 7 AT NI, PR 1 mL ZIEfEICNA S, HIZAY ) —v
—1%A % U UERIRIR (3+2) 100mL Zh0 %, 30 /MR v iR CHit 4%, 200
mL OEEZ 7 A% 7 7F—RI}OFICES, Kz H N LD A Y
T% 2 mm OEIICORTZT T ABHEARKTHREI AT H, EDO=A7 7 A=
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F Ok S & WK 50 mL THF L, [FERICWE AL, BICRET 7 A2 DR
METKEMZ D, Z O 20 mL % 300 mL O3 7 7 A 2 ZIEMEIZ A,
40 °C LA F ORI THY 10 mL £ TRUERME L. B 7 LB |1 1T 2 50BHA TR
LT 5,

J T LHLER | T2 CE=AREPUN-E= A RULESKI =TT A
(60mg) "3AH2 AKX J—/5mL KOUKEmML THRFT D, REHAKRZ I =T
LA, RBHER DO A > TWee T 7 7 A2 %K 10 mL 35T 2 [EfF
L, WERAZNER X =0 7 HZ2M A, KE A 8 TAAIO BigllZE T 5 £ Thit i
EHD, K—AX =) (4+41) 4mLZI=ATLIMA, =0T LEHE
L7, WEl~=F—L FZHWT 10 2MBEL I =07 LNOKY EFRE
T2,
50mLDORTITFAa%2I=AT7LOTFICEEZ, 7Eh=rJ L 10mL %
SEDTAIMATI/ T AT z=a—LERHEE, WHIEEZ B T 200 1
(S DA & T 5,

717 BDAVER N FPE7 LI FI=H T L (1,710mg) #4E2TE =Y A5mL
THET 5, BREHRKEZ I =0 7 AT AN, WEHBAFTETARO ESIcET 5
EFCHHESES, BIc7® b=hU A 5mL =07 AIXMA, RERICHE
=¥ 5,
1000mL ORFTETZ7 I A2 I=ATLOFICES, 7= UL—K
(19+1) A0ML ZI = F7 Al MzaCr/u I L7 c=a—LEEHESEs, &
ik % 40 °C LT OKIB TR 1 mL & CRUERME L=k, ER T A%2ik-o> Tz
45, K=7Fhb=rVU/ (743) 2 mL ZIEMEICINZ CEREMAENL,
5,000xg T 5 sy LB, EEARERIE a~ N7 72 0T AVE E
SHTEHC K D MEICHET 2 EREIR & T 5,

Wik v~ 7T 75207 ARG RESHEFHT X 2 HE FRBHA IR K OV &
MRVERR RS HEN 4 10 uL 2RIk a~ N7 5 7 2 0 F ARV B HTRHTIEA L,
BINKISHREZ a~ N5 AEED,

WE S B
(k7 v~ 277 7H)

VY 7 Lo F T ZTINT YA ) BTNV T A (NER
2.0 mm, & 150 mm, Fif% 2.2 pm) 3
B it % : 10 mmol/L X7 v E=U LRK—T v Fh=1FV

U (743) (1 min ££¥F) —9 min— (1+19) (10
min f£FF) —0.1 min— (7+3) (10 min ££FF)
i 3# : 0.18 mL/min

77 A RO 40 °C

(% v T KB By TR o)

i i 25 DU AR B AT R

A4 A+ v fb ¥z vr bhuATL—A4 1k (ESD) ¥ (AL A
E—R)
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5

* 7 7 A4 % — H A:N; (600L/h)
o — v H A N, (50L/h)
125V

*y v 7 U —8EKE:1kV

aY Vg R LF— 20eV

A4 F v JH R O 120°C

T = X — A F v FTROEEDY
F* SWEOWE S

= - N2 =

i
=

Y — Tug I AT
HIE S E h—aAtr  EEH fifewe
(m/z) (m/z) (m/z)
Ja7 hT z=a—)b 321 152 257
a7 LT z=a— (g 326 157 —

B BONTERKERE 7 e~ NI b 70T 57 c=a—)b
SO CP-ds @ & — 7 ifE A4 RO CTHIEHEIEIC L a2 E L. Bt o s
DI A7 zma—LEBEEEHT S,

1 BE7ALVAREMER I EFED L O

2 EIE 1 mL/min F2EEE 95, MRS CTHG|I~ =8 — FEEHT

P

3 Oasis HLB (Waters 8, U F— X—38 & 3mL) XILIZNEFREDOH D

4 Sep-Pak Plus Alumina N (Waters #) [Zi# 4 2R ED U — \—ZHE L

TbDOXFZNERIZED LD

5 Shim-pack XR-ODS (II) (EE#HEHRE) XX EREOH O

6 Quattro micro API Mass Analyzer (Waters ) 2 X 5 54

(B%E) GIEN) T —a v

* TNMEN =R K OV UK B2

o ; WINRE .. WONE R R LR

AR ORI (okg  EL 00" Rep, (%)
7 a4 7 —EE f A E Ak 5 3 94.2 12
25 3 101 1.6
WEELH TR E AR B A R R 5 3 101 2.1
25 3 99.0 55
E AT B RS R 2 3 89.6 12
5 3 97.7 3.8
25 3 93.5 45
ok 2 3 107 9.4
5 3 99.9 6.6
25 3 98.4 47

- Je[ERABR

- MR TR (BRI K D

AR R WINPT M SnuE L s

RO FES i o HorRat
AROIE  man men (Lg/kg) (%)  RSD, (%) RSDg (%)
7 ad 7 — IR A ST 8 0 5 104 4.5 5.5 0.25
oy 8 0 5 104 4.8 5.6 0.25

) ek 2 pgrkg

Tyl



(%) su~ 7T LH)

the;
i [ _ _
oir ' sO0sLTzza-
(1] II !
M |
Ev ] _
T [ o IF P Bt By P
ifiim I
0 2 4 ] 2] 10

(#3058 =
AmEH (FAPFHEERRAESFRARMICCPELT
5 ug/kg fHHEFM) DY/ OI LTS LA

1012 Wiks <~ 275782057 AERSHFE (20 2)
(it FH %6 P - BARRY3L)
A HEOHRHE

1) 787 L7 x=a— IR 7mvaF A7 x=2a—) [CyuH1CILN,Os) 10
mg AT 3MTETEY . TOHEZFTHEL. 100 ML DREFET T A3 TA
L, TER=DMIAEZMZTENL, RITERETTEI=FILEZMZT
s/ L7 = a— VIEHRRKEEZRET 2 (ZOR 1mLix, 7rJ7Lh7 =
a—tLTo0ImgEal+T 5, ),

Fio, EHEFEO —#%2 7 b= RV L TEMRICHRL, 1mL FiczaZ
LA7z=a— e LT lug 28HF 75670757 x=a— VEHERZHRTS
Do

2) WIEMERIK RERMABEHSR 7 0T A7 x=a—L (CP-ds) 1=%EEi%

(2P 100 pg/mL) *11 mL Z 100 mL O£& 7 T 2 2 ZIEMIC AN, EHE T
TEr=hMIUAZMATLImMLHIZCP-ds & LT1ug 2&AT 5WNIEHERIKZ
LS AN

3) MEMIERAERER  AEEFREO —HE 7 b=V L TEMRICHRRL,
1 mL 12 CP-ds & LT 250 ng # &5 A T HWNIRHER AT 5, Hic, v 7
AT x=a— UIEHER R OO NERERO —%E2K—7T% h= KU /L (7+3)
TEMICHRL, 1mLHFic/7eo a7 o=a—L 1L TC01~20ng =5 H L.
73D CP-ds & LC 2.5ng #5755 O SR ER AR ERR 2 332,

4) WIMAPNAERERR  EAICES L CPAESE R O — & A ¥ 7 — )L CIEREIC AT
FRLU. 1mL HiZ CP-ds & LC 25 ng % &4 7 2 I NEEHER 2 895,

B = =

il tH TR EF5.09E AR T 3MTE TR, TOHME AT L, 100mL
ORI OILIEE 2 I AL WA NAZEHER 1 mLZ BNz 5, HIZA X
J = —=1 W% A XV ERERIE (3+2) 100 mLEMZ ™3, REVFA Y —T 1
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SN EIRETHIET 254, 200 MLOAEE T 5 2347 7F—K}F0 FICHE
X, MR EZHON LD T A Y U L2 2mmOEIIZOEZAK (5FEB) TH
Sl AT %, Joo AR DL EE K 0% & & AV K 50 mLTHEdE L, AR
SIAEL, BICEET T AaOIERETKEMZ D, Z O 20 mL% 100 mL
DT T 7 AT IEMIZAIL, 40 °CLLF ORI THI 10 mLE TRUE AN L .
717 KL BRI & T 5,

T3 T DRLELE S ARV —N-E=Abtnl RURESKRI=NT A

(60mg) & A X ) —L5mL KOVUK5EmL TliEd 5, AR EZ I =h 7
LA, BB D A>TV T BT 7 A3 /K 5mL 2T 2 [EIFkEH
L, BIRZIAR I =7 7 HZT &, WA R TAHO BimllEd 2 % Tt
SHDH, FIZKIOML 2= 7 MM RIS EE 5,

50mML DT I ATEI=NTLOTFICEE, AX/—110mL%EI =
ATLIMZTCr/aT AT c=a— LEEHIE5, RHEE 40 °C LLTF DK
WCTIEE A CHET D E CRUEREM L%, ERT A%k THET 5,

K=TEFr=hbU/ (7+43) 1 mL ZEMEICMZ CHEREWEZRENL, AT T
Y7 AN — (FLFE0ASUM L) T TABL, ks n~ ST T H T A
TR BHTFHC X A MEICHET 2R BHAR & T 5,

k7 v~ 7T 7% 0T DRV BESHTRHC £ 2 MIERUBHA T M U5 R B ERL

MRERERA 10 pL 2k 7 v~ 75 7 % 7 DRVERSHTEHIEA L, EIR
Ot 7 v~ s 77 5 %155,
HESRME Bl
(k7 v~ v 77 7#)

7 7 Lo AT BTN IR Y T T A (R
2.1 mm, £ & 150 mm, HifE 5 pum) *3
B At W10 mmol/L X7 v E= U ARIE—T7T =RV

U (743) (1 min ££¥F) —9 min— (1+19) (10
min ££Ff) —0.1 min— (7+3) (10 min £&¥F)
: 0.2 mL/min

Vi

(& T LDV BT AR )

fi i 25 TUEMmRVE By Et

A4 F v fb vz raoRFr—A4qk (ESD & (AL A
VE—R)

X7 T A Y — J A :340 kPa
oM W A iR O 350°C

¥y 7 VU —fE:4kV
T3 AE—FEE: FROLEEBY
aYVa X — 1 FROEEBD
T =X — A F v FTEROEED



x BWEOWESRME

TYh—Y— TR VAEY 5 s~ ayva

I E X R ME A A R R BE TR —
(m'z) (m'z) (m/z) V) (eV)
152 — 100 10
/g AT x=a—)b 321
— 257 100 5
s A7 z=a—)L-d5 326 157 — 100 15

it 0 Bonlc@REICHRHE 7 e~ N7 T L0607 57 2=a—)b
JOY CP-ds O & — 7 [Hiff & 3K 6O THAEEIEIC K D s 2 ERkc L, 3kt o 2
2oL roa—LEEENT S,
£ 1 Cambrige Isotope Laboratories Inc.f7 = b= h U /LW X% Z i & [R5
PRND)
2 DERERFICHBE RS %E L CEBRIENSRERSGEIX. AT LR
EFEVFTAV T LR m e VD, T, 14 ICRESROEREICR AT,
By TRIRKOFE VAP — (Z—AKRETFAHF— (AARHEHE) %)
ZHWD,
3 AL = —1wi%AZ ) CIRETR (3+2) 100 mL 200 % % B, Bl
BELAEEDHEAEIT. T AX ) —b—1 wh% A X U VEERIRIE (3+2) 50
mL Z Mz, H T AESECHIEMILOBE £ 20 7-%., 70 © 50 mL %
T ABELZWE LRBBIMA D,
4 HG-200 (Hsiangtai #) XX ZH ELFAFED LD
5 ¥idlE 1 mL/min F2EEE T 5, MBS U TRS|I~=4R—/L R& 3
2,
6 Oasis HLB (Waters ., V¥ — R_R—F&E3mL) I EREZEDOHD
7 70T LT 2=a—LOPRERDRNE D
8 ZORBAX Eclipse XDB-C18 (Agilent Technologies %) (X Z i1 & [AZD
H D
9 Agilent 6410 Triple Quad LC/MS (Agilent Technologies ) (2 L 5 51445
(B3%) GIERNY) T —va v
© WNONENR SR e O UK EE
IR,

UICIEVE S SUQWY ;3

RO g FEY T ) Rep, (%)

Jii e By FL 1 0.5 3 99.3 73
1 3 94.2 6.2
25 3 95.4 2.7

JiHE 5 F.2 0.5 3 93.8 12
1 3 102 1.0
25 3 96.4 1.2
JiiHE 3 2.3 1 3 08.7 37
25 3 95.2 34
e HE # $L4 1 3 99.6 31
25 3 99.4 5.8
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- SRR

HEhaE THER ORINEE RMEIER Snds URE  SEmBisE

S £y A o HorRat
RO gy mes (gkg) (%) RSD, (%) RSDg (%) O
Wi Mg $L1 11 0 5 106 4.3 7.2 0.58
Wi A $L.2 11 0 5 105 4.9 9.9 0.79

B TR (E—BREIC X 2R B 0.5 pgikg
(%) Za~ 77 L6

A _ B
M d
. 1
i i
— - - S
{F3303R. (#3050, =

BERRVFMEHOIOT LTS A
A FEER (CP & LT 10 ng/mL)
B : #NEE (BB FLIC CP & LT 1 pg/kg A4 EHN)

