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1.1

EERBRE (LI v R)

1.1.1 “EAE

A HEZDRAR
1) FEER 3 SRR
2) U RT U UREUERR WY N T VB EBIE T (0.67 kPa LA
T) . 60°C T3 BFRFLME L%, 40 mg UL EEZ AT IMHETEY, 2D
Bl Zziek L, 3 SRR E EMICZ TN L, 100 HEAL/mL O/ kT v
VIEMERR 2 RS 5,
IR L T, BEEFRIERO—% 3 SHEER CEMICARL, 0.2 Hi/mL
D e 1 FE R Y KO8 0.05 BN /mL OO 2 P e % i 9= 5,
3) K Hh F-1 5554l
4) FHIR&E O AERE & LT Micrococcus luteus ATCC 10240 % FHu>. 10
FEICATR U 7= 3 & 55 100 mL (2% LC 0.1 mL #2E Nz 5,
5) ‘R  HAEICL D,
6) HHHEEE k—E VU YU —HEE (1mol/L) (62+18+9)
B EA#AROHRH
1) #retEHZ SL XX MN 2 & 72 WG4

IHTREL3~5g AT 3METERY . ZTOHEEZFE L, 200 mL O 3Lie
=TT AT NI, IHEEE 100 mL 200 %, 20 4y X IR TR L2,
R Z A8 SFEA) TAIRT 5,

AHIED—H % 3 SAREE CIEMICAR L, 0.2 BEAL/mL O &R E RS IR &
O 0.05 HEAZ/mL ORI EEFEHRIK 2 4 2,

2) ZrATEEHZ SL XUE MN % & HeihH

IHTERE 3~5 g Z AT 3MTETED . TOEMEATE L, 200mL D42
7 T AT AR, AL 100 mL 200 %, 20 3 IR T L7,
Mk Z A (S5FEA) TAHRT S,

AW 25 mL & 50 mL O B — I —IZIEMEIC AL, BT pH % 1.0 LA F 2%
L7-% | IFfEIERE L, HICT U E=7T /K TpH % 5.9~6.1 IZHEST D, ZDOHKE
B3 5BERTSOML 2R T 7 2328 L, FITHEMRE T 3 SHEE R 2 0
Z 7%, AR (SFEA) TAHBRT S,

AHIED—H % 3 SAREHE CIEMICAR L, 0.2 HEA/mL o & E RS IR &
O 0.05 HEAZ/mL ORI EEFEHRIK 2 4 2,

c = =3
2-2 &L K D,



(BE) DWEN) T —va v
* BRI =R K O Lk BE

I e MBI R R RS

RN EK 57 44 OB fH A @ﬁﬁﬂgﬁﬂb (%) RSD, (%)
WA RSy BRI VLI VTR 24 3 101 1.4
84 3 100 0.8
168 3 99.6 2.8
EXI e IRT L 24 3 99.3 3.4
T v T A 84 3 101 1.6
168 3 100 0.8

1.2 EaERBE (R
1.2.1 FARiE
A HEZFDRAR
1) fBfR 3 SRR
2) NV T YRR LI ® A ® 22XV 100 BAZ/mL Oy v T v

EEHERRZ AT 5,

EAICER LT, BRI O —H4 3 SEEKR— A%/ —/v (3+1) TIERIZ
AL, 0.4 BAL/mL, 0.2 HAZ/mL, 0.1 HAZ/mL, 0.05 HAZ/mL K& OY 0.025 HL
fr/mL OB FEMER Z RS 5,

3) B Hi F-1 Si5Hh
4)  FHE L OWIN&E HERE & L T Micrococcus luteus ATCC 10240 Z vy, 10
TR U 7-EIR 2 B 100 mL (2% L C 0.1 mL BREMZ 5,
5) ‘R  HAEICL D,
6) flt B A K == (0.3 mol/L) (1+1)
B EMBAROHR

SRR —H (BC & LT 20 A Y &) 2 AT 3IHETED ., Z0HK
fEZFEE L, 200mL O3t =M 7 7 2 2|2 Ak, AL 100mL 2 1%, 20 57
M ERE T 2, fHEE 50 mL O HkE LILEE 12 A, 1,500xg T 5
S DATEE LT, EEARIEE A (5FEA) TAHWT 5,

AHE 25 mL & 50 mL @O B — I —(ZIEREIZAIL, T E=T7/K (6mol/L) T pH
Z5.9~6.1 ITHHET 5, ZOWREEL 3 FREEKR TS0mLOEET 7 XA aTH L,
HIHERRE T3 SR E Mz /=%, A SFEA) TAEL, 0.1 HZ/mL O
BHAR 2 3 %,

cC %

Helo

FREIIEIC & D,
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(BE) DWEN) T —va v
* BRI =R K O Lk BE

FOMEE - WOMEIGE @R URE

TIN5y 4 A K (g TEY T (o) RSD, (%)

g b oy G RELA B 84 6 96.0 61
168 6 99.6 1.1

420 6 97.9 3.1

AL TR IR A R 84 6 9.0 33

168 6 96.6 5.1

420 6 97.9 5.9

AL TR IR A R 84 6 95.0 >0

168 6 94.6 3.9

420 6 96.2 4.8

okl Rty QM TR TONJREE WRANEIL SR s iviie URIE SR
) T BREE BRI i (%) RSD, (%) RSDg (%)
S35 Ml Ak 5 0 168 102 2.0 2.2

2 TEI~vATV
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2.1

ERRBRE (LI v s R)

2.1.1 EHdE (2o1)

(i FH#iPH : SL, MN I LS 2 & ER W7 LI v 7 R)
A HEZFDRAR

1) $EfR 7 BRRER

2) MWREHE 7 SREEHR -T2 Fo (441)

3) TEIVAUERER  EHAEETE I A U EE T (2.67~3.33
kPa LL'F) | 60°C T3 ezt L7, 40mg L &2 AT 3 i T&EY |
ZTOHMEEREL, T MR EMRICIMZAZTHEN L, 1 mg(MllymL O7 & Z
~ A REERIR A RS D,

il FHICER LT, BEYEIRIR O — ¥ 2 i BRIA I CIEMIC AR L. 2 pg(Jifli)/mL
O i R FEAE HER J 8 0.5 ng(Jil)/mL ORI A R % 835,

4) K 1 F-8 SEqH

5) WKL OWINE AR E & L T Micrococcus luteus ATCC 10240 Z >,
1R & 551 100 mL (2% LC 0.2 mL FREMZ 5,

6) FERFH  HAIEICL D,

B EMAROHAR
SINTERRENE 1 3~5 g Z# AT 3T E CTRY . TOHEA S L, 200 mL o 34

T T A AN, T FREEE 20 mL 2Nz, 5 MM ERED, BICTE b

> 80mL M, 20 /&R Tl L2, iRz A (S A) THiHl

T 5,
HIED—HZREHEIR DO T & F U REN 20 viv% & 72 D X H 1T 7 SAEREIR UL

TR CIEMEC AR U, 2 pg(AMl)/mL o & BB g o O 0.5 ug(774f)/mL

DRI BB IR 2 T 5,



c =

belo

2-2 HEEIC X B,

W1 ohrEeE. BB X 0.5 mm OS2 W EEIERT D L O ITHiT 5,
(f}50) MHWED pH N 45 LR ERD T VI v 7 AF, ROFIEICE Y, K
i

IIMTRREHE13~5 ¢ 2T 3METRERY, TOKMELFHEL, S0mL O
— I —IZ I, T HAEEE 20 mL 2%, 5 o ERE S, B, ZOED
pH 78 4.5~5.0 L 72 %5 £ T/KMEbT MY U A% (10 mol/L) ZINx., % DHhE
BEMERT D,

BT, TR 13~5 ¢ AT 3 HETEY ., ToKEETE L. 200
mL O =47 T XA |Z A, T SHEEK 20 mL 2002, ®IZ, SEICER L
T EBEOKELT FY 7 AR (10 mol/L) 2z T 5 pMnEEES, Kk
2. Tz e AKREE (T R Y U AEHE (10 mol/L) D&% 80 mL 75 7 LA\
TEOTE M2, 20 2R RE TR E 35,

(BE) piEAN) F—va v

« IRNTEN R OVl UK JE

e ; W . WONENN R R UK
HAOER (e(F1iyke) P L (%) RSD, (%)
EHTL Iy A1 0.2 3 97.3 7.2
1 3 95.3 3.4
5 3 99.7 9.9
BHALI v 7 A2 0.2 3 99.7 12
1 3 104 6.4
5 3 105 1.9
BRI v 7 A 0.2 3 95.7 7.0
1 3 94.7 8.0
5 3 103 7.8
- JL[REEBR

SO Fahat FHIER ORNIEE FNENE semzume SREERE
) TOBER BRER (oime (%)  RSD, (%) RSDg (%)
BH LIy R 8 0 1 102 3.4 5.7 1.0

HorRat

2,12 EiE (20 2)
CEA&PH : SL X LS 257 LI v o7 R)
A HEZDHRFH

/

1) #RER 7 kR

2) AREEEE 7 SRRENE - T ' b (4+1)

3) TEI~A VU EHER 211 0AD3NNTEY Img(HffiyymL DT T ~A
VUK AT 5,

fEAICER LT AR O — 5 2 A RE I CEMICAR L. 0.4 pg(JIli)/mL

O van i FEAEAERE M TN 0.1 pg(JIiln)/mL DAKR FEEREEWR 2 L9~ 5

4y B Hh F-25 555 i

5) R E ONRINE A & LT Micrococcus luteus ATCC 10240 % >,
R ZEEH# 100 mL (2% LT 0.2mL M Z 5,
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6) ERIW  HAIEICLD,
B EMBABROHH

Moo WEREE 3 e A AT INETERDY . TOKEEATE L. 200
mL DI =A T T AT, T o ER 20mL 2%, 53 MNERE D,
FIZT7E F 80 mL Zh1 %, 20 43 ZIRE THIH L72%., itz A% (5
A TAHETDH, AIBO—EET & N RBEDN 45 vW%IZ7e D L 912 7 54E
R CHIN L7, A (5 A) TAI L TH T L0322 50HATK &
T 5,

BT LN AT BTN I ML Y AV =T A (360 mg) 2 ET
T by 10mL KOV 7 SAEEIR — 7 2 b2 (1149) 10 mL THEKR ST 5,

S50mL ORI T AL I=HTLAOTICESE, REHAKIOmLAEI=07
LIZIEREIZ ARL, JEE®? LT AVM i s¥ 5, 7 BREER -7 & b

(1149) 5 mL % X = 7 A4 THEES LRSI S, [FERIC 2 [\l
B2, RET7 7 AIOERETT SEEK -7 M (1149) Mz, o0
WRDO—H &2 T N ARED 20 viv% & 725 X 9512 7 SHEEHIR CHMR L, HIZ 7
FREE— 72 b (4+1) THIR L. 0.4 pg(FMl)/mL o i EE AR & O
0.1 pg(JIl)/mL DK FERUEHA IR & 4 5,

c = =3
2-2 HEEICK D,
A1 kN, BEEE 0.5 mm OESD W EEIET D X 5 ITHT 5,
2 Sep-Pak Plus Cis Cartridge (Waters ) |Zi 472 ¥ & D U H— 3 — & i
L7ZZbDOXITIZINEREDE D

3 WElE. 2~3 mL/min &9 %,

(f158) FHIED pH 28 45 AR 257 L2 v 7 Ad, ROFGECEI Y HHK
S5,

OIWTRREHE13~5 ¢ BT 3METERY ., TOKMEEFLFHEL, 50 mL O
—H—IZ A, T SRR 20 mL 2%, 5 of»&RE 5, HiZ, 20RO
pH 728 4.5~5.0 £ 725 £ TKEE{LT MU U AEHK (10 mol/L) ZNXx ., ZDME
BEAERT D,

BT, HTRENE 13~5 g AT 3 ML TRY ., TOKMEETLEL, 200
mL D=4 T T X T A, T SHEERKR 20 mL 2002, BT, IR L
T EEOKELT MY 7 AR (10 mol/L) 2T 5 pMnEEE s, &
(2. BN A T2 AKER b T Y 7 A%HE (10 mol/L) D&% 80 mL /2 H7E L 51
TeEOTE M2, 20 I EE TR E 35,



(BE) DWEN) T —va v
* BRI =R K O Lk BE

- ; WP .. WINEN R MOR U RS E

HBOEE R

HORR @ik (%) RSD, (%)
EHSLI v R 0.2 3 100 8.6
(AVM®D20f% DSLE A ) 1 3 106 4.6
EHS LI v A1 0.2 3 90.3 5.5
(AVM®D30EDLSEA) 1 3 105 3.3
MRV v 7 R2 0.2 3 110 11
(AVM®D 20 DSLE ) 1 3 101 0.6
EHSL I v R2 0.2 3 93.3 7.6
(AVM®D30f DLSEH) 1 3 99.7 4.6

- S [ERABR

AR THR WINIRE WNENGE oy EEESEE

sptofE  ooR A HorRat
ABOME mag B8 o (%) RSD. (%) RSDg (%) O
FBHTLVI v 7 A 8 0 1 101 2.3 43 0.77

22 EERBRE (FE)
221 PRiE (20 1)
(it PP - R A R
A HEFORAH
1) R 7 SARER
2) MBS 7 SREER— T ' R (4+1)
3) TETvA T R 21,1 D AD3NNZEY 1 mg(SlymL DT &7~ A
¥ UREERIR A T 5,
fEANCER LT AR YRR D — & 2 A R I CIERE IS AR L. 0.8 ug(J)ffi)/mL,