10.1.3 #Kik7ma~ s 77 71k
(i FH %608 - BiFER3L)
A HEOCHH
1) 78957 x=a— LHEYEE /17 57 x=2— [CuHi,Cl:N,0s) 20
mg Z AT 3METEY ., ZOHMEEZFLEL L. 200 mL D2 ET 7 A 2
AN, T =PI AEMZTEHEMNL, FICEBRETTE b= F U LENN
ATCr/BI LT x=a— VIERERKZRHNTS (2o 1mLiZ, 7e7n7
z=a— L LTO0ImgEaaT %, ) .
HERICEL T, BEFEO —#4% 78 h=hrU/L—K (1+41) TEMIZAHNR
L. ImLHicZ7eoh7o=a— L LT25~500ng 2 & BT 5580707
LTz = a— VIR 2 T D,
2) v UAaTNn T hrsu~ 77 7HYU AN (K 63~200 pm
(230~70 # v+ =) ) %1% 110 °C T 2 Bt 5,
B = =
Fh H OB 1092 AT 3NTETERDY ., TOKMAEFH L. 200mL
DA =7 T 2|z Ak, EifE=F L 100 mL A1z, 20 43 H & IR b
HU7-%, gz A% 5 A) TAiT 5, A 50 mL % 100 mL O/
&7 F AalZAfL, 50 °C LA FOKIBTIZE A ERLET 5 £ CRUTEM L 7=,
BRI AL iko CHLlET 5,
suanmf/bh 5 mL ZMx THEREMEZEN L, 7 DU 2 3R
LT 5,
BT LB Y B 5g (45~55Q) A7 R udLAGESETH T A



B (NEE 15 mm) (23 LiAA, A FETAF D B3NS 3 mm O F ST
LHETHRMSE, 1T 2EFRT S,

REHEHE 2 71 7 DT AL, RBHEKD N> TWek TR T7 7 XA ax /7 on
RV LSmL$OT 2 [BPE L, BEIRAENER D Z AI2INZ %, i n 7T AA
O ¥ b 3 mm OF SIZET H FE Tl 1~2 mL/min TR s ¥72%, 7=
BRIV A—A% ) — (97+3) 30 mL 24 7 KNI Z, FERICRE SE, 17
LEVERT D,

50mL ORFTTETZ T A2 R T LD TFIZES, JuafR)bh—AL4 ) —)

(743) 30 mL #F 7 A&, OWHE T/ T A7 c=a—LaERHSE
%o WWHIEE 50 °C LA T OKIBTIE L A CHL[ET 2 & CRIE RN L-%, £5%
A% CTHLET 5,

T br=hU =K (1+1) 1 mL ZIEMICMZ TEREMEEN L, AT T
LT 4 — (L 05 um DLT) TABL. Wiks n~ kS5 7 4 —icfET
LREHRIR & T %,

ks m~ 777 40— BEHERKOE 7 07 L7 = =a— LEEHERE 20
UL 2RIk 7 o~ N7 T 712 AL, Zua~ T 05155,
HIE AT B

B H R AR E R IERE 278 nm)
BT A FITETINAT I AV T A (AR 6.0 mm,

& 150 mm, BifE 5 pm) *?
WO W AK—TER=HU (29+11)
i 3 : 1.0 mL/min
717 LR © 40 °C
OB Beonhiszuo~ NI AL E—JHEEERD THREREER L.
REtForv T A7 c=a— VEEZENT S,
T 1 Silica gel 60 (Merck ) XX & FREDOH D
2 YMC-Pack ODS-AM (VA = Ay 4 8) ixzh eSO
(B%5) HGIERNY) T —va v
< WHNIEN R R OV UG
VRN

EOMmEIER R RS

ARORE (g ™ELY T Rsp, ()
MR iR 10 3 102 338
50 3 96.0 1.7
JiHE 5 #.2 10 3 96.5 10
50 3 96.3 0.6

Spu v AR EAR RIRE WNEE SR URE ShEsRE
AROIR gaw men (hg/kg) (%) RSD, (%) RSDg (%)
Jie A 4 L 9 0 10 98.1 47 6.4 0.29
- EE MR E—-R=EIC X 2R B 5 ug/kg
< FRH TR (E—FBRERIC X D ERD) B 2 pgrkg

HorRat
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(2%) Zu~ 77 L0
A B

Lk o
R

a 5 10 15

#F0EE

o 5 i0 15

1R A
ZERRUBMEABO I OT TS LA

A fEHER (CP & LT IngEA)

B : WwANEEE (BiAE¥FLIC CP & LT 10 pg/kg #H Y &H0)

JanNT b7 A7

EERERE (LI v s R)

11.1.1 i (20 1)

A HEZFDORAR
1) FEMER 1 SREmER
2) 7unNT bIY A7) UERER FHEEI e T F IV A 2 ) AR
NEF%ED S DOREZBET (0.67 kPa LLF) . 60 °C T 3 HrfEIRLR L 7=,
40 mg L EE BB T IMETED . TORMEETH L, K& IEMEICNZ THE
L., Img(if)mL &7 as T A 7 U AAERERE Z T 5,
flEFICBR LT BEERIE O — % 1 Sk @R CIEMICAIR L. 4 pg(Zi1i)/mL
D o) e FEE R A K O 1 pg(FI )/ mL oD {5 B A2 e % L9~ 5,
3) k% Hh F-4 =55
4) HEREOUIE  #BRE & LT Kocuria rhizophila ATCC 9341 % iV, Hik
Z B 100 mL 2%k LC 0.1 mL FEEMZ D,
5) FERFM  HAFLIEICED,
6) FhHIEEE  AK—7 % b —tHEER (51+40+9)
B EMBAROHR
TR 3~59 Z AT 3METEY . ZOMEAFEL L. 200mL D Hfe =
77 AT, TG 100 mL 200 %, 20 3 &R TRl L7, il
iz A G A) TAHET D,
AIED—H 2 1 SR EE CIEMICAR L. 4 pg(JIl)/mL O @i B EUBHA TR &
O 1 pg(JIil)/mL DR BB R 2 9~ 2
c =

Helo

2-2 HEVEIC X %,



(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

- S W .. WINEIL R Mok UK
R OER Wiy TR (%) RSD, (%)
CAILT LI v TR 10 3 99.3 0.7
20 3 99.9 0.2
40 3 100 17
CHIY - IXTATLI VIR 10 3 99.3 0.6
20 3 101 10
40 3 99.1 0.7

11.1.2 ERiE (20 2)
(EMEH : IXTNLEEOZNT LI v T X)
A HEZFDRAH
1) fRfER 11 SRR
2) 7uanT hIH A7) ERER S 11110 A O 2IZL Y 1 mg(ffi)/mL
suanNT hTY A7) AERERE AT D,
fEAICER L T, EERK O —% 11 SEEKR CIEMICHRL., 4 pg(h)

fili)/mL oD 1= FEE A2 HE IR M O 1 ug () /mL ARG B8 2 ek 2 SR B9~ 5
3) M F-4 SigHh
4) WK OWSINE #BRE & LT Kocuria rhizophila ATCC 9341 % V>, ik

ZREM 100 mL IZx L C 01 mL BREMZ 5,

5) FERWM  HAFLIEICL D,
6) L K—T1% b —HifE (51+40+9)
B EMBAROHR

IR 3~59 Z AT 3METEY . ZOMEAFEL L. 200mL D Hfe =
177 X2 AN, 2,46-FV-2-E ) PL-135-FU TP 3.0g (2.95~3.04 g)
F O VA SE 100 mL 200z, 20 yR2s& R Tt L=t iz A8 (5
A TAHETD,

A 5mL & 50mL @ B — B —I|ZIEMEIC AL, 11 B#EE K 30 mL 22 7214 .
KAt T~ U D LEE#E (2 mol/L) T pH % 3.9~41 2%+ 5, ZoieiEz 11
AR E T 50 mL ORET 7 A IB L, BICTEMRE T 11 SHRERZ N2 7%,
ZDORD— % 11 SREER CIEMEICAR L. 4 png(JIil)/mL O & B URHA IR K&
OV 1 pg(J7fil)/mL AR BE RO IR A S 5,

c = =

i

2-2 HEVEIC X %,
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(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

; WINRE . WONENY R R UK
PR O (g(771ii)/kg) P L (%) RSD, (%)
BHSLI v X 10 3 102 1.5
20 3 101 36
50 3 100 35
BHS LIy 7 R 10 3 100 32
20 3 95.7 2.6
50 3 97.7 48
LRSIV A 10 3 98.0 1.0
20 3 96.3 2.6
50 3 101 43
- JL[REER
o s i THR ORIEE FNEILER S U sk
PROTE  meEn 85K e 0 RSD ) RSD;R) O
FHFLI v s R 8 0 20 100 2.3 2.8 0.77

112 EERABRE (ERH
11.2.1 Fidis (2o 1)
(G FH#iPH : CTC 28 20 g(J )/t LL_E o falklh)
A HEFORAH
1) fRfER 1 SRR
2) ZunNT hIH A7) U AERER S 11110 A O 22KV 1 mg(Jlh)/mL
7 va )T N TYA 7Y S REAREE G A P 5
EAICER LT, EERIKO—# % 1 SfEEK—7 &8 b (4+1) TIEMICA
U, 8 pug(Zifli)/mL, 4 pg(Jifii)/mL, 2 pg(JIfli)/mL, 1 pg(Jifli)/mL K O* 0.5
Hg(/IAi)/mL DA AEHERR 2 5,
3) K M F-4 SRR
4) HEREOUIE  #BRE & LT Kocuria rhizophila ATCC 9341 % v, 10
RSN L= # iR & F-4 555 100 mL (2% L C 05 mL fBEMNZ 5,
5) ‘XYW  HAIIEICLD,
6) fihi A K—T1% ko —HifE (51+40+9)
B EA#BEROHRH

SHTERELD —H (CTC & LT 400 pg(JiMl)MH 4 &) 20N FIHETED,
ZOEEATLE L, 200 mL O3t =/H 7 T 2 3 Afv, Al 100 mL 200 %,
20 /M &R T35, iR % 50 mL o e LB e 12 AL, 1,500xg
ThoMELPBEEL. LEARRE A BFEA) THET D,

AU 25 mL Z 50 mL O —I —IZIEfEIC AL, T E=7/KT pH & 4.4~4.6
T D, ZOREELE 1 SEER T0mML DEET T A3 B L, BITHER
F T 1 SEEREMZT2%, A% 5 A) TAIE LT 2 ug(Zlh)/mL OFEHA
2T %,

c =

il

IR RIEIC & D,



(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

- ; WINRE .. WNER R (R UKE
AR ORR @i TEY T () RSD, (%)
99 HEL G Rk 50 6 94.3 3.7
100 6 99.8 34
W EFL T O B A AR 50 6 96.8 2.1
100 6 96.3 3.2
E AL T4 B A R R 50 6 98.2 34
100 6 97.7 2.1
- FE R ER

HRE R INVEEE WNEILE SrE U SRR

R A i i HorRat
AROIE gy pan (g7 i)1t) (%)  RSD, (%) RSDg (%) orma
T4 LA R R 3 0 50 102 3.1 4.7 0.53

11.2.2 “EARiE (20 2)
(3 FH&GPH : CTC 2% 20 g(JuAil)/t A3 D k)
A AEZFDHRFA

1) fRfER 1 SRR

2) ZunNT hIH A7) ERER S 11110 A O 22KV 1 mg(fh)/mL
7 va )T N TYA 7Y S HEAREE G A P 5

EANCER LT, BmERIKO—E % 1 SfEEK—7 & b (4+1) TIEMICA

R U, 1.28 pg(/ifi)/mL. 0.64 pg(/iffi)/mL. 0.32 pg(/iffi)/mL. 0.16 pg(/J

flh)/mL } X 0.08 pg( /) fh)/mL o> %5 K8 #eik % s l-4 %,

3) B Mt F-17 BEEHs

4) AR K ORI & #ABRE & L T Bacillus cereus ATCC 11778 Z >,
1108 flEl/mL o i % £ 41 100 mL (2% LC 0.5 mL FRE X 5,

5) FERFMK Ja iR & — EE R L C 49~51 °C IR L 7= 852 in 2 T-H43ic
DERE, 15 mL 28 RV ILIC—RRICIEDN D L O WCoiE LI=th, KEICHE L
THEE S5, EIZ, 2o LIcEM 5 mL 2 —kRIZIAN D K ) ICmiE L=,
ACEICERE L CRBE S5, LLF, HAFLIEICK D,

6) fihi A K—T1% ko —HifE (51+40+9)

B EHA#BEROHRH

SRRt —H (CTC & LT 64 pg(fli)fH Y &) 2 H 2T 3 HiETREY
ZOEEAFTEL L, 200 mL OIte =M 7 T 2 3T AfL, S 100 mL 200 %,
20 /M &R CHiH 95, iR A 50 mL o3 LB e 12 A, 1,500xg
T5 oM OmBEEL 2%, EBAEE AR BEA) THET D,

AU 25 mL & 50 mL OB —H —IZIEfEIC AL, T E=7/KT pH & 4.4~4.6
T D, ZOREELE 1 SEERT0mML DEET T A3 B L, BITHER
FT 1 SREEREINZ %, A/ G A) TAiL, 0.32 pg(Fiffi)/mL Ok
WIRZ RS D,

c =

belo

R IEIC & D,
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(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

- ; NMEE WONEN R MR LR
PO (g(71fiff)/t) L (%) RSD, (%)
9 95 AR A fk 5 6 93.2 45
EIL K BB Ak 5 6 98.5 39
E L 4 A et 5 6 96.5 5.4
- JLEEBR
- 2k ®HOWMBE & SR OEMEIEURE MRS
RHORE gyl wan ﬁﬁﬁg‘“ﬁ;yﬁFma<%>R§i§@ o
4 H B A Ak 3 0 10 104 47 6.6 0.59