0.4 pg(Fiffi)y/mL, 0.2 pg(71ffi)y/mL, 0.1 pg(7Iffi)/mL } O 0.05 pg(FIfi)/mL D%
IR 2 T %,

4) B F-25 SR

5) HWR&RINE R & L C Micrococcus luteus ATCC 10240 Z >, 10
AR U= R & 55 100 mL 2% LC 0.5 mL F2EN 2 5,

6) TR  HAIIEIZLD,

B HHARDHAHR

SHTEREFEN 10 g Z AT 3 M E CTRY . ZORMEAETE L, 200 mL O
=7 IR AN, TR —K (4+1) 100mL 202 . 2045 [H X B T
HL7=%, A (5FA) TABT D,

AR D a2 REHRIK O T 7 N D 20 vv% & 72D K O IS IRIASE R OY 7
SRR — 7 & h v (19+1) CTIEMICAR L. 0.2 pg(Jifliy/mL ORI 2 5
W5,

cC %

]

IR RIEIC & D,
H 1 obrEEHE. BB E 0.5 mm OS2 W Elild 5 K 5 ITHhid 5,
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(BE) DWEN) T —va v
* BRI =R K O Lk BE

e ; WINRE .. WINEN R MR UK B
R ORI iy TRl (%) RSD, (%)
Jok A B A fir 10 3 95.6 7.8
20 3 108 6.1
40 3 107 1.6
Jok F B A fi )2 10 3 111 4.4
20 3 97.6 0.5
40 3 100 1.1
% A i & B R 3 10 3 113 5.6
20 3 94.1 3.2
40 3 106 4.4
o IL[R) FER

Sk o0 R Haak BRI FINPEES O RMEUNE  sammler mESE
) TOBEH BER uimw (%) RSD, (%) RSDg (%)
FEHE B A et 8 0 20 101 4.0 5.5 0.54

HorRat

222 EHRIE (2D 2)

(G FHRiPH : SL XX LS & & £ 2 fidkl)
A HEFORAH
1) R 7 SERER
2) WHELE 7 BREER T b (4+1)
3) TETvA T R 211D AD3NNZEY 1 mg(SMl)mL DT &7~ A
VUK AT 5,

fEICER LT BREIRIR O — 3 2 A RIS I CIEMEIC AR L. 2 ug(Z1ffl)/mL,
1 pg(JJffiy/mL. 0.5 pg(Jiffi)/mL, 0.25 pg(Jiffi)/mL K& O 0.125 pg( /) ffi)/mL O£
IR 22 T %,

4) K Mt F-8 SR

5) HWR&ORINE R & L C Micrococcus luteus ATCC 10240 Z >, 10
FEICAR U= @i & 55 #1100 mL (2% L C 0.4 mL #2E Nz 5,

6) FTRWM — HAFIEIZLD,

B EA#BARORH

i H R EI10g 2 BT 3METEDY . TOEMEEFE L, 200mL
DA =7 T 23T AR, Zrak/ls 100 mL Z1Z., 20 55N &IRE T
HHL72%, Mtz A8 (5 A) TAHE L, b7 LB 23R EHNATR
S RN

71T DAL YUBFNI=HT A (690 mg) B A7 vrk/l A 10 mL CUE
H9 5,

UBHAM 2.5~10 mL (AVM & LT 2.5~10 pg(MMFEYN&E) 2= 7 A
EREICAN., BERFTETAKIDO FSICETAE TR FIE-%, Zrakl
LA=TE by (1743) 30mL ZI=H T AICMA, =0T 2&2WHET5H, 50
mL DRI T T AEZI=NTLAOFICEE, 7B 20mL 21 =07 A



IZINATAVM i S E 5,
TE R % 50 °C ORI TIERLE Lo %, AR 5~20 mL Z EfEIZ % T
P ZEI L. 0.5 pg(Jifilly/mL OFEHERK 2 T 5,
C E =
FRAEMARIEIC L D,
£ 1 Sep-Pak Plus Silica Cartridge (Waters ) [Z# 42K ED U P — —%
HELZLOXIXZNERED S D
(2%) HIERNY) T —va v
< USHNEI R fe OVl U RS B
RN

AR R LR

RO iy THEL (%) RSD, (%)
9 5 HBL A A 2.5 3 106 4.8
10 3 98.3 6.5
40 3 99,2 3.0
7' v A 7 —aii AR A R 2.5 3 107 5.3
10 3 102 6.9
40 3 103 2.9
VE LT R LA Rk 2.5 3 107 2.0
10 3 93.7 1.9
40 3 103 9.0
e S Hak FEAIE USINIERE WNENER  sezums sEEBEE
RA O BEH BER om0 (%) RSD, (%) RSDg (%) R
7 a5 — i LA R 11 0 12.5 101 45 45 0.41

3 TARSNLT
3.1 EERRE (LI vy s X)
3.1 PRk
A HEFORAH

1) KRR 1 SRR

2)  ARIA | SAEE I — 7 & hv (743) O pH % HE (6mol/L) T4.4~4.6
IZEREE L, RS 35,

3) TRV ERER EAEET R OLY I I N E RSO L O 40 mg
bz 73 i TEY, TOREZRHR L, 1 SREER 2 BRI Z T
WL, 1 mg(Ff)y/mL &7 R Ov o R 2 T4 5,

fEICER LT BEYEIRIR O — 30 2 A RIS B CIEMEIC AR L. 2 ug(Jifl)/mL
O R FEAEER K Y 0.5 ng(IMli)/mL DK FEAE L & R 5,

4) B Hh F-20 555 i

5) MFIHE L OB #BRE & U C Bacillus subtilis ATCC 11774 Z AU,
1x107 fH/mL Ok Z2 8 L, 551 100 mL (2% LT 0.2 mL BREMZ 5,

6) TR  HFAFIIEIZLD,

772U, RMPRZRM U OS5 FEEIZ 10mL &35,

7) HHEEEE T hr— K —HEER (25+25+1)
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1)

2)

B E#AKRDAR

IIHTRREHZ MN XX LS 28 £ W4

SIHTREL3~5 g AT 3METERY . ZTOHEEZFEL L, 200 mL O 3Le
=7 T A AN, AR 100 mL 200 %, 10 532 SR THH L2%,
itk z A S A) THAET 5, A 10mL % 50 mL @O B — I —IZIEREIC
AL, TUE=T KT pH & 4.4~4.6 ([ZFHEET 5, Z OREEZ AT REE T 100
mLOEE7 7 AZB L, TICTERE CHIEE L N 2%, A (SFEA)
TAHIBT D,

AR D — 8 % F RS TIEMEICAIR L, 2 pg(Jifl)/mL o i B RCRHA IR M
Y 0.5 pg(Z1il))/mL DR EEaUBHA IR 2 9~ 2,

IIHTREHT MN SUX LS & & T &

SIINTEREL 3~5 g AT 3MTETRY . TOEEFELL, 200mL O iz
=7 T AT AR, FHEEEE 100 mL 200 %, 10 3 IR T L7,
R Z A8 SFEA) TAIET 5, AR 20 mL % 100 mL O 3542 iE Ok
IZIEfEIZ AL, K20 mL Z EfECMNAx, BiZZvai/LAS5mL 22 THRY
B, 1,500xg T 5 ohEOsEET 2, K—7kE M@ (BE) 20 mL %
50mL OB —H —IZIEFEIZ AN, T E=T/KTpH % 4.4~4.6 \ZiHET 25, =
DA E 2 AREBET 100 mL O2E7 7 A2 TB L, TICHEER E TR
EMZT=%, A SFA) TAHET D,

AR D — 5 % F R CIEMIC AR L. 2 pg(Jifll)/mL o i B2 RURHA IR M
Y 0.5 pg(Z1il))/mL DR EEUEHA IR 2 8T %,

c = =3
2-2 &L X D,
7272 U, REUER K OB O3 ERIE 50 pL & L, BEREHUIEERTIC

10~20 °C T 3 BEfi1ErE+ %,
(B%E) iTEAN) T —va v

* BNMENR =R K O Lk BE

I B AMmEI R R UK

PR DAL (ke L (%) RSD, (%)

HToMTLI v s & 2 3 109 5.6
5 3 100 3.5

10 3 105 45

FEof7LI v s R 2 3 99.0 4.6
5 3 103 5.4

10 3 110 3.2

TaA4 7 —H7VIv IR 2 3 99.0 1.0
5 3 107 7.6

10 3 100 4.1

AR TERIR VRINYREE WONENLE  sewsime S

Skl oo I r - HorRat
ARORE g R wme (%) RSD, (%) RSD (%) O

TFSMTLI v R 7 0 5 99.6 5.2 5.2 1.2




3.2 EEARBRE (R
3.2.1 PRIk
(i FH#PH © MN SUE LS & & £ 2k
A HEZDAR
1) FEMER 1 AR
2) AR | SAE@ER— 7% b2 (743) O pH & HifE (6mol/L) T 4.4~4.6

IR L, RS 5,

3) TR UEERER 311D ADDITEY 1 mg(FMl)ymL DT RV

EERERR AT 5,

fEAICER LT BRYEIRIR O — ¥ 2 A BRI I CIEMEIC AR L. 4 ug(Z11ff)/mL,
2 pg(ifiymL. 1 pg(Jifli)/mL. 0.5 pg(7Ifi)/mL K& O* 0.25 pg(Jififi)/mL D4
R Z T D,
4) Mt F-20 BhiH
5) MR K OIS & ERE & U Bacillus subtilis ATCC 11774 % >,
1x107 {E/mL O -k & F5 1 100 mL 12%F L C 0.2 mL B2REMNZ 5,
6) TR  HAIIEIZLD,
7oL, B AR L7 o 3 E #1310 mL &7 5,
7) Al 7t b —HEfE (0.4mol/L) (3+2)
B EAMAROHRR

SIHTERELD —H (AV & LT 200 pg (MY &E) 260 F3HETED,
ZOHAEZFLHEL L, 200 mL OIA2 =44 7 T 2 2|2 A4, FHHEEE 100 mL 200 %,
20 M EIRE THiE 5, itk %E 50 mL o 3HfeimE DR E I AdL, 1,500xg
TS5 oM ODBEL 2%, LBAEE A G A) THET D,

AU 25 mL % 50 mL O B — I —I|ZIEMIC AN, T E=77/K (6 mol/L) T pH
4446 1T D, ZOREELY 1| SREEK TS0mLORET 7 A allB L,
FICEEMR E T 1 BARERZ N 2 7%, A/ (SFEA) TA@E L, 1pg(J)liy/mL @
REHA R 2T 5,

c %

il

R IEIC K D,
7272 U, AR M OB IR D4y 1EBIE 50 pL & L, FEREHRITEERETIC
10~20 °C T 3 I3 5,
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(BE) DWEN) T —va v
* BRI =R K O Lk BE

; WMPE .. WA oK UKSE
B O (g(J1 1)) PR L (%) RSD, (%)
9 5 FELA Lk 7.5 3 102 1.9
15 3 103 12
30 3 104 4.2
9t 5 LA A R 7.5 3 97.3 9.8
15 3 95.2 11
30 3 100 14
7 aA 7 — % AEA R 7.5 3 104 43
15 3 101 16
30 3 109 7.7
- IL[R) FAER
. . Faha AR ORINIEE WINENE sl SRR
PHOMR  mes BER wsmo (0 RSD, (%) RSD () o
7 TR A 6 0 10 100 6.1 6.4 0.57

4 TIUXILKNYAFILT UVEFZTLAINANSTLATF ST NI A4 271 o THEEEAF

642

VT NTHA 7Y

EERERE (LI v s R)

4.1.1 i

A HEZFDRAR
1) FEENR 1 SRR
2) FXTT NI ATV YRR WHEELX T NI A7) U XT D
NERZEDHL D 40mg UL EEFHETIMHETEDY ., ZToKMEELE L, Bk
(10 mmol/L) ZIEMEIZMZ TEN L, 1mgiHlymL DA X7 8T %A 7V
VIEMERR 2 S 5,
flEFICBR LT EERIE O — %4 1 SR @R CIEMICAR L, 5 pg(JI1li)/mL
O 15 i FE R AR KON 1.25 pg(F1l)/mL OAR R EEAE e 2 fi 4 5,
3) B Hh F-4 555t
4) HERKROUINE  WBRE & U Kocuria rhizophila ATCC 9341 % vy, 100
R AR U= iR & 55 100 mL 2% LC 0.2 mL B2 EMZ 5,
5) FERPM  HALEICLD,
6) fHH A A ) —)L =g (4mol/L) (49+1)
B EMAROHR
INTRREL 3~5 g AT 3MTETERDY . TOHMEETE L, 200mL O IHie =
7 7 AT AL, LS 100 mL 202, 20 2328 Tl L=, il
Hikz A (5FEA) THBRT 5,
AIRD—HZ 1 SR EE CIEMICAR L, 5 pg(JIl)/mL O @ik B BUBHA TR &
O 1.25 pg(J11ii)/mL OARR RN IR 2 T 5,
c = =3
2-2 HEEIZ XL 5,



(BE) DWEN) T —va v
* BRI =R K O Lk BE

. . e ; WINRE .. WINENN R MOR UK
WK 5y 4 RO FH A ke M L (%) RSD, (%)