1123 Wikr7 v~ ~7 7 7k

(3B FH P - B k)
A HECHH
1) R 1 SERER
2) L 1 SR E— A % / — )V —HH#E (4mol/L) (50+49+1)
3) Z7uiAT hTHA ) U FERER 11110 AD 2L Y 1 mg(Iffi)/mL O
7 vaLT NIV AT ERER R 2 PR S,

ERICEE L T, EEFRIRO — 52 S CEMICHAR L, 1mL Ficrm
NT RTH A7 Ve LT, 0.25~5.0 gl Y &2 EHT 5807 an
T hIHA 7V R A T D,

B = =3
i H ekl 2~4 g (CTC & LT 200 pg(A1l)FH S &LLT) & HoK T
3HTETERY ., TOHEAETE L, 200mL 0 =/A 7 7 23z A, fiHE
100 mL A A1z, 20 sy EIRECTHi 9%, HliiE %2 50 mL o ffeim Ok
BAE I AL, 1,000xg T 5 i O oBEL7c, RBARIREA LT T T 40
Z— (L 05 pum BAF) TABL, k7 a~ 777 4 =24 2508HA
e 5,
Wikr7a~ 7o 74— BRI N O 7 a VT N T4 7 U o FEYER 20
UL 2k 7 o~ 75 ZIZHEAL, Zu~ M T AEBG D,
WE S B

R OH R EottEs BEJE 380 nm, #IEHE : 520 nm)
BT A FITETIUNI MM ATV E T A (N 6mm, £

& 150 mm, RifE 5 pm) *!
woOBE WA NIRRT A X ) — v (T+3)
it # : 0.8 mL/min
717 AFEIRFE ;40 °C
OB Beonlru~v NI ALY - ESNITEBEEZRD THRERE
B L., EtF D7 anrs v I A7) v EEEHT D,
1 YMC-Pack ODS-AM (VA = A 4 8) XiZoh&@%EDEL D



2 A IXYV—)L 68.08 g (68.075~68.084 g) . FEifit~ 7 % v LAMUKFIY)
10.72 g (10.715~10.724 g) K O=F L o7 2 UEEEE “kFE T MY ¥
L RF 037 g (0.365~0.374 g) A &> T/K 750 mL (T L., HERE 25
mLFREZMZ TpH % 7.1~73 I[ZFHFE L7=1%. WIT/KAZMZ T 1,000mL &
T 5,
(%) GIERNY) T —va v
 WRINTEN R e OVl LS
W

BNERER R UK

B ¥ 53

PR TR @iy Y () RSD, (%)
99 HEL G Rk 10 3 93.4 7.5
30 3 104 2.9
WEEL T4 F Rk A A B R 10 3 95.3 36
30 3 99.6 2.9
A E R R RS B R 10 3 91.6 5.2
30 3 08.4 4.4

- IL[R) FABR

iR AR OWRIEE FSNELER SAge URE Sk

AROME gy mEB Gqomm (%) RSD, (%) RSDg (%) 0T
L AR BT 8 0 50 9%.8 21 4.3 0.48
(%) 7o~ b7 7 L6

A B

% | % |

i i

{.] 4 a 12 0 4 3 12
{FFR e ey

BERERVEMABDOIOT NI S L
A R (CTC & LT 25ngEA)
B : #shnael (IFE#r+4EHE & fAEHz CTC & LT 50 g(ifil) /t 634 &R
ip)

12 X~ F MU UA
121 EERRE (LI vy 7 X)
12.1.1 kit
A HEZDAR
1) AR
i) 7 SARMER
i) 10 SHRMEK
2) TR A URERER  EHAEES AN A TN EFEDO S O 40 mg
bz A8 3METEY ., TOBIELZTE L, 7 SRz EMIZINZ T
WL, Lmg(Jl)/mL @7 R~ A o REREFR 2 3 5,
EAICER LT, RERIR O — 4 7 52 E R CIEMEICAR L, 2 ug(Jifi)/mL
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D e T FE RS U J T8 0.5 ug(Fafifh)/mL i FE A ek & 83 5,
3) M F-12 BRiM

FRICE LT, AF Lo 70—l OR U BBIETR (4 wivte) % 55 100

mL Ik L CTENEN ImLINA S,
4) A K OIS ABRE & L C Bacillus cereus ATCC 19637 % U,
1x108 fE/mL O il +-9% & 5% 100 mL (2% LT 0.2 mL FEMNZ 5,
5) ‘XYM  HAIEICLD,
6) AL A% 2 —L—10 SRR (T+3)
B HHEBROAR
1) Z#ratEHT SL XX MN 2 & 72 WG4

SHTEREL 3~59 Z AT 3METRED . TOKEEFEE L, 200mL O e
ST T AT AN, AR 100 mL 2%, 20 4y &R TR L2,
iRz A G A) TAHAEBT D,

AIRD—{h% T SHEEIK CIEMECAR L, 2 pg(IfM)/mL o i B SRHA K
F O 0.5 pg(Jufifi)/mL DR B RUBHA R 2 TR 5,

2) HTREHZ SL Xt MN %2 & i &

INTRREL3~59 ZAET 3METERY . TOHEEZTEL L, 200 mL O 3tie
=7 T AT AR, AR 100 mL 200z, 20 Sy IR T L7,
K% A GFEA) TABT S,

AHE 25 mL & 50 mL @ B — 1 —IZIEMEIC AAL, HElE T pH % 1.0 DL FIZFi%&
L7zt LHEMERE L, FICT7 =7 /K TpH % 6.9~7.1 ([Ci#ET 5, RikEE
ZS50mMLORET T AIBE L, EHEETT SEERE ML 2%, A (5
A) THET D, ARO % 7 SHEER CIEMICAR L, 2 ug(Jifl)/mL &
T B BB R MO0 0.5 ug (IR )/mL B S RHAIKE 2 S 5

C = =
22 HEHEIC K D,
7272 L, BERIFEMIT. 27~29 °C T 16~24 BiffE %4 5,
(B%5) HGIERNY) T —va v
< WHNIEN R R OV UG

IR AMmEI R R RS

P ORI @iy TE Y (%) RSD, (%)
LAV LI v IR 0.5 3 100 25
1 3 99.6 13
2 3 99.9 15
EXIL - SXTATLI VIR 0.5 3 99.0 0.8
1 3 100 18
2 3 99.9 11




13 BV /) ~Av 0 F R DA
13.1 EaERRE (FLrIy s X)
13.1.1 PRk
A HEZFDRAH

1) AR i K—RA% ) —)L (T+3)

2) VU~ URERER O WRAEEY Y ) A v EAEET (0.67 kPa
LITF) . 60 °C T 3 BFELME L7=t4, 40 mg LA L2 A2 TF 3HTE CRY ., %
DEEZEFTLEE L, A/ — V& EMEEIINZTE» L, 1 mg(Ziff)/mL %Y
~ A R ERIR 2 RS D,

flE ICER LT BEYEIRIR O — 30 2 A RIEE I CIEME I AR L. 5 pg(Jufl)/mL
O i BEAR VIR S OY 1.25 pg(J1fil)/mL OARJR BEARMERR 2 F 3 2

3) M F-16 BhiH

4)  FuFHR LK O #BRE & LT Bacillus spizizenii ATCC 6633 % >,
1x108 f#/mL o> fa--77 % 55 #1 100 mL (2x%F LT 0.2 mL BN Z %,

5) R  HfEIEICE S,

6) i H AU A2 ) ——7K (9+1)

7 HEEMET IS N hrm~ 7T 7 HEEET VI CRIR 63~200
pum (230~70 A > =) ) 1A 130 °C T2 BEHEE L. 6 viw %4 EDKE
IMATIRML, —&HEHET D,

B EA#AROHFH
1) #ralEHZ OTC XX CTC 2 & £ WA
SIHTRREL3~59 AT 3METEY . TOHEEZFEL L, 200 mL O3t
7 T AT AR, AL 100 mL 200z, 20 M IR T L7,
k% A GFEA) TAHRT S,
AIUR D — 5 % ARG CIEMIC AR L. 5 pg(Ffil)/mL o i L BURHA IR K
Y 1.25 pg(Iil)/mL OARIR EERUEHA R 2 T3 5,
2) HTEEHZ OTC XX CTC =& 0 A
SHTREL 359 AT IMETERY . ZOHEEZFHL L, 200 mL DIk
=TT AT AL, MIHEEEE 100 mL 200 %, 20 Sy X IR TR L7z &,
k% A% GFEA) TABT S,
AT 7 5 (BT L8 (N 14 mm) IHEEMET VI F 129 (11.5~1259)
TR TA LIS D) IZAI, FIDDOFHIK 5mL Z$T 5,
Z D% O IR O — 58 & ZRABE CIEMIC AR L. 5 pg(Jifl)/mL o & g
FRBHAE M O 1.25 ng (M )/mL OB S RHATK 2 iS4 5
c = =3
2-2 HEIEIZ X D,
7 1 Aluminium oxide 90 active basic Art.1076 (Merck ) XX ¢ REZED
D
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(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

e ; WINRE .. WRINE R MO U RS E

AR ORI whikg 2N (o) RSD, (%)
CAILTLI v IR 10 3 101 23
20 3 101 21
40 3 101 16
EXIV - IRXTAT VLI vT A 10 3 99.7 11
20 3 99.3 0.4
40 3 99.8 10

1312 RV =—FT VRIEWEOWIKR 7 v~ N7 F 712 L5 E&RARE
A3 112X B,

132 EERBRE (k)
13.2.1 Fiik (20 1)
(i &P - B )
A HEZFDORAR
1) ARG K—AK J—) (T+43)
2) WU~ A RN 13.1.1 0 A D 22k v 1 mg(Sf)/mL DV <~
AR 2 RS 5,
il FHIZER U CL BEYEIRIK O —3 2 A BRIEE I CIEMIC AR L. 3 pg(Juffl)/mL
O 18 i FE R AR KON 0.75 pg(F4i)/mL AR FEAE ek 2 f 5 5,
3) B i F-16 SR
4) IR K OV N & #ABRE & LT Bacillus spizizenii ATCC 6633 % >,
1107 flEl/mL O i % £5 41 100 mL (2% LC 0.1 mL FREZ 5,
5) FERFAR Mk X 5,
6) FifiH A K ) —)L—K (9+1)
7y HEHEMET LIS Ny m~ 7T 7 HEEET VIS CRIR 63~200
pum (230~70 A v =) ) F1E 130 °C T2 B L. 6 viw %Y ED K%
MATEML, —KFFET D,

B HMBAROAR

SFTEREEO—H (SL & LT 500 pg(i )M Y &) 2GR F3ME TR, £
OEAEZFLd L. 100 mL O3 =447 7 2 3|2 Afv, fHEE 50 mL 2002,
20 AR THiH Lz, fhitiiz A G A) TAHAET 2,

AWRETIT N (7 28 (N 14 mm) ([ZHEFEET VI 129 (11.5~12.5 g)
ZHATRTALIELD) AN, FIDOFHK 5 mL 2T 5,

ZDHDOWHIRD —EZK— AKX 7 —) (24+1) TIEMEIZAR LT 3 pg(h
fili)/mL @ @i EREA R 2 R L, I a2 RS CIEMICAIR L T 0.75
ng(Ii)/mL OARIR FEEHA IR & TR 5,
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c =

]

2-2 HEIEIZ L D,
7 1 Aluminium oxide 90 active basic Art.1076 (Merck ) XX Zh & [F%ED
D]
(BE) piEAN) TFT—va v
< USHNEI R fe OVl U RS

o ; IR, . WINEN R R UK
AR O oty TEY T () RSD, (%)
99 HEL G Rk 375 6 99.4 0.9
50 6 98.9 1.3
62.5 6 99.2 14
9o HEL G Ak 375 6 98.7 1.7
50 6 98.5 1.4
62.5 6 98.9 15
- IL[R) FAER
Spu ) AR AR WINPRE RINEILE SAsE U s
RO masm =R qun (%) RSD, (%) RSDg (%) T
39 HEA R 4 0 50 104 3.2 5.5 0.63

1322 ¥ikik (2D 2)
(i FH &P - A=)
A HEZFDORAR
1) AR i K—RA% ) —)L (T+3)
2) WU~ AT AR 13.1.1 0 A D 22XV 1 mg(il)/mL YV /<
A ¥ AEEIRHR A T 5,
il FZBR LT AR O — 8 2 A RS I CIERE AR L. 1.2 pg(Z14iffi)/mL
O 15 i FE R AR KON 0.3 ug( ) /mL DK FE R Mk & R34~ 5
3) B M F-22 SR
4)  faTIE K ORI & #ABRE & L C Bacillus spizizenii ATCC 6633 % f\>,
1107 flEl/mL o i i % £ 1 100 mL (2% L C 0.5 mL BREZ 5,
5) FEREAR MfEEic X 5,
6) Fifi A K ) —)L—7K (9+1)
7y HEHEMET LIS N Lhrma~ 7T 7 HEEET VI CRIE 63~200
pum (230~70 A v =) ) F1E 130 °C T2 B L. 6 viw %Y ED K%
A TIRML, —&HFHET D,
B HMAROHAHR
SIHTRREED —HE (SL & LT 200 pg(MMili)fHY &) 2 AT 3METEY, £
DOEfEZFLE L, 100 mL O3 =47 T 2 a2 Afv, fliHEE 50 mL 200 %,
20 Sy Z IR CHlE L 72 % . Hhii &2 A8 (BFLA) TAIET 5,
AuETT N (7 58 (N 14 mm) ([ZHEEET VI 129 (11.5~12.5 g)
WA THETA LIS D) IZANL, HIOOWHK 5mL 21T 25,
FOHDOWHIED — 2 K— AKX ) —/L (24+1) TEMICHFR L. 1.2 ug(
fili)/mL @ @R AR ZFIR L, I 2 ARG CEMICARL, 0.3
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ng(Fh)/mL ARk BERRHA TR 2 F 9 5
c =

il

2-2 HEikic k%
£ 1  Aluminium oxide 90 active basic Art.1076 (Merck #) XiZZ L R%ED

D
(BE) irEAN) T —va v
R ANEINE Y ON - Sy yi
e s WINRE .. RINEL . OR UK
HE ORI (g(JJf)it) BRIE L (%) RSD, (%)
- B A R RFL 10 3 111 1.6
20 3 99.1 3.4
30 3 97.9 14
2F FH B A f k2 10 3 107 4.9
20 3 101 14
30 3 101 3.1
BRI G ] 10 3 104 2.6
20 3 101 3.8
30 3 105 48

1323 RV Z—T NVRIEWEOWIK s v~ N 7T 712 L5 EERARE
I3 1.212X 5,

13.3 MEEERBRE (R
133.1 AUV =TIV RPAEWE DA A — 7T 712 L DHMEEERRE
B3I 3IITL D,

1332 RV =T LV RZAEYWEOWRK 7 a~ b7 7 7 E&O0TFHC X AMETE
AR
EiIHi4AIZE A,

13.4 fEFEHAERE (LI v T R)
13.4.1 RY =—TFT )VRPIEME DA G4 — 7T 712 L AR bRk
I ST D,

13.5 HeadalkBRyk (GPEh
13.5.1 RU =T IIWRPEWE DAL F A4 — 7T 710 X D ieaRalbrik
3 5212X 5,

14 BT~
141 EERBRE (FLIvy 7 R)
14.1.1 “EARE
A HEZDAR
1) R 3 SAREIR

658



2) T ATIVHREEHEVSIE 3.5 HA/mL O ATV ERESETT L 5 mL & 50
mL ORET7 7 AaIZ AN, ERETKEZMZTG, AT T T7 40 H—
(fLAE 0.5 um LLF) TAilT %, ARZKTEMICAHAR L, 0.035 HEAL/mL @
T AT Vo R FR R 2T 2,

) BT H~A VMR WHEERET I A U AX IR ERED S D 40
mg U LEZEDET 3HETREDY., TOREETEL, A ¥/ —/LZIEMHIIIN
Z T L, 1 mg(Fifli)imL O T~ A 3 UHEREF R & RS 5,
fEICBR LT BEERIE O — & 3 Sk @ik CIEMICAR L, 2 pg(Z11fi)/mL
O I FEAE N K TN 0.5 ug(Ffl)/mL DA FEAE YR & L3 5,

4) K Mt F-4 BEGHE

5) HERMEOWRIE  #BiE & LT Kocuria rhizophila ATCC 9341 % vy, Bt
100 mL {Z%f LT 0.2 mL BEMZ 72, BIZT AT Loy kR IR 2 15 1 100
mLIZxLT1imL Nz %,

6) FERIMR  HAFLEICKD,

B EMBAROHFH
IHTERE 3~5 g Z BT 3MTETED . TOBMAEFE L, 200mL O H4e =

77 A2 AN, T b 100 mL 2%, 20 53 &RE i L7, il

iz A4 (SFEA) TAHIBET D,

AHIED—H % 3 SAEEE CEMICAR L, 2 pg(JIl)/mL O &R EHUBHA TR &

Y 0.5 pg(Z1fil)y/mL OIRJR EEFEHA KR 2 T %,

c = =3
2-2 HRIEIZ X D,
Hl BT h~A YV ERBRAT AT ANMREERIE (87 A v LFneHsk
(7 T) ) I Zh RS0 0
(B%E) piEANY F—va v
< IINIENN R f OV UK B

St o FE WIS e

AMmEI R R UK

S

(g(11ti)/kg) (%) RSD, (%)
FAMFEH T LI v 7 X 25 3 96.0 2.8
5 3 103 4.0
10 3 99.7 4.9
FHEAS LI v 7 21 2.5 3 100 5.0
5 3 101 5.2
10 3 101 2.5
FHAT LI v 22 2.5 3 102 8.3
5 3 96.7 4.2
10 3 101 2.0
- HL R
S 5 Fahak FEAIE, WRHINJREE WINENNEE S URE  smmsig
ARORB mas BER  quume (%) RSD, (%) RSDg (%) O
ERI TR L S v 2 2 7 0 5 104 2.2 4.2 0.33
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14.2

EERERTE (BEH

1421 PHiE (20 1)

(i FAFPE © XLy MREMBINT. Lz b 0 %2R < k)
A HEZFDRAH

1) MR 3 SAREIR

2) MR 3 SREER— Tk M (3+1)

3) T RATILREEESEETE 1411 O A ® 22X Y 0.035 HAZ/mL DT & T L
oy PRI SR VA IR & T 5,

4) vFh~A T RERER 14110 A D 3T LY 1 mg(IMl)/mL DEF H <
A v URERERIR A T D,

il FZBR U T AR D — 3 2 A BV I CIERE IS AR L. 3.2 ug(Jiffhi)/mL.
1.6 pg(Jift)/mL, 0.8 pg(FJfh)/mL. 0.4 ug(Zif)/mL K O 0.2 ug(71ffh)/mL 4%
IR 2 T %,

5) R M F-4 5

6) HWRAOWRIE  #BRE & L C Kocuriarhizophila ATCC 9341 % FHV >, HHIR
ZR5H 100 mL 2% LT 0.2 mL BREEIN 2 72%% . HIZ = A T )V B R IRIR & 55
#1100 ML IZ%F LT 1mL Nz %,

7)) BRIV HALEICKD,

B HMHBAKROAR

il o ofrakkl 4~16 g (SCM & LT 80 pg(Fifli)AH4 &) %A 205 F 3 #1
ETEY, TOHKMEETHEL, 200 mL ol =fA7 T 2 aic Ah, HifkxF
JL 100 mL 0%, 20 s EIRECHi L%, itz A8 G A) T
AT 5, AR 10 mL & 50 mL O T T T A 2 TIEFEIZ AL, 50 °CLL RO
KB TIZE A CHZET 5 F THIERM Lok, RV ALk THRET 2,

VrunrXZ10mL 2R TERBWEEN L. AT DI 5 RHA
weT 5,

7T IHLER YUBFNVI=AT A (690 mg) FrEYI/ur AKX 10 mL T
Wi+ 5,

REHA R Z I =7 7 DT AN, BREHEKO AN > TW e T 7 7 A a% Y
yuana 2K 2ml C3EBEEHL, BIREZIEXRI =07 MM, EER2LT
MHSED, Yr/uuer Xy —figETT L (97+43) 20mL = 2 =8 T A A,
=T LEWEHET D, S0mMLDRTIETY I Aaz2I=AT7 LD FIZES., B
AT/ 10mL 2 =8 T AT A, JEER2 L TSCM Z2IFH S E 5,

WK % 50 °C O/KIR TIRUERLE L7, APUALE 10 mL % BRI, iR
VIR TR Z RN L, 0.8 pg(J1il)/mL OFEHA K Z i3 %,

c = =3
fEAE IR IEIZ X D
1£ 1 Sep-Pak Plus Silica Cartridge (Waters ) (23X 72 K& D U Y — N — % H
WLIZboXZZh EF%ED 0
2 kX, K 2ml/min &7 5,



(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

; WMPRE .. WA oK UKSEE
RHOMR e (%) RSD, (%)
VE LI T I A A R A B R 5 3 104 34
10 3 106 2.6
20 3 99.4 2.8
VEILH - Ktk 1 A e sk 5 3 108 5.3
10 3 100 6.1
20 3 101 8.7
7R R B A R ek 5 3 96.3 36
10 3 102 5.3
20 3 99.2 33
- I A B

Fahak FEAIES WRHINREE WINENNEE S URE  smmsig

éit”: D i%ﬁ P ¥ HorRat
AMOIE may Bl Gormm (%) RSD, (%) RSDg (%)
VESLIY TR 0 R B A e 10 0 10 101 3.1 3.9 0.34

1422 kit (2D 2)

(I HEPH © Ly MREMEINT U 7= k)
A HEZFOFAHR
1) FEMER 3 BAEEIK
2) f-vruTFXALY UEA 3 SEEIR -7 Fx A MY 129
(1.15~1.24 g) % 3 S#EME#E 1,000 mL (TR L7=#. 121 °C T 15 Sy il £ 7K

KT D,

3) MM B ruTXRNIUER 3 HREMEIKR— A X/ —/L (1+1)

4) T RATIVSREEFEVIE 1411 0 A O 2)I2 LV 0.035 HfZ/mL O X T )L
o3 TR SR VAR & RS 5,

5) EFH~A KRR 14110 A D3I XY 1 mg(Afh)/mL BT~
A v UBERERIR AT D,

fEFCER L CL YRR O — 0 2 A RS I CIEMEICAT IR L. 3.2 pg(Jafffi)/mL,

1.6 pg(/Jft)/mL. 0.8 pg(/Jfh)/mL, 0.4 pg(J/iffh)/mL } T 0.2 pg(Ziff)/mL D%
FEAER 2 T %,

6) % Hh F-4 5E5

7) WM OWINE  #BRE & L T Kocuriarhizophila ATCC 9341 % VN, HHik
ZEEH 100 mL (Z%f L C 0.2 mL FREM X 7= %, B R T )V Rl B TRIK & 15
#1100 mL IZ%f LT 1mL IR %,

8) ‘ERVMW  HAIEICLD,

9) i H T 7 h=hkVU =7k (4+1)

B HHBABROAR

i o Obrakkl 4~16 g (SCM & L T 80 ug(F1fl)HHYS &) % A uh%k 3 47
EFTRY., TOKEEZFTH L., 200 mL Odtke =47 T 2 a2 Ah, A
100 mL ZM %, 20 sy EE T L72%, fiiitikz A8 G A) TH
W45, AU 10mL % 200 mL O ke =4 7 T A 2| ZIEREIC AL, 7K 90 mL %
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MAZTIWYIRYE., BT LLHICHT 2R EHER & T 5,
75 IRLER Ve Ry —N-E=tnl RUoREAKI =T 4 (60
mg) "1z 2 fEERE L, A%/ —/L 10 mL K UUK 10 mL THER BT %,
RENAK Z L =H 7 LT AN, EEE2 LTSS 5, REHARDOA- T
W =AT7 7 Aa%/KE5mL T2 EVESFL, WEKRAZIERI =07 A2, JE
HE2LCHiHEE D, K1I0mML ZI=0T7 A2z, JEE2LTI=hT A
T 5D, I0MLOEER T T AR I =N T LD FIZEE, AX /—/15mL
EI=ATAIMA, EELT SCM 2EHEE2, 287 7 A3 OERET
p->r7uaTXxANY UER 3 SREENK AN AT, 0.8 ug(F1fl)/mL OFEHANK %
LSRN
c =

il

IEAERARIEIZ L D,
£ 1 Oasis HLB 3 cc (60 mg) Extraction Cartridge (Waters ) |23 4 72 ¥ & D
YP—=R—=2 @ L2 b DO TN ERED LD
2 YA 2~3 mL/min &35,
(%) HERN) T —va v
< WNONENR SR e OV UK BE
IR B

AOMmEI R R RS

Erely ¥ 5 3
A ORI (g iy L (%) RSD, (%)
1 E L7 K H B A R 5 3 105 11
10 3 98.0 5.4
20 3 110 8.0
TR LA R 5 3 96.3 4.7
10 3 105 7.6
20 3 102 7.4
- IL[R) FABR

- ; Hara FEHB USHNPERE BNEIER  RMse U SRTsiEe

S o FRMA e

RO BeEse BREL (g0 i) (%)  RSD, (%) RSDg (%)
VEELI TR L A T 8 0 10 98.8 2.8 4.9 0.43

HorRat

15 B T7a7~vAv > F UL
15.1 E&ERRE (FLrIy 7 X)
15.1.1 ik

(il FHEPH - TP 2B RN T LI v 7 X)

A HEZDAR

1) MRS k—AH ) — (7+3)

2) BrTFaT~A T KERER W T a7 ~v A VAT
(0.67 kPa L) T, 100 °C T 3 RFfHsz/f L7=1% . £ @ 40 mg LL k& BH2hk7
SHIETEY, TOMEEATEFL, A ¥ /) — /VEZIEMIZMZTENL, 1mg(/]
fliymL Ot T 2T~ A U ERFIREZRAT 5,
filf B U T BRI O — 1 % A IRV I CIE R I AR L C 2.5 pg(Z14iffi)/mL
O I BEAR MR X O 1.25 pg(F1fil)/mL OARTR BEEATR HERR 2 i 32,

3) K% Hh F-15 =55
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4) HIREOUIE  BBE & LT Bacillus spizizenii ATCC 6633 Z A\, 1x10°
E/mL o ik & 55 #0100 mL (2% L C 0.1 mL Mz %,

5) ‘XYM  HAIEICLD,

6) i H A vrsuana AL —=224-8) AF A H L (1+41)

B EMBABROHRH

oM oWk 359 AEDBF IMETEY ., TOEMEAFHZ L. 200
mL O3t =7 T X 3T Afv, S 100 mL 20, 20 R EEE T
M L7=%., gz A8 (5 i A) THIRT 5, ARO—H %z MHEE T
2~10 IR L. B 7 2R 3 2 3 EHAK & T 5,

T LB U A=A T A (690 mg) FlE AKX S —5mL KNS
o A%y 5mL CIERTEGET 5,

AREHRIE D —# (SD & LT 0.1~0.5mg( /1) &) % I =7 T LMZIEREIC
AT, WREDBFECAFIO EHICET D2 ETHR FESED, Y7 A ¥y —7
T hy (9+41) 20mL KO Znu AKX =78 by (441) 8mL 2#I=h 7
LZIEREICM A, JERAHESETI =07 2 &2 T 5,