WBAXT T S EXIVTLIvI A 5 3 98.5 1.7
A7) 10 3 99.1 0.8
20 3 99.2 2.3
XIS RTN 5 3 98.1 1.2
LIy A 10 3 99.3 0.6
20 3 100 1.1

42 EERABE (R
421 FARIE
A HEZFDRAR

1) FfBER 1 SRER

2) AXTT NIV A 7Y ENRERR 4.1.1 DA D 2L 1 mg(SIfi)/mL DA
XUT NIV A T ERERR R D,

i) OTC %3 20 g(/ifii)/t L EDY&

ERICEE LT, BEERIKRO—H% 1 SHEEKR— A%/ —/ (3+1) TIEHE
AR L. 8 pg(J1ffi)/mL, 4 ug(Fffiy/mL. 2 pg(Fiffi)y/mL. 1 pg(/Iffi)/mL X
0.5 pg(S1Ml)y/mL DA HEHERE & FHHL4 5,

ii) OTC 7% 20 g( I/t Rl DHE

ERICER LT, RO —H% | SHEER— A% /7 —/ (3+1) TIERE
AR L, 1.6 pg(/liy/mL, 0.8 pg(/)ii)/mL, 0.4 pg(/ifli)y/mL, 0.2 pg(7)
fii)/mL } % 0.1 pg(F1il)/mL 45 4= Ak 2 iRl %,

3) K Mt F-17 SEiH

4) NI ORI &

i) OTC %3 20 g(/ifli)/t L LA

RBRE & LU C Bacillus cereus ATCC 11778 Z v, 1x107 f&l/mL D o~k %

BEH 100 mL (2% LT 0.1 mL #2E Nz 5,
ii) OTC 7% 20 g( /Iyt R DHE

RERE & U T Bacillus cereus ATCC 11778 Z vy, 1x10° {E/mL O a4k %
B2 100 mL 12X LT 02mL BEMz 5,

5) FERVMR M IERE R L C49~51 °C IR L 7= 2 <431
MNERYE, 15 mL 22X MU MLIZ—FRIZIADR D X 22 E LTtk KFEICERE L
THEE S5, FIT, ZORICHEM S mL 2 —RICAN D X o IepiE L%,
ACEICERE L CRE S5, LT, HAFLIEICK D,

6) FiliH | SRR — A %/ —/—3#E (4mol/L)  (50+49+1)

B EMAROHAR
1) OTC 73 20 g(Jifili)/t LA EDGE
SIHTRREEDO —¥ (OTC & LT 400 pg (WY &) 2 A05T 3 HiE T
D, TOHEMETE L, 200 mL O34 =/ 7 7 2 a2 Ak, fiH AL 100 mL
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ZMNA, 20 M RETHE T 5, #4250 mL Ok DR E IC A
AU, 1,500xg TS5 yfmOmBE Lok, EEAEREAK GFEA) TAIBT 5,
A 25 mL % 50 mL O B —H—IZIEfEIC AL, 7 E=T/K (6 mol/L) T
pH % 4.4~4.6 \ZHHET 5, ZOREESY | SEER TS0mL OR2E T T A2
BL, BICERE T SREREZINZ %, A% GFA) TABL, 2 pgh
fili)/mL OFEHEIR 2 T3 2,
2) OTC 723 20 g(Fifii)/t K OGHE
i) MN zZ& ER2WiEa

SrHTEEEO— (OTC & LT 80 pg( I fiyfEY &) AT 3 ETa
D, FOHMEEFTEL, 200 mL Ot =M 7 T X 3 AL, HIHELE 100
mL 2% . 20 72 ZRE THIE 3 5, ik % 50 mL o ke Ok ks
IZAIL, 1,500xg T 5 rfiliEOmBE L=, EERRE A (5 A) TA
Wi D,

A 25 mL % 50 mL @O B — I —IZIEEIZ AL, 7 EF=77/K (6 mol/L)
T pH % 4.4~4.6 IZHET D, ZOREEE | SHEEKR TS0 mL OLET T
2B L, TITEMRET 1 SHEERE N %, A GFEA) THAHEL,
0.4 ug(FIfi)y/mL OFREHAE 2 RH T %,

i) MN 2 &85

SHTEEIO—H (OTC & LT 80 pg( Wiy Y &) 2 G2F 3 iET&E
D, TOEMEAETEL, 200 mL O3k =47 T X 32 A, fHELE 100
mL 2% . 20 ZrfE2 R THIH 3 5, i % 50 mL O ke O ks
IZAIL, 1,500xg T 5 sy ot Lk, EBARE A K (5 A) TA
w5,

A 25 mL % 50 mL O B — I —|ZIEfEIZ AL, iR T pH % 1.0 L NIZH
L% I EBEL, FIc7 =77k (6 mol/L) T pH % 4.4~4.6 |k
B 5, ZOREELY | SHEEIRTSOmML ODEET T A3 2B L, IR
E T FREREMZ 2%, A/ (SFEA) TAIEL, 0.4 ug(fliy/mL OFR
BHAWK 283 %,

|

c = =1
RUEIBRIEIC & D,
(%) HiENY) T = a v
* BNMEN =R K O Lk BE
; . o % I ANENE = R UK EE
,7\? I\ R é} i K
TNy 44 R ORI (g1 f)0) R L (%) RSD, (%)
WA XU T N7 T 5 MR AR 5 6 104 33
YA 50 6 100 0.6
100 6 98.3 3.1
E LI TR 4 B 5 6 104 >8
50 6 109 4.0
100 6 106 5.4
AL T AL A R 5 6 11 74
50 6 107 23
100 6 103 3.1




- F[ERABR

FahE FHIE WRINIEET RINENLER Endr LRE Sk HorRat

A BN Yt @ HE
s ARORR gmaow mE8 om0 (%) RSD, (%) RSD (%)
HEAX T b T
T4 FEC A e 3 0 50 106 4.5 9.0 1.0
YA )

422 R~ N7 7 7k
(il FH#GPH : OTC 28 10 g(Ffih)/t LL_E o fi k)
A HEOHEHE

1) FEMER 1 AR

2) AbHHELE | SRR — A % / — /v — & (4mol/L)  (50+49+1)

3) AXTT TV A T AERER 411 DO AD DIV 1 mg(JIli)/mL DA
XUT NIV A ) ERERR PR D,
ERICER LT, BEREE O —M 4 s CIEMICAR L, 1 mL FIiT4¥x
T RIHA VL LT 0.1~5.0 png( MY EEZEHT A OA X T
NI A7) AR 2 RS S,

B & =3

i o Stk 4~5 g (OTC & LT 400 pg (FHMIFE S ELLT) & Ho% T
3SMTETRY., ZOHMEATEL., 200mL O =47 F 2= ic A, HiHE
BE100 mL 200 %, 20 43[R THIH T %, KA 50 mL @ deteim 0k
BAE I AL, 1,000xg T 5 i O o L7c, RBARIREA LT T 7 40
Z— (FL£E 05 um LLF) TAMBML, k7o~ s7 77 4 =123 53 068HA
WweET 5,

Wik~ 777 4— REHAR M OB A XV T N TV A 7 V) U ERERS
0L Rk 7 v~ N7 T 7IZEAL, 7a~ T L EHD,
HIE S B

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

X 250 mm, BifE S pm) *!
wOBE KA IE Y UIREIR - A 2 — L (77+23)
i 3# : 0.8 mL/min
717 LAFEIRFE ;40 °C
OB Bonlsu~ b I ALY - EESNITEBEZRD THRERE
ER L, BEHFOLFX T F IV A7V EETAFIA R AT AT VE=
TVAHNTTLETXUT NI A 7 U EELTHEET S,
7 1 Shim-pack VP-ODS (SEEHEUERTR) X2 L REFEDH D
2 A IXYV—)L 68.08 g (68.075~68.084 g) . FEifit~ 7 x> v LHIUKFIY
10.72 g (10.715~10.724 g) K O=F L o7 2 CUER —KFE T MV ¥
LKA 037 g (0.365~0.374 g) % o C/K 750 mL IZIEMN L, EEfE 25
mLFEEZ % TpH % 7.1~73 IR L=k, FIT/KZIMAT1,000mL &
T 5,
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(BE) DWEN) T —va v
* BRI =R K O Lk BE

S e FOMEE . WOMEIE MR LR
I 4, SO @iy Y () Rsp, (%)
ToFN Y XAF L 14 S F AR A &R 10 3 95.9 0.4
FUE= Y AH L 15 3 97.6 1.6
Y AFELT LT 50 3 99.8 2.1
PR 100 3 101 1.6
1Z L 7K E Rk R A i 10 3 97.1 3.5
15 3 9.6 2.9
50 3 103 1.6
100 3 104 2.1
1E L 74 F Rk R A A 10 3 93.3 22
15 3 95.5 3.9
50 3 98.9 0.4
100 3 101 13
o J[EEBR
N vt g A TCHRE FNELE FMEIE Ae e smmse
AT AROIE goy maen (eI (%) RSD, (%) RSDg (%) HorRat
TNAFENRY AFLT .
vE=y ANy L TS ER 7 0 50 95.6 13 3.9 0.4

AT RIYA Y FEA R

(%) 7u~ 7T 4P
A B

AR
20 o i

{$3503R8, 7 55 {R1505R0, 4
BERRUAMABOIOT LTI L
A EYERR (OTC & LT 50 ng (J11fi) FEA)
B : WK (9 90 BERAELAFEHZ OTC & LT 50g (Ji1ili) /t A4 & 4A0)

5 =7nhwATr
50 EERRE (FLIv s R)
511 PRk
A HEZFDORAH
1) R
i) 2 SHETEIK
i) 12 SRR
2) WHEEEE 2 BREEER— A F ) — (4+1)
3) =78 hvA U RERER WHEET 7o b~ T2 ER%ED L
DA40mg UL LA AT IMETED . TOHMEELFEK L, 12 5FEK—T &
F=hUN (4+1) ZEMHITIMZTEM L, 0.4 mg()ymL D70 k<A &
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VIEMERR 2 RS 5,
fEAICER LT, AR O — 8 2 A BRE B CIEMICA IR L, 1.6 pg(J)fi)/mL
D R FEAE L K O 0.4 ng(FMl)/mL O FERE ETR & R 5,
4) B Mt F-6 SiiHh
5) MR K OV & BB & U C Bacillus cereus ATCC 19637 % H >,
1x107 fE/mL O a1k & 55 100 mL 1Z%f LC 1.0mL FREMNZ 5,
6) TR  HAIIEIZLD,
7) AL T hr—k—=TrE=TK (200+49+1)
B EMBABROHH
SHTRAEL3~5g Z AT IMETRY . ZOHELZFTH L, 200mL O Hfe =
77 AT AFL, L 100 mL 2%, 20 320 R8T L=, il
Mz A/ (5 fE A) THBTH, AERO—MBEAREECEMICHRL, 1.6
ng(F1ff)/mL O m i EFREHAR LY 0.4 ng(FIfi)/mL DK REHER 2 Rl
Do
cC %

il

222 I&EIEIZ K D,

o2 L, AERIERIL, 27~29 °C T 16~24 FEfi5 &7 5,
(BE) piEAN) F—va v

© WSANENN SR R OV UK

S i i
S F IMREE g

MBI ok LR BE

(e(N1)/ke) (%) RSD, (%)
BHZ1L I v 7 &1 1 3 97.6 2.9
3 3 102 2.8
8 3 97.8 2.4
BHTL Iy 7 R2 1 3 99.5 3.6
3 3 102 5.4
8 3 99.0 2.6
KRV v 7 A3 1 3 101 5.0
3 3 103 3.4
8 3 101 4.1
e . HhE EHR USHJEEE RINEILE Sadon L SR
AROIE mam BEH omme (%) RSD, (%) RSDy (%) R
BHZ LI v o A 7 0 3 98.5 1.8 4.0 0.18

5.2 EERBRE (FED
52.1 PRIk
A HEZFORAH
1) FREHR
i) 2 SHEEIK
i) 12 SRR
2) WHEEEE 2 BREER— A F ) — (4+1)
3) =7 nm hvA v 51.1 0 A D 3)N2E Y 0.4mg(Ffi)ymL D=7 n
A AERERR 2 R D,
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il B LT AR JRIR O — 0 & A RV I CIEREIC AR L. 1.6 pg(JJffi)/mL,
0.8 pg(Fffi)y/mL. 0.4 ug(F1ffi)/mL. 0.2 pg(FIffi)y/mL & T 0.1 pg(Fiffi)/mL D%
IEAER 2 T 2,

4) B M1 F-6 S
5) MR K OV & B & U C Bacillus cereus ATCC 19637 % Hu>,
1107 {Hl/mL @ §a 1 Z B 100 mL (2% LC I mL B ENZ 5,
6) FEREMR  HAMLEICLD,
B HHBBROAR
fh sl ItraRl o —# (ET & LT 40~320 pg(FMifH4 &) 2 A0 7F 3
HifTED, TOHEETHL, 200 mL Ol =fF7F7 23z Ah, Y7/ n
2 AKX 100mL 2%, 20 432 ZRE TS 5, iK% 50 mL o 342
HOREAE IZAZL, 1,000xg T 10 sl Dol L7c#% . RiEAsiiax A1t (5 FE
A) TABEL., 7T 2AHICHT 2 RBHATR E T 5,
BT L0 YNNI = AT A (690 mg) FlAEY/rBr AKX 20mL T
WeiF 9 5,

FEHAIK 10mL % X =7 7 AT A, KEDAFETAKIO EiiciET 2 £ Ol
TEEnE2, HiZ, gz F L —T7 o E=7 K (180+1) 20 mL 2 3I =% F A
WCMA T D, =D TLDOTIZS0ML DRI T T AawBEE, AKX ) —
A20mL I =T AIMMAZTET 2B S5,

WH % 50 °C ORI THRIERLE L=, A%/ —/ 2 mL ZIEfMIZINZ T
W EIR L, B2, 2 FHEER 8 mL 2 EMAEICIZ TRV IEYE., LEXD
AUE, OO — %2 A RS CIEMICAR L, 0.4 pg(J1l)/mL ORI
S5,

cC =

il

IEEARRRIEIC X D,

T2 L, BEREMIL, 27~29 °C T 16~24 RfiE55E T 5.

1£ 1 Sep-Pak Plus Silica Cartridge (Waters ) (272 B &D U W — N — % H
FELIZbDOXIII N EREFED LD
2 W FARWEEZRS A, JEEL TR#EAA 1| mL/min &35, LIT, ¥
HROEHBEL R L 35,

(%) GIERNY) T —va v
R AEIES

S AN EITES

AR O LA
FroTEx (/1) (%)
R RAB AR (= v =) 6 92.0
AR AEE (7 Z T 0n) 6 99.0
AR AETE (v =) 8 95.0
- . Fara FTEIE PR E WRINEILSR shadoE L SR
Y ) e HorR:
PR ORI S BRER o (%) RSD, (%) RSDg (%) o
VEFLI R T 8 0 8 104 3.4 4.6 0.40




6 TURVIBAE T~ A
6.1 EEARE (FLIv T R)
6.1.1 ik
A HEZDAR
1) FREHR
i) 4 SFEMER
i) 10 SHEE IR
2) AV T VA TR WHBEEA Y I~ A v T ER%ED S D 40
mg U LA FET 3 METED, TOHELREHKL, A ¥ ) — Vb EE Ek
WZINZ T L, BT 4 SRR 2 ERECINZ T 1 mg(/l)y/mL O A7 <A
VUK AT 5,
fEANCER LT, ARERK O —E % 4 5% @R CIEMICAIR L. 4 ug(JI4fi)/mL
D e RS KON 1 pg(Ff)/mL ORI RS e iE 2 4 5,
3) K Hh F-7 555
4)  HR K OWINE AR & L C Kocuria rhizophila ATCC 9341 % >, 10
FEICATR U= @i 2 55 100 mL (2% LT 02 mL #2E Mz 5,
5) ERIMR  HALEICKD,
6) FliHHER I AR ) —)v—10 SRR (7+3)
B EAMAROHRR
IHTREL3~5g AT 3METEY . ZOHEEAFTE L, 200mL O e =
77 AT AFL, LS 100 mL 202, 20 320 R8T L=t . il
iz A4 (5FEA) TAHIBT D,
AURD—H % 4 SFREHE CIEMICAHIR L, 4 ng(JMl)/mL o & i B FURHA R &
O 1 pg(F1fil)/mL OARGR BE R R 2 L4 5,

C TE =
222 AEIRIZ K D,
(B3E) hrEANY) T —va v
« TRANTEN 38 K USRS S
o ; WINEE .. WINEIL R Mok UK
okl oo FlE R L
BoOMmE @ik T (%) RSD, (%)
EEILTLI TR 1 3 99.1 0.5
5 3 99.3 0.5
10 3 99.9 0.2
EXIV IRXTAT VLIV T A 1 3 99.1 0.2
5 3 100 0.8
10 3 100 0.7

6.2 TEERABRIE (FEH
6.2.1 “EARE
A HREZED

%ﬂl

%
1) FEE 4 SHREIR
2) AR 4 SAEER — A X — v (743)
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3) AT A T UERER 6.1.1 D AD 2T LY 1 mg(Sifiliy/mL DAL T~ A
VUK AT 5,
il FIZBR LT AR IR O — 0 2 A RS I CIEREIC AR L. 1.6 ng(J)Mfi)/mL.,
0.8 pg(JIf)/mL, 0.4 pg(7iffi)/mL, 0.2 pg(JIl)/mL T 0.1 pg(JIli)/mL D%
IR 2 T %,
4) B Hh F-7 555t

5) HR&ORINE AR & U C Kocuria rhizophila ATCC 9341 % >, 10
FECATR L 7- @i &2 55 100 mL (2% LT 02 mL #2E Mz 5,

6) FERIAR AfEEIc L 5,

B EMBABROHFH
1) OrakEHZ MN 28 £ 054
i) SP 7% 50 g(Jif)/t LA EDBE
IIATERE O —F (SP & LT 500 ug( W FEY &) ZH 5T 3 i Ta

., TOEMEEZTHEL, 200 mL O =f 77 A3z A, 7k > 100

mL Z1%., 20 R EE i L=k, s A (6 B) TAlET

X8

A 24 mL % 50 mL O 7237 T A 2 ITEMIZ AL, 40 °C DK TR

HElE L7=t% . AREAEE 15mL % IEREICIN 2 TR ZENT, B, ~FH

YS5mLAEMA TRV IBE %, 2O % 50 mL O A2 m LI s I A,

1,500xg T 5 RO oBEEST 5, K—A% 7 —E (TlE) O—%mRE

BECIEMEIZAIR L. 0.4 pg(JIl)/mL OFEHAK 2T 5,

ii) SP 2% 20 g(711ifi)/t LA_E 50 g(F11ifi)/t A5 DA
SIMTEREL O —H (SP & LT 200 pg( UMY &) BT 3 i TR

V. ZTOREETTH L, 200 mL O =M 7 T X 2lZ A, 7& N 100

mL ZMZ., 20 /M ERE T L%, Mitikz A% (6 fi) TAHET

Do

LT, DL 5,
iii) SP 2% 20 g(JI i)/t Kiifi D E
SIHTREED—EE (SP & LT 50 pg(JMfHY &) 2 AT 3 HiE TED
ZOEAEFTE L, 200 mL OIAe =MA 7 T A2 lZAfL, 7k F 100 mL %
Mz 20 pMNZEE THi L%, fiHikE A (6 f) TAWT 5,
IR, DL 5,
2) HTREHZ MN %2 & e &
i) SP 7350 g(Ffilh)/t L EDGE
SRt — (SP & LT 500 pg(UfFHYE &) BT 3 i CTH

0. TOKMETLEL, 200 mL O =7 T 22z A, 7T > 100

mL ZMZ, 20 /&R THH L%, Mitikz A% (6 fi) TAH#ET

Do

A 24 mL % 50 mL D723 7 5 A2 2T IEREIZ AL, 40 °C O /KIB CHRUE

RO[E L 7=tk ARSI 15mL &2 BRI 2 CREMEZENT, BIZ, ~FH



YS5mL ANz TRV IBE %, 2 D% 50 mL O IR 5 OB I A,
1,500xg T 5 s nlid 5, K—2A% 7 —E (FE) 10 mL % 20 mL
DY —H—|ZIEREIC AN, HEFETpH % 1.0 LL FICHHE L= | BEFE L.
HIZT o E=TI/KT pH % 7.9~8.1 IZFHET 5, Z OB EEZ A RIEE T 50
mL OEE7 7 A2IB L, BITHERE THRBEZ M, A8 (5 fE A)
TAHIM LItk AURO—iB% BRI CIEMICAR L, 0.4 ug(JIfi)/mL O
BHAWK 23 %,

ii) SP 2320 g(J11Mi)/t LA_E 50 g(Fiflh)/t K D5 E

IATEREED—E (SP & LT 200 ug(fFEY &) ZH2ET 3 i Ta
. ZOHMEETE L, 200 mL Ope =M 7 T 222 A, T R 100
mL &0z, 20 R EE T L2, iRz A (6 f) TA#Ed
Do

LR, Dk 5,

iii)  SP 2% 20 g(Jiilfi)/t A D5

SIHTREE D —HE (SP & LT 50 pg(JMfHY &) 2 HAETF 3 HTETED
ZOHMEETEL L, 200mL O =47 T X 3|2 A, T 2 100 mL &
MMz, 20 pHIERETHiH L, #hilHiEa A8 (6 f) TAHET 2,

AU 24 mL % 50 mL D723 7 7 A T ITIEREIZ AL, 40 °C O KiE TlE
HE[E L 7=t% . ARIAEE 15mL % IEREICIN 2 TR ZENT, BIZ, ~FH
YS5mLAEMA TRV IBE %, 2O % 50 mL O A8 5 LIt s I A,
1,500xg T 5 /i miEd 5, K—A% /7 —vE (FE) 10 mL % 20 mL
DB —H—I|ZIEFEIC AL, MR TpH % 1.0 LLFICHRFE L7214 1 e ERE L,
HIZT E=T /KT pH & 7.9~8.1 ITHHHET D, ZOWREEL FHRIELLT 20
mL ORFET7 T AIB L, BITEMRE CHIREHZNZ 2%, A (5 &
A) TAIEBL. 0.4 pg(Sl)/mL OREHETR 2T 5,

C E =
PEAERR AR I K D,
(B3E) hrEANY) T —va v
« WSO 2R M OVl U K
e S W .. WANEICE R Uk R
2 2L (D *’E b }i
A O (g(J1 iyt Bl (%) RSD, (%)
3 o Al & &k 5 6 101 1.5
20 6 101 1.2
7 A Z—aid e A R 5 6 102 2.4
20 6 101 1.2
VE L - KR B A Ak 5 6 99.5 35
20 6 102 1.6
100 6 103 22
o \ Hahak AR OWNINEE RINELER Smdim UkE s
Ao fEER HorRat
ARt Bt BB (g (%) RSD, (%) RSDg (%) orna
VEFLI TR T B & S 7 0 20 97.1 45 6.2 0.60
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T
7.1 EERBRE (LI v T X)
7.0.1 ERE
A HEZDAR
1) FEMEIR 4 SRR
2) TrIvA T URERERR WHEET T~ v U lEEEZWET (0.27 kPa
LITF) . 60 °C T 3 WMRaME L7=1%, 40 mg LA EZ AT 3L TR, £
DB ZTLE L., AZ J —/L—K (4+1) ZEMIIMZTEN L, 1 mg(H
fliymL D=2 T <A o REREFIEZ RS 2,
fEANCER LT, ARHERUK O —E % 4 750% @ CIEMICAIR L. 4 ug(ZI4f)/mL
O e S KON 1 pg(Ff)/mL ORI RS U iE 2 4 5,
3) B Hh F-111 &
4) IR K O BB & LT Micrococcus luteus ATCC 10240 % V>,
100 51275 U 72 B &2 5530 100 mL (2% L C 0.2 mL B EMZ 5,
5) ‘R  HAEICL D,
6) HlHHE L Ui (75mmol/L) —7 &~ (2+1)
B EA#AROHRH
1) o#retEHZ SL, NR XL MN 2 & £ 72 WG4
SHTREL 1~4 ¢ (ER & LC 10 mg(JIMMFEY ELLT) #F T 3 HiE THE
0. TOBMEEZFIEK L, 200 mL Ok =A 7 T X 3|2 A, FHHEESE 100 mL
A, 20 IR THIE L7222, Hhibika A8 GFEA) TAIET 5,
A 25mL Z 50 mL O B — I —ZIEfEIC AL, T E =7 KT pH % 7.9~8.1
IZHRHET D, ZOWERER 4 BREER T 100 mL O2E T 7 A2l L, ER
E T4 FREKEIMA 2%, A A TAHET D,
AHIED—H % 4 SHREE CIEMICAR L, 4 pg(Jl)/mL O &R EHUBHA K
KON 1 pg(F1il)/mL DA B R IR & T 5,
2) HrEREHZ SL. NR X% MN # &4
SHTREL 1~4 ¢ (ER & LC 10 mg(JHMMFEY ELLT) AT 3 i T
0. TOBMEEZFIEK L, 200 mL Ok =A 7 T X 3|2 A, FHHEESE 100 mL
A, 20 s ZIRETHIE L, Sz A8 SFEA) TAET 5.
A% 25 mL & 50 mL O B — I —IZIERMEICAAL, Bl T pH % 1.0 LA FIZFi%E
L72% | IFfEERE L, BT U E=7 /K CTpH % 7.98.1 IZHET H, ZOHKE
B 4 SEEWL T 100 mL O 8T 7 A 2B L, fEE T 4 SHEERZ N Z
7%, AR BFEA) TAHBT S,
HIED—H % 4 SRR CIEMICAR L, 4 pg(1il)/mL O &k AR
JON 1 pg(F1il)/mL DARR B AR IR & T 5,
c = =3

2-2 HEEICE 5,



(BE) DWEN) T —va v
* BRI =R K O Lk BE
mMRE

AmmEI R R RS

PR O @hinrg b (%) RSD, (%)
EHSL Iy A1 0.5 3 101 5.0
5 3 97.6 2.9
10 3 94.6 0.4
BHTL I v T R2 0.5 3 99.9 2.9
5 3 97.0 1.8
10 3 98.1 43
WH7 L v 7 A 0.5 3 93.6 1.9
5 3 93.6 25
10 3 95.7 1.2
« AR
=hods 5 Hahak EHR WINPT RNENL SR @ UiE i stk
PROIE ms B e (%) RSD, (%) RSDy (%) oRA
BT w7 A 7 0 5 97.4 0.9 3.1 0.70

72 EERARE (EED
721 FRE
A HEZFDRAR
1) fBfR 3 SRR
2) RS 3 SREER— T ' h o (743)
3) =T wA TR 7110 AD2ZEY 1mg(HiffiyymL D=2 F~A
VUK AT 5,

fEANCER LT AR YRR O — & 2 A R I CIEREIC AR L. 1.6 ng(J)fi)/mL,
0.8 pug(FiMfi)/mL. 0.4 pg(Fifli)/mL, 0.2 pg(7Ifli)/mL & X 0.1 pg(FIfi)/mL D%
IR 2 T %,

4) B Mt F-21 SR
5) HER&ORINE AR & L C Micrococcus luteus ATCC 10240 %z >, 10
FEICATR U 7= 3 & 55 #1100 mL (2% LT 0.1 mL #2E Nz 5,
6) FTRIWM — HAFIEIZLD,
7) HHEREE HER (0.5mol/L) —7 & b (7+3)
B EMAROHAR
1) ZHREHZ SL X MN 2 & £ W54