100mL ORITHTITTIAEI=NTLAOTFICEE, TR =X /) —)L
(4+41) 10mML # =4 7 A2 ZTSD A S5, WHIE% 50 °C Ok
CTIERLE L, AREEE O —3 % EMICmx CTEREVMEENT ., 0RO —
A& A IRIR I CIEMEIC AR L C 2.5 pg(ffl)/mL o & i B aBHATR 2 O 1.25
Hg(Ffil)/mL DK FERUEHATR & ST 5,

c =

il

2-2 HEIRIZ L D,
1£ 1 Sep-Pak Plus Silica Cartridge (Waters ) (272 B &D U W — N — % H

fELIEbDOXUI I ERIFED S D
(3%) GIERN) T —va v
© WNONENR SR e OV UK EE
N B

AmmEI R R RS

A O (g(/11lliy/kg) R L (%) RSD, (%)

EHSL Iy A1 0.4 3 104 37
2 3 103 2.4

10 3 101 7.0

WAL I v R2 0.4 3 98.0 1.8
2 3 100 0.6

10 3 99.0 17

BHTLI v 23 0.4 3 101 1.7
2 3 99.7 1.2

10 3 98.3 1.6

- HL R

éit*4®$i*,a ﬁé‘j]%t ﬁfﬂ?ﬂ %@ﬂﬂ?}%&f Z’ﬁbﬂ”ﬂ%ﬁ E IR LR iﬁa’jﬁiﬁ){%]ﬁ
i TOBRER BREH gumg (%) RSD, (%) RSDg (%)
BHSLVI v A 8 0 2 99.2 2.1 3.2 0.62

HorRat

1512 RV Z—T NVRIEWEOWIK 7 v~ 7T 712 L5 E&ERBRIE
HEI3E1.1ICX 5,
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152 EERABRE (GEH
15.2.1 FaiE

(Gl &P - TP 2 & £ Ze Wikl
A HEZ=0
1) ARV K—RAK ) —)L (T+3)
2) BUT aTwA v UEER 15.1.1 D A D 21T L %,
3) K M F-15 SEH
4) HERAEOWINE ABRE & L T Bacillus spizizenii ATCC 6633 Z J\ >, 1x10°
fE/mL O - % 55 3 100 mL (2 LC 0.1 mL B2 2 5,
5) FERWA  HAFLIEICL D,
B EAMAROHFH
Hh o ol —E8 (SD & LT 500 pg(F1fl)FE Y &) 2 A 2h%0T 3 Hr
EFTRY., TOKEZTEEL, 200 mL 0 =AmT7 T 2aic A, YZon
AH L —=224-F Y AF L& (1+1) 100 mL 2Nz, 20 43R & BE T
35, fhHE%Z 50 mL O AR m LIRS 12 AL, 650xg T 15 4y 05y
BEL. &7 2Rt 23 EHAK & T 5,
717 LALER YUBTFNI =T (690 mg) FrlEAX J—5mL KNS
neAZy5mL CIEREET S,

AREHANR 25 ML % X = 7 AIZIEFEIC AL, WRFEA R TAFO EiGlZET 5
FCHTFEES, YZuaA X —7THvhy (941) 20 mL LY 7 mna X H
=Tt hr (4+41) 8mL EI=F T AIZIEMEIIINA, IERGEHSHETI =
T LEWHET D,

1000mL ORTIT T A I=ATLDOTICEE, 7B —AZ ) —)b

(4+1) 10mL 2 =57 AIZMMZ T SD A &85, WHIK%Z 50 °C DK
THJERZE L, ARIAEE 25 mL 2 EREICIN 2 CREBMZIRNT, Z OO —H5
% A BREAIE CIEMEIZ AR L C 2.5 pg(Jfii)/mL o = i FE BURHR I M O 1.25 pg ()
fili)/mL ORI R BHA R 2 3 5,

=

C i

@

%ﬂl

il

22 HEIEIC K D,
7£ 1 Sep-Pak Plus Silica Cartridge (Waters ) [Z# 42K EDO VU — —%
EREL72b DI ERFED S D
(&) piEAN) TF—va v
< WSHNEI =R e OVl U RS

e ; WRINEE . WNEIX R R U
PR O iy Y () RSD, (%)
45 AR A AR 25 3 107 11
50 3 99.3 2.5
7 A Z— i H A AR 25 3 97.7 2.6
50 3 105 3.4
7 a4 T — %M AEA R 25 3 98.3 6.5
50 3 99.7 8.5




%’Wﬁl’@ *i*ﬁ ﬁ‘;j]%i\“ %fﬂ%ﬁ Yﬁ%j}u:{ﬁ%ﬁ ﬁ%j]l] IE]I[}(%E BN LK RS ES{SEaETy i
3 Es

Bl BEEC (o) (%)  RSD, (%) RSDg (%) RorRat
7a A T —i% RS R 7 0 25 100 3.8 4.8 0.49
1522 RV =Z—FT NVRIEWEOWIKR Y v~ N7 F 712 L5 EE&RRE
W3 121X 5,
153 fECERBRE (FE)
153.1 RNV =T VRAEWEOWIK 7 a~ N7 I 7 EEOITFHC X OWMECE

R A
W34 ITX A,

154 fERARE (FLIy 7 X)
1541 NAFHA— K T T Tk
A HEFORAH
1) BrTad~A VU ERER 15110 A O 22XV 1 mg(Ziffi)/mL D& >
T 2T~ A v ORI 2T D,
FEAICES L T, RO — %2 A ¥/ — /L CIEREICHAR L, 10 pug(/]
fili)/mL DFEAERE 2 LS 5,
2) K Hi F-15 Bh3Hh
3) MFIR K& ORI & #ABRE & LT Bacillus spizizenii ATCC 6633 % >,
1x10° fE/mL o i % B5H#1 100 mL (2%F LT 0.2 mL F2 N % 5,
4) il vr/maua ALy =224-8 AF AR H L (1+41)
5) JEBRELE
i) HER—F L —~FH o —TEhr—RAF ) —/L (2048+1+1)
i) 7B h=FUV—FR=FIL—7T1 > (2+1+1)
6) F& K 2-(4-3—F 7 =2=V)3-4-=hr 7 == )V)5- T = =)LT T
YU azrl R0410g (0.095~0.104 g) Z/KICHEALT200mL &35,
B EA#BEROHFH
h sl IONTEREL 3~59 AN T 3HTE TED . 200mL DI = A7 T A
[Z AL, lHVESE 100 mL 2%, 20 yfE & RE i L=, i
AR (BFEA) THWMT D, AIKO—HZAHEE T2~10FICHM L, 77 A
[ DRI & T 5,
BT L YAV I =T A (690 mg) FrERAK ) —)EmL KT
m A Ay 5mL CHEREEET D,

ABHAK D —#5 (SD & LT 100~500 pg(FIAA4S &) %2 =1 7 LICIERK
AV, IWEDR TR CTAHO ESGICETHE TR FSE 72k, v/rr A Zy
—7HE Ry (9+1) 20 mL FOW/mnu A Xy —T7+E hy (441) 8mL 23 =
77 AMZEMICMZ, EREHSETI =07 2% 0EHT 5,
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100mL DRTHETZ T AAEI=ANTLAOFIZESE, T N —AH% ) —)L
(4+1) 10mL 2 I =BT AIZMMZ T SD A &85, WHIKR%EZ 50 °C DK
TWETE L, A X ) —NO—ER%ZEMRICINZ TEEMEZRE» L, 10 pg(h
fili)/mL OFEHEIK 2T 2,
cC [ E
FIHI2OCOERE I v~ b7 T 74— BREROMRE, 5558 OFE DIHE
25,
7L, WEREHIX Y SRR 2 A, R KR OGEHATR A 100 pL
ARy b, EEE O FERSEER O FIGIZET 5 E CRMT 2,
£ 1 Sep-Pak Plus Silica Cartridge (Waters ) [Zi# 4 2 FED VY — — %
BLEZLOXII IR ERSDO L O
2 TLC plate Silica gel 60 (20x20 cm) (Merck ) XixZh tAED L D%
110 °C T 2 BffHEzE L THW D,

15.5 feRRERE (FED
1551 A FA— K 7T Tk
A HEZFDORAR
1541 D A X%,
B EMBABROHRH
il o ekl —# (SD & LT 500 pg(fli)fE 4 &) 2 A0 T 3 #r
FTED, 200 mL 0k =M 7T 2aic A, PZ7oa X F =224 A
F_rxy (1+41) 100 mL #z., 20 /o EE Tl T 5, Mtz
50 mL D 3eeim DL ERAE 2 Adu, 650xg T 15 rffim DBt L, 7 7 SR fik
THRMBHAKR & T 5,
T L YA I =T A (690mg) FlEAK S —5mL KN
o A%y 5mL CIERTEGET 5,

AEHAIR 25 ML 7 X =71 7 AT EREIC AN, RENFTE TAAID LimlcET 5
FTCHMFESES, PZ7upRrAZ o —T7F Ry (9+41) 20 mL L7 ma x4
V=T bry (4+1) 8mMLEI=H T ATEMRIIMA, EBXREHIETI =8
T L' BT D,

100mL ORI TITAEI=NTLOFICEE, TR =2 /) —)L
(4+1) 10mML 2 I =BT AIZMMZ T SD #FH &85, WHIK%E 50 °C DK
THEZBE L, A¥ ) —LO—EE&EMICNZ THEREMEZR» L. 10 pg(h
fili)y/mL OFEHFIR 2R 5,

C [=] iE
FBlfi2oCo@gr v~ N7 74—, BRFEBROME, 538 K OFEDH
X5,
L, WREHIE Y SRR 2 A, R K OVEHATR S 100 pL
ARy MU, BB EERSEREKO FislcET 5 TR S,
1£ 1 Sep-Pak Plus Silica Cartridge (Waters ) i Y 7oK ED Y HF—/\— %



BLEZLOXII IR EFRSDO L O
2 TLC plate Silica gel 60 (20x20 cm) (Merck ) XX hEtF%ED L D%
110 °C T 2 FF[HRLHE L THIW 5,

16 FAXTF

16.1

ERERRE (LI v s R)

16.1.1 FaiE

A HEZFDORAH

1) FREWR 3 SAREIR

2) W 3 BREEIER — Tk b (T+3)

3) FATTF AEUAERR WRBEET AT F o LI ER%EDO S D 40 mg
Iz 3 METED, TOBEAEL., Tk Frr—K (7+43) ZIE
M\ Z T2 L.y 1 mg(Hi)ImL O F AR 7 F S HE 5 ik 2 9 5,

filf FIZBR LT AR YRR O — 8 & A RS I CIERE AR L. 0.5 pg(Z14iffi)/mL
O i i FE AR IR K OY 0.125 pg( 1 i)/mL AR AR HERR 2 s H 3%

4) K Mt F-10 S M

5) HRMEOWRIE  #BRE & L T Corynebacterium xerosis NCTC 9755 % U >,
10 IS AR U7~ Bl A B3 100 mL 2% LT 0.1 mL RN % 5,

6) FEARYA  HFEIEIZEL D,

7) MRS 7' -k (7+3)

B HHBROAR
1) #rEtEHZ SL XX MN 2 & 72 WG4
SIHTRREL3~59 AT 3METEY . TOHEEZFEL L, 200 mL O3t
7 T AT AR, AL 100 mL 200z, 20 M IR T L7,
iRz A G A) TAHAEBT 5,
AR D — % A R B CIEREIC AR L. 0.5 pg(JIfil)/mL o & i B aORHA R
T 0.125 pg(JiAili)/mL ORI FE BRI 2 BT 5
2) ZrHTEEHZ SL 3UE MN % & HeihH
IWTRREL3~59 Z A ET 3METERY . TOHEEZTLE L, 200 mL DItk
=TT AT AL, MIHEEREE 100 mL 200 %, 20 Sy X IR TR L 724,
MRz A8 GREA) TAIRT 5, A 25mL % 50 mL O v — I —IZEMIC
At HEEET pH %2 10 A FICFREE L% L REERE L, HICT =7 /KT
pH % 5.9~6.1 ICFHHET %5, ZOWREEL 3 5HEER — 7 & > (7+3) T50mL
DEBET T AIBL, FIERET 3 SHEER -7 b (743) 2zl
%, A GFEA) TABT S,
AR D —H % A R I CIEREIC AR L. 0.5 pg(JIfil)/mL o & i B RORHA R
Y 0.125 pg(ZIfilfi)/mL O BURHA K & i3 5,
c = =3
2-2 HEIEICK %,
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(BE) GIEAN) T —a»

 IINEN R K OVl UK 2

AN AMEIER R RS

AER D TR S R L (%) RSD, (%)
I Ty TR 0.5 3 97.2 0.6
1 3 97.6 18
2 3 96.9 15
EXI IXTAT LIy T A 0.5 3 97.8 0.6
1 3 98.9 0.3
2 3 98.0 0.7

EEERIE (R

16.2.1 FHiE

A HEZFDORAH
1) fREWR 3 SAREIR
2) T AT TF UAEAERR 16.1.1 ® A @ )2 LV 1 mg(Sf)/mL DF AT F
VREERR AR S
ERIICES L C, IR O —# % 3 SiEER—7 & b (7+43) TIEMIZA
R LU, 0.2ug(7f)/mL, 0.1pug(Jiffi)/mL, 0.05ug(71ffi)/mL, 0.025 pg(/ifi)/mL
K Tr 0.0125 pg(fiAih)/mL o4& e ik 2 fH -4 5,
3) K M F-112 BRGHh
4) WERKEOWINE  RBRE & LT Corynebacterium xerosis NCTC 9755 % V>,
10 IS AR L= iR 2 B 100 mL (2 LT o1mL BEMZ 5,
5) FERFM  HAFLIEICLD,
6) fhHIELEE 7' Mo —MEEE (0.1mollL) (7+3)
B EMBABROHFH
) HHrEEHE MN 28 £ 2054
TR 4~5 g (TP & LC 10~80 pg(JIl)MH Y &) 2= AT 3HrE TRY .,
ZOEMEATLE L, 200mL Ot =HA 7 T 2 3T Arv, S 100 mL %00
Z. 20 pEPZRETHIHT 5, fiHEE A GFEA) THAHEL, LEX D
MUE, AIRO—E 2 CIEMEICAR L. 0.1 ug(Jifli)/mL OFEHRIK & 7
Al
SHBHEHE 25 mL 2 50mL O B —H —IZEMIC AL, 7T E=77/K (6mol/L)
TpH % 5.9~6.1 [ZFHET 5, ZOREEL 3 FHEMEK T 50 mL OE&ET T A
2B L, HICHERE T 3 SREEREMA %, A (5 i A) TAIEL,
0.05 pug(Jfli)/mL OFEHEE Z FHH 35,
2) SHTRREHC MN 2 &4
TR 4~5 g (TP & LC 10~80 pg(Jil)fH % &) 2=/ T 3HrETERED
ZOHMEZFLE L, 200 mL O =44 7 T X 2|2 AfL, flHHEE 100 mL 20
Z. 20 pEPZRETHINT 5, HiHEEZ A GFEA) THAHEL, LER D
AUE, AIRO—E 2 I CIEMEICAR L, 0.1 ug(Jifli)/mL OFEHRIR & 3
Al



FUBHE 25 mL % 50 mL O v — 4 —(ZIEREIC AL, HEET pH % 1.0 LLFIZ
L 7-% 1 FFEE L. FIZ7 =77 (6 mol/L) T pH % 5.9~6.1 |27
B 5, ZOREELY 3 SHEER TS0ML 0BT T A 3B L., TICHERE
T 3 SREEIRE M=%, A GF A) TAi#E L, 0.05 ug(FI1fi)/mL OFE
Wik z= T 2,

C iE =
PRI & 5,
(BE) oirEN) T —va v
« TRANETN 3R K OVl U kS
- y WINERE .. WANMEIL 2R ok U RS
=40 Pa 1,
BRI (gU f)I0) AR L (%) RSD, (%)
4 5 AR A Ak 2 6 95.4 3.2
5 6 93.7 37
20 6 97.4 2.9
1 Bl & B 2 6 95.5 2.7
5 6 95.4 1.9
20 6 95.3 41
o He[EEER
Spg ) AR FEHE IRINIREE IRONEINER sdm LR s
FaW S ¥H . . HorR
PHORE s sk (gUrfi) (%) RSD, (%) RSDg () O
Bic. 5 fia 5 0 2.5 97.9 3.3 41 0.29

17 TARwAT 2 A

17.1

e RE (FEH

17.1.1 Ak

(i A #PH © OTC % & L 22kl
A HEZDRAR

1) FfREWR 4 SARER

2) AR TFL U7 I MERRE CKFE T NI UL ZKFIK 1 g &
4 SRR YA LT 1,000 mL &35,

3) TARYATY AR  EHIBEET AL A IR LERFED
O AT T (0.67 kPa LA F) | 60°C T 3 BFRwME L=, 40mg UL L%
BT 3METEY, TOHEETLER L, 4 SHEERZ EMICINZ TEM L,
1 mg(IME)mL OF A v~ A v AFERERK Z T 5,

B UL BRHEIRIR O — 0 2 A RIS I CEMEIC AR L, 80 pg(Ji4fhi)/mL,
40 pg(Jfl)/mL, 20 pg(Ziffi)/mL, 10 pg(Jifli)/mL K& O 5 pug(Jiffl)/mL o> 442
a2,

4) B M1 F-3 55

5) Kk ORINE  BBRE & L C Bacillus spizizenii ATCC 6633 % F\>,
1107 flEl/mL O i+ & £2 1 100 mL (2% L C 0.2 mL FREI 2 5,

6) TR  HAFIEIZLD,

7 A A URBHNE A AR (SIERIERS A A ) K 1009 & &
STILOE—=T—IZ AR, TrE=7/K (1 mol/L) 500 mL T¥# L7-%.
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Wi, BICT7E=77/K (I mol/lL) 500 mL ZNz, —&HETDH, K
12, KT ded LT NH TR 2 84 5,

BT, A A AZHRHIER) 100 g ZE-> T 1L OE—h—IZ A, HEE (1
mol/L) 500 mL T¥EH L7=% . ik a <, HIZHR (1 mol/L) 500 mL %N
2. —RERET D, WIT, KTHSICEEE LT HARE 2083 5,

NH, 7 HIE 70 mL & O HRUEHIE 30 mL &2 43 I S IBE 2%, KPR
T 5,

B EMBABROHAH

Hh o oo —#8 (DM-A & LT 200 pg(H)E% &) 2482055 3
HiE TRV, ZOHMEA2LHEL, 300 mL Ok =/M7F X 3|2 Ai., fifgK
FH VT LR (1 wivs) 200 mL Z00x., 20 S ERE T T 5, i
A 200 mL O LieE DL AE 2 A du, 1,500xg T 10 syl ot L. B
WEEZ 200 ML O E—H—IZAI, 7T E=T/KTpH % 7.9~8.1 [T 5,
FIZ, Z D% 200 mL O O REAE I AL, 1,500xg T 10 47 [l O 4 B
Lictk, EBAEE AR 5 A) TAHABL, 77 2023 2 30RHATK &
T 5,

7T NALER AF U RRBRIREEKIZBBE ST T 7 2% (BEE10mm) (Z6cm
DE I ETH LA, EEICH T A7 — V2@ GEED %, K20mL 201z T
W AT TARIO EdGonnd 3 mm OF SICET 2 TR I TH 7 A2
T 5,

FUBHEIE 100 mL &2 U 7 M AL, KIEDSFTETAHFI D b 3 mm O E S
23T 5 F Tt 2 mL/min TR SE 25, BIZK40 mL 20 7 A2z, [H
RIZH S5,

200mL DR T T Z A 3% 7 LD FIZES, 7TUE=T/K (1+49) 40 mL
717 HTINZ T DM-A Z ¥ S8, K% 70 °C O /K¥E THRUERLE L 72 .
ARVEEE 5 mL 2 EREICIN X TR &2 L, 20 pg(Jifli)/mL O FEHE K %
TS 5,

c =

il

IEERRRRIEIC X D,
£ 1  Amberlite CG50 (¥~ 1) (Sigma-Aldrich ) I EtFZEDO LD
(B%E) piEAN) TF—va v
« NANIENR R e OV UK BE

- ; WINRE ok INEIER R LRSS
s ¥
AR O (g(F11)H) L (%) RSD, (%LLF)
AW IR A SR (2FH) _
T TR B A >3 993 66
o (R FABR

T HEp IR ANEIGE R URE =2 B
" OER (g (%) RSD, (%) RSDg (%)
TRARGEE 6 8 97.0 5.6 6.6




18 F7 v
18.1 EaERRE (FLIvy s X)
18.1.1 Pkt
A HEZFDRAH

1) REEAKFEFT NI UL A ) —VIERK IREEKFZET R VU D A 50 mg
(49.5~50.4mg) & A X /—/L200mL IZIEN L., A G A) TAET 5,

2) AR K—RAK ) —)L (T+3)

3) FITUUENER  WRENEF T 40 mg Ll EE AT 3HTE TRY
FORME 2L, REBAKET R UL« A X ) — VIR Z EMEICIN 2 THE
2Ly Lmg(Zifli)/mL D) F o AR & 5 5,

flEFICER LT BEYEIRIR O — 30 2 A RIEE I CIEMEIC AR L. 2 pg(Jufl)/mL

O R FEAE N K TN 0.5 ug(Ffl)/mL DA FERE g & L 5,

4) K Mt F-22 BEiH

5) M & SN #BRE & LT Bacillus spizizenii ATCC 6633 % >,
1x10° fE/mL o i % 55 H#1 100 mL (2%F LT 0.1 mL F2 N % 5,

6) FER AR Mk X 5,

7)  FhH L A K ) —L—7K (9+1)

B HMAROBAH"

HTEEE 2~4 ¢ (NR & LT 240 mg(A M4 BLLT) 2 A %0805 3 M Cht
V. ZOEMETLE L, 200 mL O =67 T 2 2 Afr, HHELE 100 mL %
AL 20 pRINZIEE THiE L2, filHikE A S A) TAET 5,

AR D — 5 % ARG CIEMIC AR U, 2 pg(Jili)/mL O =i FERURHA IR K OY
0.5 pg(JIil)/mL DR EERURHATR &2 S 5,

=

C iE

Gl

22 HEHEIC K D,

H1 Iy ZAOMEICE Y HIEMHERALE S NEEENMEL 755
ANRDHDH, ZOLEE, oHEE 2~4g (NR & LT 240 mg( 71148 24 & LA
T) ZE-o7%, 1821 O BIZX Y H T LR, HIRO % fRIE
BECIERMEICAR L, mi BRI M O IR EE R R I 2 S 2
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(B8) IWiEAN) T —va v
* VRN EN By Nl LRSS
TR

ANENL R R U

PR ORI @mmw>@@b (%) RSD, (%)
BRIV v R1 8 3 100 2.0
40 3 98.9 0.8
80 3 98.9 2.6
WHSL I vy R2 8 3 101 2.3
40 3 98.1 2.5
80 3 98.9 1.1
BRI v 7 A3 8 3 101 2.4
40 3 96.6 16
80 3 99.1 2.4
EHSLI v 24 2.5 5 100 7.0
25 5 96.2 5.2
50 5 97.6 1.9
WAL I v A5 2.5 5 101 6.0
25 5 99.0 6.7
50 5 96.0 2.2
BT LIy 7 A6 2.5 5 96.7 35
25 5 101 1.6
50 5 99.1 4.4

1812 ARV Z—T NVRHEWEDOWIK s v~ N 7T 712 L5 EERARE
I3 11T X A,

18.2 EERERIE (fk)
18.2.1 PRk
A HEFORAH

1) REBKFZEST NV UL AH ) — VIR REEAKFETS F U 7L 50 mg
(49.5~50.4mg) % A X /—/L200mL IZIE» L., Ak G A) TAET 5,

2) AR K—AH ) —) (T+3)

3) ;T UEERER 18.1.1 D A D 3T L D,

4) M F-22 SR

5) MFIR K& ORI & #ABRE & LT Bacillus spizizenii ATCC 6633 % >,
1x10° flEl/mL O - % £5 41 100 mL (2% LC 0.1 mL FREZ 5,

6) FER AR Mk X 5,

7)  HhH A K ) —)L—K (9+1)

8) HaHMET LIS BT AT ua~ T T ABEEET VI CRIE 63~200
pum (230~70 A > =) ) Tl 130 °C T2 BEEE L. 6 viw %4 &K%
MATEML, —KFFET D,

B EMBEOHAN

IMTEREHE 2D —H (NR & L C 800 pg(FMIFH M &) 2G0T 3£ TR,
ZTOEMEZFLER L, 200 mL O =47 7 2 32 A, HHEL 100 mL 20 %,
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20 A EIRE CTHII U722, iRk E2 A (SFEA) TAIRT 5,
A E T T 5 (7 L5 (N 14 mm) ([THEMET LI F 12 g (11.5~12.5 g)
ZHATRTALIELD) IZAN, FIDOFEK SmL 25T 5,
ZTDOHDOWHIED —FHEK—AF 7 —/ (9+1) TIEFEIZHR L. 2 ng(h)
fiymL OEEEREREZHUL, 2 BICHREECEMRICHFIRL, 0.5
ng(FAi)/mL OAR R FEBEHE IR 2 i3 5,
C iE =}
2-2 HEEIC K D,
£ 1  Aluminium oxide 90 active basic Art.1076 (Merck ) iZZ i Lt FRZED L
D
2 PHMTHREOMENRELS 2256, sTHEBZ B E 0.5 mm O#E52
WEBEIRT AL 2ICHT 22 LIk vEGESN I GAERH D,
(%) HIERN) T —va v
© WSANEN SR K OV UK

RN E g L W R UK

RE OB @i (%) RSD, (%)
3 5 F A AL A R 40 3 101 2.4
80 3 100 1.7
120 3 98.9 0.6
T a4 7 —BE B R L 40 3 102 1.4
80 3 102 34
120 3 99.5 2.8
T a4 T —BEHYHELS AR 40 3 99.1 3.2
80 3 97.9 1.9
120 3 98.9 43
7 a4 7 —EE B AR 25 5 98.3 7.9
50 5 93.0 9.9
50" 5 92,5 2.4
75 5 109 9.4
75 5 95.8 38
7 u A 7 —EE w1 LA SRS 25 5 105 11
251t 5 106 1.8
50 5 92.8 5.8
75 5 97.6 12
75 5 96.3 7.7
T a4 T —BE %Y HELS R 25 5 97.9 43
50 5 112 47
50" 5 99.2 25
75 5 95.6 3.3

I BB E 0.5 mm OMSEDWAIEIET D & 9 ISk L 72wk
- Je[ERABR

S O T FEhE EHR RINEE ANEI R SWEoE LE SR
i ~ BEH REH (gormm (%)  RSD, (%) RSDg (%)
95 BB ETEE 7 0 80 102 2.4 3.0 0.36

HorRat

1822 RV Z—T NVRHEWEDWIK v~ N 7T 71285 EERRE
FIE 1212k 5,
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18.3 e s akBRik  (Falfh)
183.1 RV Z—FT VRHEWEDOWRIKI v~ s 77 7EESNFHI L D2 HMETE &
RERTA
WIH4ITk D,