SIMTEEt O —E (ER & LT 80 ng(Jil)fH Y &) # AT 3HTE TED .
ZOHMEZFLE L, 200 mL O =44 7 T X 2|2 Afv, flHEE 100 mL 20
Z. 20 M EIRETHI T 2, fliHiK A 50 mL O3k LILEBAE I A,
1,500xg T 5 syl oyl L=k, EEAEEZ AH (ST A) TAHIET 5,

AR 25 mL % 50 mL O B — I —IZIEMEIC AL, 72 E=T/K (6 mol/L) T
pH % 5.9~6.1 ICHHEET 5, ZOREEZHIRELETS0mL O2ET 7 A2l
L., B E CHIGEEZIMZ =%, A8 (5 FE A) TAIEB L, 0.4 pug(/i1fi)/mL
DOREHEK 2T 5,
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2) HrEEHZ SL Xid MN %2 & i &

ST —H (ER & LT 80 pg(/IMi)fHY &) ZH2F3HETED .,
ZOHEZFLER L, 200 mL O =447 T 2 2|2 AfL, flHEE 100 mL 20
Z. 20 pHEIRE THit T 2, KA 50 mL O R LILEAE I A,
1,500xg T 5 Ml OBt Li=th, EEAREZ A (SFEA) TABT D,

AHE 25 mL & 50 mL O E— I —I|ZIEMIC AL, 1 FFEFHE L%, 7=
77Kk (6 mol/L) T pH % 5.9~6.1 ICFA¥ET 5, ZDOREEZ A RIS T 50 mL

DERET T AIB L, FEME THRBEELMA 2%, A28 (51 A) THIE
L. 0.4 pg(Jili)y/mL OFEHEK 2T 2,
c = =1

i SE N A
(B%E) GIEN) T —va v
* TNMEN =R K O Uk S

s ; IR E . WINEN =R R UK &
BN O iy YT ey RSD, (%)
Y13 5 AE A R 5 4 97.5 1.8
10 4 102 6.5
20 4 102 2.8
9o HEL A Rk 5 4 103 32
10 4 101 1.5
20 4 105 2.0
I FE LT O B A B R 5 4 104 5.5
10 4 101 2.0
20 4 104 3.3
T WK B R BL A R 5 4 103 5.8
10 4 104 2.4
20 4 107 2.8
- [ FRER
s ¥ Aok EHR WHINIRE WRINENLEE S MMiE UL SRR
HAOER BELH BREEC (o) (%) RSD, (%) RSDg (%) HorRat
VEFLI TR A T 5 0 10 100 5.5 6.7 0.59

8§ AV rFv
8.1 EERBRE (FEhH
8.1.1 ik
A HEZDRAR

1) #REHR
i) 1 SHEEIK
i) 3 SRR

2) WREEEE 3 SRREK— A X ) — (4+1)

3) AV F v AR WHEELY) 2T TN EREDO LD 40
mg LA EZAERET 3 HE TR, TORMEETE L., 1 SHEE R EMICNZ
TN L, I mg(IMlymL OA Y = F o AEREFE 2 8T 5,

EAICER LT, R O — 52 A RE I CEMICAR L, 3.2 pg(JI4li)/mL,
1.6 pg(J/iffi)y/mL, 0.8 pug(Jiffi)y/mL, 0.4 pg(Jiffi)/mL K& O* 0.2 pg(/I4fi)/mL %I
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R Z T D,

4) 8% H F-11 S 551t

5) MRk OWRINE  RBRE & U C Bacillus spizizenii ATCC 6633 % V>, 1x108
B /mL O - % 553 100 mL (2F L C 0.2 mL F2ENZ 5,

6) FERIMR  HAIEICLD,

7) il AL ) — )= (0.2mol/L) (1+1)

8) A 7 =KUY/ 80 mLIZ/KZIMATI1,000mL & L7=%. & (1
mol/L) Z MW T pH % 2.9~3.1 IZH#HET 5,

B EMBABROHH

h H IIHTRREFD —E (OR 23 5 g(iffi)/t L EDOBA 12X, OR & LT 100 ug
(IR &, 5 g(fi)/t AEOIAITIZ, OR & LT 50 pg(Hfl)fYy &) &4
T 3MIETEY ., TOHMEETLE L, 200 mL 042 =HA 7 7 X 3|2 A,
FHPASE 100 mL 200 %, 20 3 &RE T35, % 100 mL o iz
EOTREE IZ AL, 1,500xg T 15 Rl Dol L 7c#% . R A% 40 mL % 100
mL DOE—h—IZIEMEIZED, 7E=77K (3mol/L) TpH% 5.9~6.1 |23
Ly ZOWEEEAZ ) —LT 100 mL OEET I AL, EHEETALZ
—IVEMZ T, A 5FEA) THBET S, A 50 mL Z 200 mL ORTE
T AT AI, 50 °C AT DK TIFE A CHET D E CRILREM Lk, EF%
T A %% CTHET 5, K10mL 2 ERMEICINZ CTEREMEREN L, Z0ORE AH
(5FA) TAHABL, 77 L0HEIZHT 2ENRIR E T 5,

T L AT TN I U AN =T A (820 mg) FET &
k> 30 mL & OVK 15 mL CERLEST 5,

ABHA 2 mL X% 4 mL GREIOEEE%Z 100 pg(JMIMHY & E L2EA1T 2
mL, EOFIEE 50 ug(IMMHENYE L LA 4ml) 2 =0 T AICE
AN, EER LTl EES, K=7Eh=hUJL (9743) 15mLEI=4 7
Az, FERICHESE, =7 820% 35, S0mLOE—T—%3I =
TLAOTICEE, WHAEBE1SmL 21 =0 7 A2 A, JEER2 L TOR ZiEH &
5, WHIED pH Z KB LT U 7 L%HE (0.01 wiv%) T 5.9~6.1 IZFHEE L, =
DR EEZWHEEE T 100mL OR T T 7 2 2lZB L, 50°CLLFDOKBETIZ &
Ao EREET D E CRUERME L7k, BRI AL ko TiET 5,

RIAE 5 mL 2 EfEICINZ CTHREMZ L, 0.8 ng(Jilil)/mL OFEHATR %
i 5,

c =

]

IRAERAREIC K D,
£ 1 Sep-Pak Plus Cis Environmental Cartridge (Waters #) |2 472K ED VU HF—
N—ZHE LD TN ERED S D
2 iE#IE. 0.5mL/min &F 5,
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(BE) DWEN) T —va v
* BRI =R K O Lk BE

L WRINBEEE WNE SR R LK
P oM (g(D)fiyt) R L (%) RSD, (%)
99 ML A Ak 2.5 3 99.7 9.5
5 3 109 2.1
10 3 99.3 18
7 a A 7 — R B R 2.5 3 104 16
5 3 96.7 10
10 3 101 6.9
T a A 7 — 1% AL R 2.5 3 97.7 7.0
5 3 95.0 5.8
10 3 115 7.0
- IL[R) FAER

Fahat FHE WINERE RINMBEILR SAgE URE  SpmsigeE

ok *H v v HorRat
RO g s Gomo (%) RSD, (%) RSDg (%) OR®
95 Al AR 6 0 5 99.8 6.5 6.5 0.52

9 FHI~AT
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9.1

ERRRE (LI v s R)

9.1.1 AL

A HEZFDRAR
1) FEY~A T UREREER FHEES YA XTI EFEDO S D 40
mg LA EEEE T 3IHETREY., TOHEAETEL, A ¥/ —/L 10 mL Z 0
Z TN L, BIZKZIEMEICIZ T 1 mg(ffi)y/mL O X% X ¥~ 1 o AEUEF R
S5,
EAICER L T, BEERIR O —# 2 /K CIEMICAR L, 2 pg(J/ifliymL O &k
JEE A U Ko TN 0.5 ng (AT )/mL oG B 488 Uk ik A L9 5,
2) B Hh F-3 7555t
3) B KL OMSIN & AR & U C Kocuria rhizophila ATCC 9341 % >, 10
FECAR U 7= @ & 55 #0100 mL (2% LT 0.5 mL #2E Nz 5,
4) EBREHR  HAIECLD,
B EMBAROHR
INTRREL 3~5 g AT 3MTE TERY . TOHMEETE L, 200mL O IHie =
87T AT AN, A —/L 100 mL 201z, 20 50 R Tl L=,
K E A% (SFEA) TART S,
AWRD—EZ K CIEFMEICAR L, 2 pg(Jifli)/mL O &R EFREHER & O 0.5
ng(F)/mL DR BN IR 2 TS 5,
c =

Helo

2-2 HEKRIZ L D,



(BE) DWEN) T —va v
* BRI =R K O Lk BE

o ; WINRE .. WRANEIR i UK
AR O @iy TRl (%) RSD, (%)
CHIL TSR 1 3 99.7 13
2 3 99.9 13
5 3 100 1.0
Ay 1 3 99.9 13
FLI vl R 2 3 100 13
5 3 101 0.8

9.2 EEABRE (HEH
9.2.1 Fik
A HEZFDRAR
1) FEENR 4 SRR
2) FHY~=ATUMERER 9.1.1DADNIZEY 1 mg(Fl)/mL OF XV~ A
VUREEIRIR A T 5,

ERICBE LT, BEHERIE O —# % 4 S/EER— A% /7 —/v (7+3) TIEREIC
AR L. 2 pg(Jly/mL, 1 pg(Jiffi)/mL, 0.5 pg(Jiffi)/mL, 0.25 pg(Jiifi)/mL &
O 0.125 pg(JIli)/mL OB FEHER Z RS 5,

3) B M F-3 SR
4)  FHE L OWIN&E R & U C Kocuria rhizophila ATCC 9341 Z H >, 100
FEICATR U= 2 55 100 mL (2% LC 02 mL #2E Mz 5,
5) ERIMR  HAFLEICKD,
B EMBAROHR
1) KT 2% 20 g( /i)t LL D56

IIATERRELO—F (KT & L T500 ug (IAFEY &) 2 H 5T 3HE TR,
ZOEMEAFTELL, 200 mL Ol =47 T 22 |Z A, ~FH 2 10 mL (5
okt OEREE S 10 g LLEDBHAIZIZ20mL) K ONA X/ —)L 50mL Z %,
20 I EIRE D, HIC 4 SEEEIR SOmL 2Nz, 2~3 R/ & IRE Tt L
7ot ik A 50 mL O e O i IZ AL, 1,500xg T 5 4y [ Lo B
Do K=2AZ /=g (THE) 4K A TAHET D,

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

2) KT 23 20 g(Jifi)/t A DA

SIHTREED —E (KT & LT 100 pg(JIli)FEY &) 2/ F3HE TED .
ZTOHMAEFTLE L, 200 mL O =MA7 T X aiZ A, ~FH 2 10 mL (57
ekt OERIE S 10 g UL EDEAITIZ 20mL) M OVA X/ —)L 50mL Z 2,
20 3R X IR D, HIC 4 SAEEIR SO0mL 2%, 2~3 R/ & RS Tt L
7o, KR Z 50 mL O3 OLEAE I AL, 1,500xg T 5 i O BT
Do K=AZ /=g (THE) A 5FA) THET D,

A D% 4 SRR — A X 7 — (9+1) TIEMEICHR L. 0.5 pg(/
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fill)/mL DFEHATE Z T 5,

c ® B
FEAERh AR K D,
(B3E) HrEANY) T —va v
« WRANEN R K OVl U RS
o ; TR . WO R R UK
ﬁ > 0) %’E S &
HOMES iy TR (%) RSD, (%)
45 HE Ak 5.6 6 99.3 0.8
11.1 6 99.7 1.3
7 va A T —ui i HE A AR 5.6 6 101 1.4
11.1 6 101 1.0
1 FLEA 7 KR Bl & B Rk 5.6 6 100 2.0
11.1 6 101 1.0
25 6 101 1.8
50 6 101 1.4
100 6 101 2.1
o He[EEER
=g 3 Fihik A TRIEE RNENREE S Ul SRmsk
Fw SIAF e e v HorRat
AROIR  gas BE% Grmo (%) RSD, (%) RSDg (%) o8
VESLI R D B ik 5 0 100 102 4.4 6.5 0.81

93 EEERBRE
93.1 KT. VM KONTS O/3A F A — k7T 7|2 K A EEERRE

(Gi FH &t PH « fid ek
HI3E 21X B,

9.4 fREAEE (FLIv s R)
941 A AA— T T 7

A HEZFDRAR
1) F&V~A T MEHER 9.1.1 ® AD NNZE Y 1 mg(Fiffi)y/mL O F %W~ A
VUK AT 5,
EAICEE L C. RO —H % 10 ug(Il)/mL 2725 X DIl A % ) — T
EMECAR L%, BT =7 KE2FEE&MA T 5 pug(Jifly/mL O F % ¥~
A UREMER T 5,
2) B #i F-111 SR
3) HIKMEOWINE  #RBRE & LT Kocuria rhizophila ATCC 9341 % V>, 10
FEICATIR U 7= 3 2 55 #1100 mL (2% LT 0.1 mL #2E Mz 5,
4)  FERHELE T h=hrU—2R% ) —) (17+43)
5) FE K 2-(4-3— K7 =2=))3-(4-= bR 7 2= )L)5- T == VT b7
YU AZaY F010g (0.095~0.104 g) Z/KIZEEDL T 200mL &3 %,
B EMAROHAR

INTRREL 3~5 g AT 3MTETERDY . TOHMEETE L, 200mL O IHie =
877 AN, AX 7 —/L 100 mL Zh0%, 20 4y R T L7z,
iz AH (5 7 A) TAHAWMT D, AIRO—#H A A X /) —/LTHRL, 10



ng(HMymL OREICHB L-%, 7oE=TKEEEMZ T 5 pg(SIfi)/mL
RENA R 2T 5,
C [=] iE

FlIHi2oCoEEra~ 777 04—, BREROME, 578 K OFEDIH
& D,

U, EREERIES Y A SRR 2, RSB O FEERR S R AR O
EURICET D E CTRIT S,

£ 1 TLC plate Silica gel 60 (20x20 cm) (Merck ) XiZZ N ERZEDH D%

110 °C T 2 BF[HFLIE L THIW 5,

10 /7o A7 zc=a—)
10.1 e &L
10.1.1 k7~ N7 o782 07 MVEESHEHE (2D 1)
CE &P - b K OB AR (BEMILEZ FEEE T2 602k, ) )
A HECHH

1) 7mJ7 A7 x=a— L IEEK 7T A7 x=a—/ [C;H;:2CLN>Os) 20
mg AN FEIMETED, ZOHMEATIHEKL, 200 mL ORET 7 X 2|2 A
., TER=BMIAEMZTHENL, FIERETTEIN=RFILENXT
7mT L7 x=a— ) UERRKZFHRT D (ZOW® lmL X, 72787 ==
a—ELTOo0IlmgZEaHT 5, ),

W, EEERO—H %27 = U L TIEMIZAHRL, 1 mL Filcr7e 7
A7 x=a—Lb L TCO05ug 20T DEERERIT S,

R LT, LoEERO —F%EK—7T1 h= kUL (7+3) TIEMEIZA
WL, ImLHIic/eoh7c=a— Lt LTS50ng 25635707 87 =
o — U LT %

2) PEEHEWR LR AERS 7 0T A7 = =a—) (CP-ds) FEHEFG (2
FE 100 pg/mL) *'1mL %Z 100 mL D287 7 A2 ZIEMIC AN, EHRETT &
F=FRUNAEMAZTImLHPIZCP-dsE LClpgd aH T HEERERRST S,

HRICE LT, eoEERO —#%2 72 h=F U L TERICHRL, 1 mL
HFIZCP-ds & LT S50ng 23 AT 5NEEERZFRT 5,

3) SRR AR M 78T 5Tz = a— VEEER i OV YER O —H %
K=T7Er=rUV (7+3) TEMIIHFRL, IlmLFIZI/r T LT z=a—)L
ELTI120ng #&H L, 2> CP-ds & LT 25ng 2541 S0 EMRIE
R IR 2 R T 5,

B & =3

fh il IR EN10g 2 T3 E TR, ZTOKEEFH L. 200mL
DA =M 7 T AT AL, WIEEHER | mL # EfEICINZ 5, BIZAX ) —)b
—1% A%V VEERHE (3+2) 100mL %z, 30 /7[R 0 IR THiH 35, 200
mL ORET7ITRAa%2T7 7 —RFOTICES, MREZzHL LD VY
1% 2 mm QR IICORT- T T A #HHEAK TR AT 5, LO=HA7 7 A2
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F O S AR K S0mL THEF L, FARICWKGI Al L, HICRET 7 X aDiE
METKEMA S, ZOWK 20 mL % 300 mL O T 7 T A 2 TIEMIZ AL,
40 °C LA F DK THY 10 mL £ THRULERM L. 7 7 ALBE T 2 5UBHA TR
L35,

H T LALER T T2 ARV UN-EoArr Y RUEESEKRI=D T A
(60mg) 3% AX J—L5mL HOKS5mL TEHET 5, REEEEZI =87
LTI, REHER DO A>T\ T 7 7 A2 %K 10 mL 27T 2 [RIFEH
L, WERAZNER I =0 7 22N, KA FETAHIO BiGlZET 2 £ Tt
SHD, K=—AZ /=) (44+1) 4mL ZI =D T LMz, J=HT L&
L7z#, WEl~=F—/L FZHAWT 10 2MBEL I =07 LNOKY & RE
T 5,

S50mL DR T 7 Aa2I=hTLOFICEEZ, TEr=F) /L 10mL %
SEHTAIMATIZ eI AT z=a—LEEHSE, WHKE D T L0E 11
(T 23R & 3 5,

71T HHLER T FpE 7 I FI =T (1,710mg) "2 7 F=FVU /L 5mL
THHET D, REHRKZ I =0 7 DT AN, WEDSFTETAHK O ESIcET 5
FTCHHEES, BT b=hrU /L 5mL =07 LM, RERICHH
EHD,

100 mL DR T T T A2 I =T LOFIIEEZ, T F=FJL—0K
(19+1) 40mL ZI=H T AIMA T/ a T A7 z=a—L2EHEE5, &
% 40 °C L F ORI TH | mL F CIUERME L7, ER T ALk TH
9%, K—=7Tt =K U/ (743) 2 mL % EMEICINZ TEREWEZEN L,
5,000xg T 5 syl Dol L., EEAREZKIEKZ a~ NI 78 07 AVE R
SIMTEHZ L D HIEICHS 23R IR & 32,

Wik a~ s7 778207 AREESHTEHC X 2 HE PUBHES IR} OV 1 i
FRVERAEAENL S 10 WL ZiRIK 7 o~ N7 T 7 2 07 ARV B HTRHTIEA L,
BINBOSHRMN 7 v~ 87T K555,

WESME Hl

(k7 a~ k7 Z 7H)

7 7 LA BTN YT Y TN T T A (N
20mm, £ & 150 mm, Kifg 2.2 um) *3
i it W10 mmol/L X7 v E= U ARE—T 2 =RV

v (7+3) (1 min &%) —9 min— (1+19) (10
min f&£F) —0.1 min— (7+3) (10 min £RFF)

it 3# : 0.18 mL/min

7 A fE O B 40°C

(& > DRV By Hratin™o)

T H 5 o DU EMmAVE BT

v ok E.xLZ hrAF L —AF 4k (ESD) ¥E (AL A

VE—R)



* 7 7 A4 % —H Z:N, (600 L/h)
o — v H A N, (50L/h)
= — v & OJE 25V

¥y &7 U —8FEKE:1kV

al) Vg )LF¥F— :20eV

A4 A v JH IR O 120°C

T =% — A F v TRDOERED
x® BWEOWESM:

ZYH— Tal A
HIE TS E Y—aFr EE fifewd
(m/z) (m/z) (m/z)
a7 AT r=a—)L 321 152 257
707 8T z=a—)l-ds 326 157 —

7 B Bonlc@REICHRHE 7 e~ N7 7806707 A7 =3 —)b
J Y CP-ds D & — 7 [Hif & KO THAEEIEIC K D a2 ERc L, 3k o 2
ns A7 zoa—LBEHET D,

E 1 BE7AVAREMER I I ERED SO
2 WHlE 1 mL/min BE LT 25, BHEIZS TG~ =FR—/L Rafif4
Do
3 Oasis HLB (Waters i, U P — =% 3mL) LI EFFEO LD
4  Sep-Pak Plus Alumina N (Waters #) |21 Y 72 R & DV F— \—Zdfh L
TbDOXIFTZNEFRFEDH D
5 Shim-pack XR-ODS (II) (EHHERT) Xz FHEDOH D
6 Quattro micro API Mass Analyzer (Waters #) (2 X % 514451
(B3%) GIERNY) T —va v
© WNONENR SR e OV UK EE

N B AINENL R R UK

PR (k) EL 00" RDL (%)

7 a4 7 —EE §i B A R 5 3 94.2 12
25 3 101 1.6
WEELH T K E AR Bl A R R 5 3 101 2.1
25 3 99.0 5.5

& A S B R BLA R 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 4.7

Fohd AR OWRIERE WINEIR ndE URE SRk

e FES . . HorRat

PHORE  mww w3 (ke (%) RSD, (%) RSDg (%)
7 aA TR A 8 0 5 104 4.5 5.5 0.25
fa ¥y 8 0 5 104 4.8 5.6 0.25

||

- fRH TR (R —RABR=EIC X 5 iERR) AUBH 2 png/kg
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(%) Zu~ 77 L0

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

EEC T
AmaEE (FMFHRERABESESERIZCP LT
5 ug/kg fHEEHRM OO LTS LA

1012 k7~ N7 o 7% 07 MVEESHEHE (20 2)

G A %aPE - BAER$L)

A HREOCHRH

) 7mT7Ah7x=a— UiEHER 717 57 x=a—/L [CiH12CLN:Os) 10
mg A FINETED ., TORMELFHEL, 100 mL ORET T X3 A
N, 72 =PI AEZMATENL, BRIERETT =) V2M2 T
s L7 x=a— UIERFEEAZRET2S (ZOW 1mL X, 7787 =
a—ELTOo0IlmgZEaHT 5, ),

WZ, EEEFRO—#%EZ 72 b= ) LV TEMIZHRL, 1mL Fi2r/e7
LA7z=a—ELT lug 28075707 L7 c=a— )UEERER &3R4
ol

2) WAEMERIK RERMKESR 7 a5 A7 2=a—)L (CP-ds) HEAEF K
(#2FF 100 pg/mL) ™'1 mL Z 100 mL 048~ T 2 2 |[ZIEMEIC AN, EfE T
T h=hULEMZTImLFIZCP-ds & LT 1 ug 2aH T 5NIERERIK %
T2,

3) MEMIERHERER  PEERKRO A2 7' h= UL TIEMICHRL.,
I mL FIZ CP-ds & LT 250 ng & A T HWNIEHERZFHR T 5, Bz, 7n 7
LTz = a— VR R e ONEEER O —H ZK—7 & h=F U/ (7+3)
TEMICHFRL, ImLHtic/7us a7 c=a—LL LT01-20ng a4 L.
22D CP-ds & LT 2.5 ng 5 A T D EUR O SR ER AR ER 2303 2,

4) WHIMHWEERER IR L TSRO — % A % /) — /L CIEMICA
RU. 1mL HIZ CP-ds & LC25ng 254 T D2USIAPNIEER 2T 5,

B = =

fh il INTRRES.0 g2 AT 3MIETEY, TOKMHEZFEH L, 100 mL
ORI DI E 2 I AL, WINANAERER 1| mL%& EfEICNZ 5, BICA X
J = =1 w% A% U VERERIR (3+2) 100 mLZ Mz ™3 REVFHA P —T 1



SR ERETHET 54, 200 mLOSET I A a5k 7 7F—F}F0 FICE
X, HHEEEH LD A VU LEE 2mmOES IO A (5 FEB) TR
Gl AT %, Jeo AR DRSO & & BV K 50 mLTHEd L, [AARICT
FlABL, BICRRET7 I AaDERETKEMZD, Z O 20 mL%Z 100 mL
DIRTIET 7 A A IZIEMEIZAIL, 40 °CLL T DK THI 10 mL F THIEHRME L |
717 DR AT S REHAR & T 5,

71T BRLERTE S ARV Py —N-E=rr Y RUREAKRI=D T A
(60mg) 6% A X ) —)L5mL KUUK SmL T+ 5, REEKEZ I =87
DITAR, BREHEIRD N> TWeR T BT 7 A% /K 5mL 5T 2 Bk
L, WERAZNER X =0 7 HZ2N A, RE A F8 TAAIO Bl iZE T 5 £ Thit i
WD, TIZKIOmML 2 =07 AMIMAFERICHRE S5,

S50mL DR T T T AaZ2I=NTLDOTICESEZ, A¥/—/L10mL %=
HTBIMZTCraT L7 c=a— LS5, EHIRZ 40 °C LLF DK
WCIZE A ERET 2 E CTRUERM L7c®%, ER8 T A%k THET 2,

K=7FF=hFU)L (743) | mL Z EREICM X CTERBWEZENL, AT 7
I 4 E— (FLEE0ASum L) BT TCABL, ks u~ ST 7 H T A
AEBOHFHC X D REICHET 2R EHATIR & T 5,

Wik v~ 275 7% 07 DRVEESHTEHT K 2 E SURHA IR K OV i S AF Ak
FREMERR S 10 uL 2RIk v~ v 75 7 % o7 AAVEEGHTFHTIEA L, #IR
Ot 7 v~ s 77 2%155,

HIESME B

(k7 v~ 77 7H)

71 7 Lo AT BTN YN Y BTN T T A (NEE
2.1 mm, £ X 150 mm, $ifE5um) *3
i e 2 10 mmol/L X7 E=V AFIKR—T =11

v (7+43) (1 min $&%F) —9 min— (1+19) (10
min PRFF) —0.1 min— (74+3) (10 min £RFF)

it @ 0.2 mL/min

7 AN KR R 40°C

5T NVE B HTEHER )

75 VUEMAVE & Hr Rt

A4 4 v fb #E:xzvZbheRxTr—AFqb (ESD) & (BAA A
VE—R)

X7 T A4 Y — J A :340 kPa

WL M oW A IR JE:350°C

¥y &7 U —FE:4kV

T A —FEE: TROEBY

aYTaryTRxX— 1 FEROLED

T =X — A4 F v FTROLEEBY
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*  HWEOWERM