19 /v ~THAR
19.1 EERABRE (FLIv 7 R)
19.1.1 “FE#ik
(3 FH&EPH - iRy 17 glkg AT O LI v 7 X)
A HEZDRAR

1) fRfER 4 SRR

2) AR 4 BREEER T hr (4+1)

3) i~ HA NEUER WHENE ) o~T 2 A Nl & ZBIET (0.67 kPa
LITF) . 60 °C T 3 BEMIREME L7-t%, 40 mg LL L2 BT 3HTE CTRY ., £
DOEAEZFTLE L, NN-AFILARLLT I REEMRICIZ TEM L, 1 mg())
fli)/mL @ /7 >~ 2 A4 FEERK AT 5,

A BR LT ARG O — & 2 A Ry i CIERE IS AR L. 0.1 pg(Z)4ff)/mL
O e FE AR YR S OF 0.025 pg (I )/mL AR FEAE i 2 i L9~ %

4) k% Hh F-7 5554

5) HIRMOVRIE  #BRE & LT Kocuria rhizophila ATCC 9341 % >, 10
FEICATR U 7= @ & 55 100 mL (2% LT 0.2 mL f2EMNZ 5,

6) FERIMR  HAFLEICKD,

7 VB KRFEY U LK U e kFEH Y 7L 525 g (52.45~52.54 @)
Z7K 1,000 mL (2L, KEgfbF b U O A REHE T pH % 10.4~10.6 (ZFRHE
T 5,

8) il Ak NN-T AF VRN ET I K=V U ZKEN Y U LER (T+43)

B EMBABROHRH
TR 3~5 e AT 3MIETERD . TOHMEAFTE L. 200mL O It =
7T ACAN, =F L YT I UMUEEREN G N U D AR 2 g KOl

W 100 mL 20 %, 20 432 IR CTHIM 3 5, I % 50 mL @ s Ok

BAEIZ AL, 650xg T 15 rlE D BET 2, RV K 0O —H & f RES 1L C IE il

IZABR LT 0.1 pg(Jiii)/mL O & B HUEHE IR K& O 0.025 pg(711fll)/mL O R

BHAK 2083 %,

c =

Helo

22 HRIEIC L D,
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(BE) GIEAN) T —a»

19.2

 IINEN R K OVl UK 2

; WINRE . WONENY R R UK
A O (g(/11lly/kg) R L (%) RSD, (%)
EHSL Iy 7 A1 0.4 3 93.3 34
2 3 96.0 2.8
10 3 98.7 2.9
BHSL I v A2 0.4 3 94.7 0.6
2 3 95.3 2.2
10 3 101 1.0
WHSL I v/ 23 0.4 3 93.3 0.6
2 3 99.3 15
10 3 98.3 2.1
- JL[REER
S 5 HohaR FEHF OWRHINJERS WRANEYL SR SaMr UiE s armm e
PROTR  mes B5% e ) RSD, ) RSD;R) O
BHASLI v A 8 0 2 99.9 2.0 4.9 0.95

R RE (FEH

19.2.1 Ak

(B - <Ly MRob O FZILWAH O & O XIE NH 23 5 g(Jifll)/it KD &
D % bR < )

A HEFORAH

1) fRfER 4 SRR

2) WL 4 BREEER—T B by (4+1)

3) AT H A NEEAERR 1911 ® A @ )T KV 1 mg(Hfii)/mL D )~
TH A FEEREFIK AR T D,

fEANCBR LT AR YRR D — & 2 A R S CIERE IS AR L. 0.2 ug(Jiffhi)/mL,
0.1 pg(F71fi)/mL. 0.05 ug(F11fi)/mL. 0.025 pug(711fi)/mL K O* 0.0125 ug(/1fi)/mL
D) T H A NEEARER & T 5,

4) B M1 F-7 ShqHh

5) MM OWIE  #BRE & L T Kocuria rhizophila ATCC 9341 % fv>, 100
FECATR U= @i & 55 100 mL (2% LT 0.2 mL f2EMZ 5,

6) TR  HAFIEIZLD,

B EA#BEROHFH

Fh o TR 109 2 BT 3METEDY . TOEMEE &L, 200mL
Dttt =H 7 7 XA T A, 4 SREER—7 & F (1+1) 100 mL A0 % .
20 sy IR CTHIHE L, Mz A% (5FEA) THT 5, Ak 10mL %
50 mL OB ET 7 A TZIEFEICAIL, B E TKEMZ, 77 ALBRIC
ToMEHAKR & T 5,

717 LA F o 2T I Y Ay (R T7 77 ati) 2=
T (400 mg) POV Y= NR=ZT A IHETHE, S=HTLETE
10 mL } OVK 10 mL CHER e 5,

FUBHANK 10 mL & X =1 7 AMZIEMIZ AFL, EET?2 LS5, 7K 20
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mL % I=n7 Az, REICEE 2 L RS E 5,

100 mL D ERTH I T AR I =T LD TICEE, 7E M 10mL K&
U7t bhr—Zookibh (1+1) 20 mL ZJERI =F 7 XS4, i F &t
T NH ZEHSE 5, EHIEE 50 °C LLFOKIB TR 1 mL & TRUERME L.
BRI A ko THE S W7o, ARG 20 mL 2 IEfEISIN 2 TR W % ¥ )
T ZOWRDO— A AR CIEMICAR L, 0.05 ng(Jiff)/mL OFUEHA K 4
S 5,

c =

belo

FEERRREIC K D,
£ 1 Sep-Pak Plus tC s Cartridge (Waters ) (234 72K @D Y Y — R —z @k
L7ZbDOXITZINEREDEH D
2 Y, 0.6~0.8 mL/min & 9%,
(BE) AN F—va v
< WSHNEI =R e OVl U RS
IR &

AmEI R R RS EE

RHOMR (g fi)) i L (%) RSD, (%)
99 AL A Rk 5 3 94.7 8.9
10 3 98.3 48
20 3 104 3.7
7 A 7 — i LA R R 5 3 95.7 5.8
10 3 93.0 5.4
20 3 94.0 3.8
TR R B A R ek 5 3 101 8.3
10 3 94.7 0.6
20 3 99.3 2.9
o IL[R) FER

g ; i THR ORINEE FNEILER Sass U s
SRl oo FE X r v

AHOME  goy (g )It) (%)  RSD, (%) RSDg (%)
TR FH B A A sk 7 0 10 98.3 33 5.3 0.47

HorRat

1922 W@k~ N7 77k
A REOCHH
1) RSSO EEEE (1+419) 250mL &7 & F o 750 mL (272 6 D
2) AT HA REERER WRENE ) o~T 2 A Nl & & WIE T (0.67 kPa
LITF) . 60 °C T 3 MR#ME L7121, 20 mg(/MF Y &2 AT 3£ C&
D, TOEMEAETEL, 100mLOEELEET 7 A2 A, 7 KK 50mL
Mz D, BEWLI LT oA~T XA REERNPL, BICEKRETTE N
EMAT ) T2 A FERFRZFEST S (Z0o] 1mLid, /o7 ZA
N& LT200ugUMmE 4 &L EHT 5, ) o
AR L O, BEMERIR O —# 2 AR I CEMICAIR L, 1 mL iz s &
~NTHA RELT 2~0.025 pg(IMFES EE2EHTHEND ) o~T XA K
ik 2 IS 5,
B & =3

oo oW 5.0 9 AT 3MTETED ., TOBIELFHE L. 200

676



mL O3t =47 7 A 2T Afv, BEfE (1+19) 25 mL Z/x T, 10 /o & ik
o, WICTE 75 mL 2%, 20 0 ZIRE -4, 10 4 A& e
LCTHIE T %,
iR D —# % 5000xg T 5l oot L. LB AERIE v~ M7 T
74— T AREHAR & T 5,
Wik v~ 777 40—  WEHERKOE ) O~TH A FEERS 10 uL &K
hKrm~< b NITZ7ZEAL, Jr~v NS TLEGD,
RIESME Hl
B A Eotmbss UERE 360 nm, #OBIE R : 530 nm)
BT AT BTN I Y AV T A (NEE 4.6 mm,
£ & 250 mm, K% 5 um) *!
woOBE W T ERM=RMY A K—EEEE (50+49+1)
it # : 1.0 mL/min
717 MAEIRE © 40 °C
iFOE Gonhlrue~ N T AnLE - EHBXITE S ERD THRERE
ER L, Bt D ) v ~T 2 4 FREZEHT D,
£ 1 ZORBAX Eclipse XDB-C18 (Agilent Technologies %) XX Z i & [F% D
HoD
(%) HiERN) T —va v
« WNANENR SR e OV UK BE

>~ B8

e ; womEE WANENN R R UK
RHORR (g(JI M) AR L (%) RSD, (%)
TIRE BB A R 2.5 3 94.3 16
5 3 93.2 2.5
10 3 94.2 1.8
20 3 97.3 2.3
EILITFRE R 2.5 3 92.7 2.1
N THLAl AR A ikt 5 3 101 0.44
10 3 97.7 2.4
20 3 98.2 15
7 A7 —RE R A B S R 2.5 3 91.4 15
5 3 93.7 1.7
10 3 94.1 2.6
- R
e . HaE AR RNFLEE WRANEN R SmskiE URE Sk
AR ORI BEH BEHK (UUMN (%) RSD, (%) RSDg (%) O
7 a4 T — BT A LA R 13 1 10 102 31 3.8 0.34
LI P A LRI A S 1 3 5 9.4 2.7 2.7 0.21
T E BB A R 1 12 2 2.5 99.8 43 5.4 0.38
THE R A R 2 13 1 20 101 2.3 2.9 0.28

677



678

(%) su~ 7T LH)

W REE
:

1] 2 4 ] i) 1II]
{F3503R. 5
HAMEE (FERERAESESEMIZINH LT
25 gAf) ALY ERMOI AT TS5 L

19.3 i E SRR L
1931 NAFF— K T T Tk
(3B FH P - B k)
A HEFORAH
1) T HA RIEEERR 19.1.1 ® A @ 32XV 1 mg(Ff)mL D/ >~
Z A FIEEHERIK 2R 5,

ERAICER LT, BEFRKO —HE2 A X /) — )V CIEMIZHAR L, 2 ug(h
fli)/mL. 1 pg(Fffh)/mL. 0.5 pg(Fiffi)/mL. 0.25 pg(FIffi)/mL O 0.125 pg(/]
fili)/mL DA EEHER 2T 5,

2) K M1 F-111 SRfHh

3) HRMEOWRIE  #BRE & LT Kocuria rhizophila ATCC 9341 % fv>, 100
AR Uik 2 551 100 mL (2% L C 0.5 mL Iz %,

4) B IR I— AL ) —)L—T =T RIET (20+13+5)

5) Wit bV 7 A (MEK) 110~120 °C T2 Rfffje L, 77— & —Thk
mT 5,

6) F& K 2-(4-3—F 7 =2=V)3-4-=hr 7 == )V)5-T = =)LT T
YU aZzrl F0410g (0.095~0.104 ) Z/KICHEALT200mL &4 5,

B EHMARDOAN

Fh H OB 409 2 AT 3MTECTERDY . TOKMAEFIH L. 200mL
DI = A7 T A AN, T F=FVUL 100 mL Z0%, 30 X RE
THiH L7=t%, filittika A 5 A) THET 5, A#K 50 mL % 100 mL &
YT T AT AR, 50 °C DK TIERE L%, 7 v ak/L i —FER
TFL (9+1) 20 mL ZMx TEREWEZEI L, B 7 23 2 3UBHATK
S RN

BT L0 YAV I =T A (690 mg) F2AE 7 mrkLb A 10 mL THE
HT 5,

Wil U oA (HEK) £ 409 Z AN} Z2I=AT L0 EICES, &
BHAR Z I Adu, RIEA TR CTAKO EIEICET 2 TR FEE5, 3
WIROAN> T\ T 7 7 Aa% 7 aak/vhA—FiE=F /L (9+1) 10 mL



THEH L, iRz RHCn 4, RERIC 3 BIHEET 5,

DR TomEEST N v aE 7 aak)L A —FiETF L (9+1) 10 mL T
WE L, WRE I =7 LI2MAz%k, dx2L0idT L, ZrekLh—
FEfe =T /L (9+1) 20mL Z I =0 T AIZMZ., =0T L& T D,

100mL ORTETITITIAAZI=NTLAOFICEE, Z7auakRLbh—XA %)
—L (4+41) 30mML ZI =47 LIZMAZTNHZEFEHIES, EHIKEEZ 50°C O
KB CWERZE L=, A X/ — 2mL ZIEEICINZ TEREYEEN L, &
B 2T 5,

C iE

il

F1Ei2DCIlZLb,
7L, BB, BRI AN TIIRML EHET S, 72, BRI,
VU TR & FV, 20~25 °C THAEEL Y 150 mm £ TREBAT 5,
H 1 TUoFE=T7KEKTHRLTT VE=T G817 %DRK RIS,
2 Sep-Pak Plus Silica Cartridge (Waters ) (2472 F&ED UV — X — %
FELTEbOXIIZNEREDO SO
3 TLC plate Silica gel 60 (20x20 cm) (Merck ) XX Z i &L FA%ED L D%
110 °C T2 BFHzE L THW D,
B) EANY TFT—va v
IIEINNE S QON & SUQBY 2

g ; W .. WINEN R MR UK
PR O (g(J74ii)1t) IR L (%) RSD, (%)
% %5 F Bic & i ) 0.1 3 89.3 1.3
0.5 3 94.7 2.4
1 3 104 1.9
AR A B A fir 0.1 3 94.7 1.4
0.5 3 98.0 5.4
1 3 103 8.8
24+ F B & B Rk 0.1 3 89.3 2.6
0.5 3 96.0 55
1 3 106 3.3
- (R FAER
e e AR TR WINRE WONEIE sammUmE SsiEse
AHOE  gay pay (g(1ff)t) (%)  RSD, (%) RSDg (%) HorRat
B FIRC A bkt 11 0 0.5 109 6.2 7.9 0.45