T A= TRLT AT T n— ayVar

W7 St 52 A TR HeRSE (158 TRF —
(m/z) (m/z) (m/z) %) (eV)
152 — 100 10
s N7 z=a—)b 321
— 257 100 5
rao 57 x=a—)-d5 326 157 — 100 15

it 0 Bonlc@REICHRHE 7 e~ N7 T a0hb 707 5T 2=a—)b
Y CP-ds D & — 7 [Hif A KO THAEEIEIC K D a2 ERkc L, 3l o 2
nI A7 xzma—LEEFEHETS,
{£ 1 Cambrige Isotope Laboratories Inc.#7 & b = kU /LIRHE XX Z 1 & [F1%%
DHD
2 DERERFICHHE RS %E L CEBRIENSRERSG AL, AT LR
EFEVFTAV I LR m 2 VD, T, 14 ICREEOEREICR AT,
By THADFEDF A F— (Z—RAFRETFAF— (AAIEHER) =)
ZHWD,
3 AZ == 1wh% A XU RIS (3+2) 100 mL 2% 2 BRI, Bl
BHAREELEEIL. ETAX ) — =1 wv% A X U VBB (3+2) 50
mL #MZ., HTAEECTHAERILOBE E D 2#0 7%, 80 O 50 mL %
T ABELZWE LRBOIMA D,
4 HG-200 (Hsiangtai ) XX ZH EL[FEFEDH D
5 W#lE 1 mL/min BE L35, BB L THRG|I~ =R —/b Ra 7
2
6 Oasis HLB (Waters ., V¥ —R_"—F&E3mL) I EREZEDOHD
7 70T AT === LORELEDORNE D
8 ZORBAX Eclipse XDB-C18 (Agilent Technologies %) (X Z i1 & [AZD
H D
9 Agilent 6410 Triple Quad LC/MS (Agilent Technologies #) (2 & 5 {445
(3%) HIERN) T —va v
© WNONENR SR e OV UK EE
WINREE

AOMELR R UK

ARORE " (oke MEL 700 RsD, (%)

AR Ry F1 0.5 3 99.3 7.3
1 3 94.2 6.2
25 3 95.4 2.7

JiiHE 0y F.2 0.5 3 93.8 12
1 3 102 1.0
25 3 96.4 1.2
Jii i 3 513 1 3 98.7 3.7
25 3 95.2 3.4
JiiHE 0y Fl4 1 3 99.6 3.1
25 3 99.4 5.8




- F[ERABR

HaEt R UINEEE WMEIEE snvon Lie  RasikE

SREFOFEE Lok o HorRat
PO goow mak (ko) (%) RSD, (%) RSDg (%) oK@
Wi A L1 11 0 5 106 4.3 7.2 0.58
Wi g ¥ L2 11 0 5 105 4.9 9.9 0.79

SRR FIR R —RBREIC L HMER) D 0.5 pgke
(%) sa~ 75 A

A _ B
|
o %
— — T
{RIF03RS. = B i Py

ZERRUVAIMABDOIOT M S L
A EYERE (CP & LT 10 ng/mL)
B : WINECEE (BIERIFLIC CP & L C 1 png/kg 634 &IRIN)

10.1.3 k7 a~ 7 Z 7k

G A #aPE - BiER$L)
A HEOHRHE

1) 7mT7 L7 x=a—)UIEHEK 717 57 x=a—/L [C1Hi2CLN2Os) 20
mg AT IMETED ., ZOHMEAFLF L, 200 mL OBEARET T X 2
AN, T =PI AZMATENL, BIERETTE =Y L2
ATCr7BT AT x=a— ViERERKZREHTS (2O 1mLiZ, 707487
T=a—ELTOo0lmg2EHT 5, ) .

AL C, EERKEO %27 h=F U /L—K (1+1) TEMIZHR
L. ImLHicZ7uoh7o=a—)Le LT25~500ng 2 BT 2580707
DT == o — VAR A i S

2) vUHBFN BT hrua~ T T7T7HYY BTN CRiEE 63~200 pm

(230~70 A v =) ) Tl 110°C T2 K tEd 5,

B & =3
WM oW E0g 2 AT IMETEY . FOKEAZFIL L, 200 mL
DR =TT 23T AR, BT L 100 mL 20012, 20 53[5 X B8 THb
HU7=%, gz A% ST A) TAET 5, A 50 mL % 100 mL O727
BT 7 AT AIL, 50 °C LA FDOKIBTIE & A ERLET 2 F CRULREMN L7214,
BWHERNAZ > THET D,

suanrfR/lh SmL ZMZTHEREDEZEN L, 7 DU 2 30K
LT 5,

BT ILER SUNTN 5 g (45~55g) 7R AIBREIE T T A
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i

i

B (W15 mm) (29 LiAd, REDSFETAHO LS b 3 mm O F S IZE#ET
HETHHSE, 7 L25HWT 5,

REHAR Z B 7 DA, REHAKDOA> CWERT 7T Aa%2 00
RV S mL 0T 2 [\ L, TRIKEIRR S 7 L2z 5, #2358 T AKA
O LD 3 mm OF SIZE#ET D E Tt 1~2 mL/min Tt S 7%, 7 nm
BRI =A% =) (97+3) 30 mL =4 7 A2, RIS, B9
LEVEERT D,

50mL ODRTHT T AR D TLADOFICEX, Z7uaR/LAh— AR ) —)L
(743) 30 mL 247 ANz, EOWHET/ 0T A7 z=a— LEEHSHE
%o WHIE A 50 °C LA FOKIBTIE L A CHalE$ 5 £ CRIERNE L-%, 25
T A %1k CHL[E T 5,

T h=hUb—7K (1+1) 1 mL ZERICMZ TEBWEEN L, AT T
Y74 H— (JLFE 05 um LLF) TABL, ke~ N7 T 7 o —2ftT
LBEHEIR &3 5,

Koo~ 777 4— REHARR L O 7 1T K7 = = a— VRS 20
uL ZiEiR 7 o~ N 7T 7\ZHEAL, Za~ N TAEGD,

WESME Hl

R W & RSO E R A (MPER R : 278 nm)
BT LA ETINTIMET Y BT T N (FAE 6.0 mm,

£ & 150 mm, Kk 5 um) *2

wWoOBE W K—TER=RUL (29+11)

i # : 1.0 mL/min

7T LR 40 °C

B ol s/e~v NI APDE - EEERD THREMRZERK L.
KBl orus LhT7 sma—LBEEETS,
£ 1 Silica gel 60 (Merck #) XX Z i ERIZEDEH D

2 YMC-Pack ODS-AM (VA = A 4 8) XiZZh RS0 L0

(B2E) HIHEN) FT—a»

* BNMENR SR K O Lk BE

TN ANER R LR BE

T (%) RSD, (%)
NI 10 3 102 3.8
50 3 96.0 1.7
Ji g 3 #.2 10 3 96.5 10
50 3 96.3 0.6
- (R FABR

git'ﬂ'@$$*ﬁ ﬁ;‘j’%\‘b a’%iﬂ%ﬁ YZ]':?DDY&%}E ﬁﬂﬂlﬁlﬂl/}ﬁ SENMOR LR SRR
" TOBREH REH (ugke) (%)  RSD, (%) RSDg (%)
i B 9 L 9 0 10 98.1 4.7 6.4 0.29

HorRat

CERETIR (E—RBR=EIC X DR B 5 ug/kg
- fRH TR (R —RABR=EIC X 5 iERR) AUBHT 2 png/kg



(%) 7u~ 77 L
A B

Lk o
R

a 5 10 15

#F0EE

o 5 i0 15

bl )
BERRUAMARODIOT LTI L

A EYER (CP & LT lngiEAN)

B : Wnakl (BiAEMFLIC CP & LT 10 ng/kg A0 E¥RIN)

VA =Vi%al Na O/ ) AN
EERABRE (FLIv 7 X)
11.1.1 ERiE (201)
A HEFORAH
1) FREHR 1 5 RETE R
2y ZuanT hTY A7 RERERR WHIER 7 oV T A 7Y TS
NWERZED L OMEZWITET (0.67 kPa LLT) | 60 °C T 3 HrfEFLME L 7=,
40 mg L EA BT IMETERY, TOHEEE L. K& IEMIIINZ TE
ML, 1 mg(JIMymL ® 27 airs sTH% A7 U NEREFEREZ RS D,
fEANCER LT, ARERUE O —E % 1 SR &R CIEMICAN L. 4 ug(JI1li)/mL
O T FEAE N KON 1 pg(FIf)/mL ORI EERE Ui 2 4 5,
3) kK Hi F-4 BEGHN
4)  FHR K QW& AR & U C Kocuria rhizophila ATCC 9341 Z V>, HiK
ZEEH 100 mL 2% LT 0.1 mL B2z 5,
5) ‘R  HAIIEICEL D,
6) K—=T1 > —HiEE (51+40+9)
B HHARDHAHR
IHNTEREL 3~5 g AT 3MTE TR, ZOMEAEFTLE L., 200mL DOt =
7 7 AT AL, LS 100 mL 202, 20 232 B8 Tl L=, il
iz A4 (5FEA) TAHBT D,
AHIED—H % | SHREE CEMICAR L, 4 pg(JIl)/mL O @& EHUBHA R &
O 1 pg(J1fili)/mL DA BE AR IR 2 T 5,
c = =3
2-2 &L X D,
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(BE) DWEN) T —va v

* BRI =R K O Lk BE

- ; WINRE . . WINEL R MO UK R
RFORR @ire T (%) RSD, (%)
EHILT LIS R 10 3 99.3 0.7
20 3 99.9 0.2
40 3 100 1.7
BV IRXTAT I VTR 10 3 99.3 0.6
20 3 101 1.0
40 3 99.1 0.7

11.1.2 L (20 2)

(EMHEHE : IXTLEFEOZNT LI v T X)
A HEZFDRAR
1) FEER 11 5 FEE K
2) 7alT NTH AT RERERR 11.1.1 ® A D 22X Y 1 mg(JIfiy/mL &
suanNT hTY A7) AERERE AT D,
fEAICER L T, EERKO—H% 11 SREEER CIEMICHRL., 4 pg(h)

fili)/mL O = FEE A2 HE R M O 1 ng(JI)/mL ARG FE R e ik 2 R B9~ 5
3) K% Hh F-4 555t
4)  HR K OWIN&E AR & U C Kocuria rhizophila ATCC 9341 Z= V>, HiK

ZEEH 100 mL (2% LT 0.1 mL B2z 5,

5) ‘R  HAIEICKL D,
6) fihi A K—T% ko —HiEE (51+40+9)
B EMBAROHR

IHTERE 3~5 g Z AT 3MTETED . TOBMAETE L, 200mL O H4e =
77 XA, 2,4,6-FV-2-E U P-135-FU TP 3.0g (2.95~3.04 g)
KOG HASE 100 mL Z20%, 20 /MR T L7=%., iRz A8 (5
fEA) TAHEHT D,

A¥E 5mL Z 50 mL O ' — B —TEMEIC AL, 11 SFEETK 30 mL 2 2 721,
KEg(LT F U U AEH (2 mol/L) T pH % 3.9~4.1 IZiT 5, ZoiEeEEs 11
THEEIR T 50 mL ORET 7 A B L, BITERE T 11 SHREREINZ %,
ZOWD—H % 11 SRR CEMICAR L. 4 pg(Jl)/mL O & ik LRI &
O 1 pg(JI4il)/mL DR B REHE K 2 2,

c = =3

22 HEEIC K D,



(BE) DWEN) T —va v
* BRI =R K O Lk BE
mMRE

AmmEI R R RS

PR O @hirg T (%) RSD. (%)
BHSLI v X 10 3 102 1.5
20 3 101 3.6
50 3 100 3.5
BRIy A 10 3 100 3.2
20 3 95.7 2.6
50 3 97.7 4.8
ST LVI v IR 10 3 98.0 1.0
20 3 96.3 2.6
50 3 101 43
- IL[R) FAER

HAE FEHIE TRINPEEE IRINEIILER S U SRR

B o FEFH " " HorRat
AROME  gacy B8 qmmew (%) RSD, (%) RSDg (%) OR8
EHFLI v T A 8 0 20 100 2.3 2.8 0.77

112 EaERBRE (FED
11.2.1 L (201)
(i FH#iPH : CTC 28 20 g(F1l)/t LL_E o fRE
A HEZFDRAR
1) FEENR 1 SRR
2y Z7uanrs I A 7Y AR 11.1.1 ® A ® 2)2 LY 1 mg(Jfi)/mL ®

saNT NIY A s R A TR S,

EANCER LT, BmERIK O —E % 1 SfEEK—7 & b (4+1) TIEMICA
WU, 8 ug(Jifliy/mL, 4 pg(Jifii)/mL, 2 pg(Jifiiy/mL, 1 pug(Jifli)/mL & T* 0.5
ng(Jily/mL O FAEAER & RS 2,

3) B i F-4 B
4)  EE L ORI & AR & U C Kocuria rhizophila ATCC 9341 % >, 10
RECAIR L7 A% F-4 55540 100 mL (2% LT 0.5 mL f2EMZ 5,
5) ERIMR  HAFLEICKD,
6) HHIEEE  K—7% b —HEEE (51+40+9)
B EMAROHAR

SIHTRRELD —H (CTC & LT 400 pg( i)Y &) 2 AT 3£ TED |
Z OB ZFFL L, 200 mL OIA2 =44 7 T 2 2|2 AfL, FHHEEE 100 mL 200 %,
20 R/ EIRE T 3%, iR Z 50 mL o HAem LILEAF 12 AdL, 1,500xg
TSmO sEEL, EERERE A SFA) THET D,