1932 Wikr7 o~ hr T 7k

A HEOHE

1922 D AL D,

B =

]

1922 DB X%,
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(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

" ‘ wongEE WONENL R R UK B
PR ORI (g(77 1)) kL (%) RSD, (%)
R B PR A 0.5 3 103 45
WIKIEE M A fi et 0.5 3 102 7.4
FEIR A B FH Bl 0.5 3 98.9 7.8
- JLEEBR
S 0 FE I A TEHR RINRE WNECE s L ammne o

B B (g (%) RSD, (%) RSDg (%)
IR PR A f 14 0 0.5 108 8.1 13 0.75

- B TIR (E—RBR=EIC & 2 iEad) BT 0.5 g(Fufi)/t

20 " u~vA{B
20.1 EEREBRIE (FED
20.1.1 ik
A HEZFDORAR

1) FEMER 4 SREER

2) AR TF L U7 I UWNERE KFE T N U LATOKFK 1 g &
B0, 4 BAEERICEE LT 1,000mL &F 5,

3) AT mvA T BIEEYER WS NS T~ A v B XL 2L RS
Db O EZBIET (0.67kPa Ll ) . 60°C T 3 KEELEEL7-t%., 40mg ULk
EANEF IMETED, TOBMELFIHH L, 4 SHEMEER 2 SN2 CTEH
L. 1,000 HAZ/mL ONA ' a~ A > BIERERIR 2T 5,

filf FIZBR LT AR O — 8 & A RS I CIERE AR L. 80 HLAZ/mL. 40
HAZ/mL, 20 HEAZ/mL, 10 HEAZ/mL & OV5 BAL/mL O S IZ#ER 2 R85,

4) B Mt F-3 SR

5) MFIR K& ORI & #ABRE & LT Bacillus spizizenii ATCC 6633 % >,
1107 flEl/mL O i % £5 41 100 mL (2% L C 0.2 mL FRENZ 5,

6) ERFEMH  HAFEICKD,

7N AT rua~v 7T 7HFETAA
) GEmER  ARERER (RFLLUUEo ARV URELSK) LK

100 #&E->TILOE—F—IC AR, A¥ /—/L 500 mL Ty#H L7k, U
WEETC, FIZAX /=)L 500 mL 2%z, —&EET D, KRiZ, KT+
WL KFISRAET D,

i) A AR A AR (SRR A A ASHR) 2 $9 1009 &
HEoT1lILOE—I—IZ AN, T E=77K (1 mol/L) 500 mL T¥:HF L 7=
%, Wiz T, HITT7 o E=77K (I mol/lL) 500 mL ZMx, —&FHET
%o WIT, K THITBEE LT NH/ATURAE 2 A8 5,

BNZ . A F R HtER 100 g #E->T 1L O —h—IZ A, HEE (1
mol/L) 500 mL Ty L=, Pz C. EIZHER (1 mol/L) 500 mL %
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Mz, —&E#HET 5, WIZ, KTHHICHEE LT HABHIEZ T 2,
NH, 7S 70 mL J O HRUASHE 30 mL & +43 IC s X IR /2%, KR
#9 5,
B EMBABROHRH

h o ofraElo —# (HM-B & LT 200 B AHY &) 289057 3Hr<
TERY, ZOHMEEEHE L., 300 mL OIS =/H 75 2 2|2 A, FifEkED
U o AR (Lwivoe) 200 mL ZA1x, 20 3 &R Tl 5,

R A 200 mL O AR O e I AdL, 1,500xg C 10 4 fifs O 0 BiE L .
A 150 mL & 200 mL @ B — A —IZ A, KL B U T AR (10
mol/L) T pH % 7.9~8.1 |[ZF%ET 25, HTIZZ Ok % 200 mL O 3eAeim Ok
IZ AL, 1,500xg T 10 43R DB L 7%, RiEREE A (5 A) THil
L. 77 DB 2 3BHNAIR & 95,

T LR BRRIREREKIEE S ECTEHELON T A% (N 10mm) (1210
cm OEIFE T LA, £, A A RBEBIIEZ KIZBBESETEH 2 Oh 7
L (N 10mm) 12 6cm DOESETENENR LiATe, TNENDOD T A
TIZHOWT, WA — V% PR EEO %, K 20mL 200 2 TR 23 78
TAHO LS D 3 mm O@FESICET L2 ETRHESE T T 220/ ET 5, &
2. FLOH T LD TFIESR 2 DI T LD EiRE2 KB ERET D,

FUBHES IR 100 mL & 71 7 KM AFL, KA 1 OH T 2O FETAF D Ll
53 mmDEIICET D E THE 2 mL/min THRESES, BIZ/K40 mL &h
T AT Z, WA 2 DT LAOFTARIO LD 3 mm OF SIZET S
FCRHEED,

EWLDOHTLEEVITTL, 100mL ORTIBR T T RAaZ2E2 OB T LOTF
ICEE, TE=TK (1424) 25mL 25 2 O 7 XM A T HM-B ZIEH S
5, WHKRAZ 70 °C OKIE TRETZE L7c#%, AREE 5 mL 2 EfMICNZ
THEEWZEEN L, 20 HAL/mL OFEHATK 2 i3 %,

c = =3
PRI K D,
£ 1 Amberlite XAD-2 (Sigma-Aldrich ) X ZH & REDH D

2 Amberlite CG50 (¥ A 7 1) (Sigma-Aldrich ) Xix=h L R%EDH O

(B%5) HGINERNY) T —va v
< WRHNIENEE K OV UG

- ; WINRE .. WMEL R R RS B
HA OIS ity EE T () RSD, (%)
95 LA e 660 3 91.6 31
1000 3 103 12
1320 3 94.5 15
1R R B A f ek 660 3 92.9 11
1000 3 99.3 46
1320 3 96.4 9.2
VEILHE 7RO B A R R 660 3 98.3 41
1000 3 94.8 10
1320 3 96.2 7.3
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- M [EFAER
e 5 FRF FEHR ORINIBE WRINENLE SAME LRIE =i
B O FEFR e
RO B BRES oo (%)  RSD, (%) RSDg (%)
TR AR LA 6 0 ~ 1000 9.7 4.2 6.8

21 R—=v=7~A T
21,1 EERRE (FLIy 7 X)
2111 SPARE
A HEZDRAR

1) fRfER 2 SRR

2) A BRI 2 SRR — 7 & b (17+8) @ pH ZHEEE (6 mol/lL) T
5.9~6.1 IZFEE L, MEE L35,

) N—=V=T~A T UERER EHBEENA—V=T A I TN AE
DHLD40mg UL EEHNETIHETEY ., TOHMEERLEL, A ¥/ — L%
EMEINZ TN L. 1 mg(IM)/mL D AR—=2 =7 < A 3 e R % i
Do

fEICER LT BRI O — 30 2 A RIS B CIEMEIC AR L. 2 pg(Jul)/mL
O e I P Y % O 0.5 pug(F ) /mL O I RS U iig & F L4 5,

4) B Mt F-4 SR

5) HMEOWIME  #BRE & LT Kocuria rhizophila ATCC 9341 % fv>, 10
FEICATR U 7= @ & 5% 100 mL (2% LT 0.5 mL f2EMZ 5,

6) FERIMR  HAFLEICKD,

7) HHEEE 7' N — 7 BRI (0.5 mol/L)  (4+1)

B EHA#BEROFH

1) #rakEHZ SL, MN XUX LS 2 & /2 W i54H

SINTEREL 3~59 A AT 3MTETEY . ZTOEEFELL, 200 mL O 4z
ST T AT A, AL 100 mL 200z, 20 M EIRE T L. b
iz A4 GFEA) TAHBET D,

A 20mL % 50mL @ B —F —IZIEMEIZ AL, 7 =7 /KT pH % 5.9~6.1
ICHET D, ZOWREREEY 2 BREER T0ML OEET T A 2B L, HITHE
PRE T2 5REERAIMZ %, A GFEA) THAET D,

AR D — 5 % ARG CIEMIC AR L, 2 pg(fil)/mL o i L RURHA IR K
Y 0.5 pg(J7fil)/mL OARR BERURHA IR A2 T 5,

2) HHTREHT SL, MN XX LS 2 & Tia

IHTRREL3~59 AT 3METEY . TOHEETEL L, 200 mL O HEfe
=7 T AT AN, AR 100 mL 2%, 20 Sy ERETHRE L, 4
iz A4 GFEA) TAHBT D,

AR 20 mL % 50 mL O B — U —I|ZIEfEIZ AL, HEEET pH % 1.0 DL FICFREE
L7-t% LIFfFRE L, BT U E=T7 /K CTpH Z5.9-6.1LICHETH, ZOKE
B 2 GRERTH0mML ORET T A 2B L, BITEEMRE T 2 SHEmEIR A N



Al Ak BFEA) TAHIET D,
AR D — 1 2 A RIS CIEREIC AR L. 2 pg(fl)/mL oD s i B2 SUBHA IR &
O 0.5 ug(F1)/mL D L RUEHAHE 2 9 5
cC = =1
2-2 HERIZ & 2,

(BE) DWEN) T —va v

21.2

* BRI =R K O Lk BE
TN

IV S )i 4

AR ORI Ghirg TR (%) RSD, (%)

Lo AL 1 3 97.5 2.0

2 3 101 6.7

5 3 101 15

10 3 93.8 13

T v A2 1 3 104 5.7

2 3 97.4 45

5 3 97.6 25

10 3 98.4 2.7

7Ly A3 1 3 96.7 9.0

2 3 97.1 3.2

5 3 98.3 2.2

10 3 95.7 5.9

TLUS v A4 1 3 109 5.1

3 96.2 45

3 99.9 0.1

10 3 96.9 0.7

« [ FER
e . Faha #EAIR O RINIEE IRINEIIL R Snfr URE s
AROME  mes mE% aomke (%) RSD, (%) RSDg () oA

EIKAT LS v 7 A 6 0 18 103 2.6 3.4 0.66

E R ERIE (FEH

21.2.1 Pk

A HEZFDRAH
1) FRMER 2 BAEMEIR
2) N—V=T <A UoERER 21110 AD3)ICLY 1 mg(Sf)/mL D—
VT~ AV UBERIK TR S,
fEHICER LT, EERIEO—# % 2 SfEEK— A %/ —/v (7+3) TIEREIC
AR L. 3.2 pg(ZMf)/mL, 1.6 ug(F74fi)/mL. 0.8 pug(71ffi)/mL. 0.4 pg(JIff)/mL
e T8 0.2 pg( A1)/ mL DA ek &2 FH 4 %,
3) K% Hh F-4 5E5
4) HERMEOWSIE  BBRE & LT Kocuria rhizophila ATCC 9341 % v, 100
FEC AR U7 i & B3 100 mL 2%k LC 0.2mL B EMZ 5,
5) FERWA  HAFIEICL D,
B HHBABROAR
1) VM 2 10 g/t LA Lo 86
IINTERELO—F (VM & LT 160 pg(JIfl)fH Y4 &) 2 /28T 3 HrE TEY |
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21.3

ZOFEAETELL, 200 mL OHAe =MH 7 T X 2T AL, ~F % 20 mL &0
2 TL10 TR E L7, FIZA X J —/L—2 SfEfdmk (1+41) 100mL Z 0% .
20 SRl ZIRECHIt 5, k% 50 mL o A L L A I AL,
1,500xg T 5 /DB L=k, K—2x %/ —fE (T/E) =A% (6 )
TAHET D,

AR D—Hh% 2 BABEEK — A% ) — (9+1) TEMICHR L. 0.8 pug(/
fili)y/mL OFREHEIR 2R 5,

2) VM 78 10 g(JIil)/t K D6

SHTERELO—E (VM & LT 40 pg(Ml)FE Y &) 2 AT 3T E TEDY |
ZTOHMETREEL, 200mL O3 =A 7 T AT A, A¥ /—/L100mL %
A, 20 IR Tl L7zt&, iRz A#0 (6 ) TAWT 5,

AR 20 mL % 50 mL D723 7 7 A 2 ITIEREIZ AL, 50 °C ORI TIUERL
EH3 5, ~FHoomLzMx TIRVIEETHZ, A%/ —/3mL ZIEfEIZINZ
THEEWMAZEN L, W22 SHEEK 7 mL 2 ERICNZ TIRVIEEY S, 20K
Z 50 mL O HARE OIEBAT I AL, 1,500xg T 5 5 RELOSEEL., K—A X
— /g (FkE) % 0.8 ug(Hm)/mL OFENEK & T 5,

cC = =3
PRI L D,

(B%E) GIEN) T —va v
* TR =R K OV Lk S

IR IV S SUAVE )i

PR o (g1 fiiy/) iR L (%) RSD, (%)
3 5 AELA sk 2 6 100 2.3
4 6 99.7 17
5 6 100 3.3
7oA Z — i RS R 2 6 98.6 2.0
4 6 98.0 2.0
5 6 99,7 2.0
VEFLIT T BRH B A sk 10 6 101 1.4
15 6 101 0.9
20 6 101 1.4
TR B Rl BE A Rk 10 6 101 2.0
15 6 101 1.4
20 6 101 2.1
g ; AR FEHE RN EE WRONIEIR S siE LR s
ABOTIH gy mal G (%)  RSD, (%) RSDy (%) HorRat
T B Lk 5 0 10 99.4 3.8 3.8 0.33
s ERBRIE

21.3.1 KT. VM K ONTS DA A F— 87T 712 L HMEE ERRE

(i F &6 pH - Ak
EI3E 212X B,