AUE 25 mL % 50 mL O B —J —|ZIEFEIZ AL, 7 E=7 /KT pH & 4.4~4.6
IZHHRET D, COREEE | SHREEIRTSOmML D&Y T A2 B L, HITER
FT 1 BREEREMAITZ%, A (5 A) TAHiEL T2 ug(Jfi)y/mL OREHE
Rz i 5,

c =

felo

FREIBIEIC L D,
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(BE) DWEN) T —va v
* BRI =R K O Lk BE

e , W, MBI oK UKSEE
AR OER (e(Ifliye) " L (%) RSD, (%)
95 HBLA A 50 6 94.3 3.7
100 6 99.8 34
E L O B A fA et 50 6 96.8 2.1
100 6 96.3 3.2
L4 H A A et 50 6 98.2 34
100 6 97.7 2.1
- JL[RFER

soptogly  DOR TR IRNNRE WNEINCE s U s
) TOBRER BRER (qhmn (%) RSD, (%) RSDg (%)

4= FH RS AR 3 0 50 102 3.1 4.7 0.53

HorRat

11.2.2 L (20 2)
(I HiPH @ CTC 23 20 g(J1ilfi)/t Awii DL}
A HEFORAH

1) FEMENR 1 AR

2y a7 hIHA 7Y REHER 11.1.1 ® A ® 2} LY 1 mg(JIii)/mL &
suanNT hIY A7) AERER R AR S,

EANCER LT, RERIKO—E % 1 SfEER—7 & b (4+1) TIEMICA

R LU, 1.28 pg(Fiffi)/mL, 0.64 pg(/iffi)/mL. 0.32 pg(/ifffi)y/mL. 0.16 pg(/J

fili)/mL K T8 0.08 ug(F11l)/mL D FEAZHERE A2 R+ 5,

3) B M F-17 BhgH

4) AR K ORI & B E & L C Bacillus cereus ATCC 11778 Z >,
1108 f#l/mL D §E 1118 & F5 100 mL 1ZxF L C 0.5 mL F2E Mz 5,

5) FERFEMK Ja iR & — R L C 49~51 °C IR L 7= 852 in 2 T3
DERE, 15 mL ZX MY ILZ—ERIZIEN D X ICHE LIk, ARFEICHEL
THEIE S5, EIZ, 20 LICEM S mL 2 —kRIZIAN D K Y ICmiELT-#.
AEICERE L CRBE S5, LLF, HAFLIEICK D,

6) fihi A K—T% ko —HiEE (51+40+9)

B HHARDHAHR

SIHTRELD —H (CTC & LT 64 pg(ifliyfHY &) 2 AT 3 i TEY
Z OB ZFFL L, 200 mL OIAe =44 7 T 2 2|2 AfL, FHHEEE 100 mL 200 %,
20 M EIRE THiE 45, itk %z 50 mL o teim OIRBE I AdL, 1,500xg
TS5 oM OmEE L2, EBAERE AR SFA) THET D,

A 25 mL Z 50 mL O E—H —IZIEFEIC AL, T E=7 KT pH & 4.4~4.6
ICREET 5, ZOWERE | SREER TS0mL O2R T 7 A3 IB L, HICHER
FT 1 SREEREMZT-%,. A/ G A) TABL., 0.32 ug(Fffiy/mL OFE
Wik z i 2,

c =

felo

FEEIBIEIC L D,



(BE) DWEN) T —va v
* BRI =R K O Lk BE

Sl oo FR IR i L WnER =R R RS
(g(J1i)/) (%) RSD, (%)
3 5 AEdA sk 5 6 93.2 45
VEFLH 7 B A A e R 5 6 98.5 3.9
E L 4 A ARt 5 6 96.5 5.4

- F[ERABR

Aahak IR ORHINJEEE RINEIN SR smoE LE  sim s

=t ¥ A w HorRat
PO mam mE% o (%) RSD, (%) RSDy (%) oRa
A4 H B A R B 3 0 10 104 4.7 6.6 0.59

1123 Wik~ 77 7k
(it FH &GP - Bk
A HREOCHRH
1) FEENR 1 SRR
2)  HhH L | SRR — A % / —/V—3E#E (4mol/L)  (50+49+1)
3) 7uanT hIH A7 REERR 11.1.1 ® A ® 2} LY 1 mg(JIii)/mL &
7 va )T N TYA 7Y S REAREE G A P 5
EAIZER L T, BEERIR O —# 2 i CEMICAR L, 1 mL Ficsm
NT RTH A7 UL LT, 02550 pg( MY EEZEFTHEAED 7 o
T RIH A7) SRR A PSS,
B = =
i o ekl 2~4¢g (CTC & LT 200 pg( MY ELLT) 2 H0%T 3
ik TRY., ZoHEZEHEL., 200 mL 0L =M 7 5 2 iz A, HHE
B 100 mL 2 A0 %, 20 3[R THIH T 2, i 4 50 mL @ 340k
BAEIZ AT, 1,000xg T 5 il LB L7ctk, BBARKEA LT T T 41
Z— (L 05 um LLF) TABL, k7 v~ 777 4 =24 2508HA
KeET 5,
Wk~ 777 40— REHEREOEZavT NT7% A7 U R 20
uL 2RIk 7 a~ N7 Z 7\ZEAL, Zua~ NI L5115 D,
WESMHE Hl

R M & dottEs (BhERR @ 380 nm, HOEHK ¢ 520 nm)
BT LT ETINT I Y BTV T A (N 6mm, &K

& 150 mm, HKifE 5 pm) *!
OB W AT VRN A X ) — v (T7+3)
i 3# : 0.8 mL/min
717 LAFEIRE ;40 °C
H) B Bonlr7a~ 7756 E—7 @S THEBEZ RO THRERZ
B L., EtF D7 anrT v 9427 ) v EERENT S,
1 YMC-Pack ODS-AM (VA = A3 4 8) XiZoh&@%EDEL D
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2 A IFV—)L 68.08 g (68.075~68.084 g) . FElit~ 7 % v LHUUKFIH
10.72 g (10.715~10.724 g) KX F L7 I UEER “KFE S hU ¥
L TOKF 037 g (0.365~0.374 g) A B> TK 750 mL IS L, EERE 25
mLFEEZ % TpH % 7.1~73 IR L=k, FIT/KZMAT1,000mL &
T 5%,
(2%) HIERN) T —va v
< WRINENIN 3 fr OVl LA

e ; WINEE .. WoMENT R UK
EEW SR ¢ iE WK
AR O (gD iy Bl (%) RSD, (%)
4 5 HEd Ak 10 3 93.4 7.5
30 3 104 2.9
1 E L 7 4B Ak H LA fa ek 10 3 95.3 3.6
30 3 99.6 2.9
FAa 4 E O Bl SR 10 3 91.6 52
30 3 98.4 44
o He[EEER
E 3 HRR EAR RIEBE BONEICR EN8E URE S
oo Flg I AR HorRat
Fr O3 BEH BRER  omn (%) RSD, (%) RSDg (%)
VESLII 72 F L A L 8 0 50 96.8 2.1 43 0.48
(%) 7ua~ 7T L0

A B

EEE
£—

HASEE
-

ﬁ 4 a 12 ﬂ 4 ] 12
{RF505R8, 4 {RI05R8, 57
BERRUAMABODIOT LTI L

A HEHERG (CTC & LT 25ng IEA)
B : WNECEE (EHM A4 F R ABELAFEHZ CTC & LT 50 g (JJfff) /t #0124 &Ik
)

12 # <A F R oL
121 EERRE (LI vy 7 X)
12.1.1 PRk
A HEZDAR
1) FREIK
i) 7 SHREEIK
i) 10 SR
2) TR ATUMREER O HAEES N A I TN ERIFEDO S D 40 mg
U bLZzfA08r 3 METEY, ZOBIEZRE L. 7 kiR Z EMIZINZ T
WL, 1 mg(li)ymL &7 R~ A o U AEHEFR 2 RS 5,
fEHICBR L C BEERIE O —E & 7 SR @R CEMICAR L. 2 pg(JI1fi)/mL
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D T FE AR K O 0.5 ng(FIf)/mL O RS g & 4 5,
3) B Hi F-12 BhiH

EHICELT, AF L7 A —RE LR VBREKR (4 wiv%) Z 5 100

mL 2k L TENLEN ImL &5,
4) AR ORI & B & U C Bacillus cereus ATCC 19637 % Hu>,
110 iE/mL @ §a 1% % B3 100 mL (2% LT 0.2 mL B2 % 5,
5) ERFH  HAIEICL D,
6) L AL =) —10 SHEEWK (7+3)
B EMBABROHH
1) ZHrEEHZ SL XiE MN 2 & £ 72 W54

IINTEREL 3~5 g AT 3METRY . TOEEFELL, 200mL O iz
=7 T AT AR, FHEEEE 100 mL 200 %, 20 [ IR T L7,
MR Z A8 (SFEA) THART 5,

AHIEDO—H % T SHEEE CIEMICAR L, 2 pg(JIl)/mL O &R EUBHA K
KON 0.5 pg(Z11il)/mL DR B FEHA R 2 42,

2) HTEEHZ SL Xk MN 2 & e

IHTREL3~5 g AT 3METERY . ZTOHYEEZFEL L, 200 mL O 3ke
=7 T AT AR, AL 100 mL 200z, 20 M IR T L7,
Mk Z A (5FEA) TAHRT S,

AW 25 mL & 50 mL O B — 7 —IZIEMEIC AL, Ml T pH 4 1.0 LA F 2%
L7-% 1 RFfEERE L, BT U E=T /K TpH % 6.9~7.1 IZHET D, BKikeE
ZS50mL ORET 7 AIKE L, BHRETT SREERENZT-%R, A% (5
A) TAHET D, ARDO—E% 7T SFEER CIEMICAR L. 2 ug(JIli)/mL @&
1B FEBHATE M O 0.5 pg(FIM)/mL ORI R EHRIK 2 i34 5,

cC = =3
2-2 &L X D,
722 L, BERFEMIL, 27~29 °C T 16~24 K& 5,
(BE) piEANY F—va v
< IINIENN R f OV UK B

SO FU IR e

BNERR R LR B

(e H ke (%) RSD, (%)
EAILVTLI v A 0.5 3 100 2.5
1 3 99.6 1.3
2 3 99.9 1.5
EAIL - IXTAT LIV A 0.5 3 99.0 0.8
1 3 100 1.8
2 3 99.9 1.1

673



13 U/ ~Av > F R DA
13.1 EERRE (FLIvy s R)
13.1.1 ik
A HEZDAR
1) AR K—RAH ) —) (743)
2) BV AU ERR O WYY v A VU EEEIE T (0.67 kPa
LITF) . 60 °C T3 FM#M L%, 40 mg LEAZANT 3IMETRD, &
D EFLEE L, A/ — V& EMHIINZTEN L, 1 mg(Jiffiy/mL OH% U
~A VR AT D,
T BR UL AR YERIR O — 0 2 A IR I CIEREIC AR L. 5 peg(Jiffi)/mL
D e it FE AR VIR K TN 1.25 pg(Jil)/mL OARR BEAR R 2 F 4 5,
3) K Mt F-16 M
4)  FaA- K ORI & R & U C Bacillus spizizenii ATCC 6633 % H >,
1103 fE/mL O i 1-ifk & F5 1 100 mL 12xf LC 0.2 mL FREMNZ 5,
5) FERFEMR ENER A
6) fili A A& ) ——7K (9+1)
7 WHAMET VS BT hrua~vw NTT T HEEET VI CRifE 63~200
um (230~70 A > =) ) FlA& 130 °C T2 WM L. 6 viw %4 &0 K%
MATEML, —KFFET D,

B HMAROHAHR
1) ZHraEHZ OTC i CTC & £ WG

IHTERE 3~5 g Z AT 3MTETED . TOEMEATE L., 200mL D42
=TT AT AIL, MIHEEE 100 mL 200 %, 20 4y X IR TR L 72,
MK E A (SFEA) TABRT S,

PR D — 5 % A RS IE CIEMICA R L, 5 pg(Jili)/mL o & RN TR K
O 1.25 pg(Z11ii)/mL OARJR B RN IR A i~ 5,

2) #ralEHZ OTC XX CTC & et &

IHTREL3~5g AT 3METERY . ZTOHEEZFE L, 200 mL O 3kie
=7 T A AN, AR 100 mL 200% ., 20 4 &R T L72%,
Mk E A (SFEA) TAHRT S,

A H TN (BT L8 (N 14mm) (ZHEEET VI 12g (11.5~125 g)
ZH A TR TALIEE D) AL, MDD 5 mL Z# T 25,

Z D% OFE IR O —E8 % F IR CIEMICAIR L, 5 pg(Hl)y/mL o &
BRI K O 1.25 pg(F1ly/mL DK FE AR 2 Rl 5,

c = =3
2-2 &L X D,
7 1  Aluminium oxide 90 active basic Art.1076 (Merck #) XX Z L LRI D 4
D

674



(BE) DWEN) T —va v
* BRI =R K O Lk BE

- y WINRE .. WINE R MO U RS E
RO @i T (%) RSD, (%)
XTIV R 10 3 101 23
20 3 101 2.1
40 3 101 1.6
EX L - SXTALTLI VIR 10 3 99.7 11
20 3 99.3 0.4
40 3 99.8 1.0

1312 RV =—FT VRIEWEOWIKR 7 v~ N7 F 712 L5 E&RARE
A3 11T X A,

13.2  EERBRE (FEH

13.2.1 ¥ikik (20 1)

(b i - )
A HEZFDRAR

1) RGBS K—2AH 7 — (7+3)

2) VU~ AR 13.1.1 ® A ® 2)IZ LY 1 mg(Jifli)y/mL OH Y /-~
A ¥ UREVEIRIR A T D,

flE FHICER LT, BEYEIRIR O — 3 2 i BRI I CIEMIC AR L. 3 pg(Jiffi)/mL

O 1 i PEATYER 2 O 0.75 ng(F14il)/mL O AR FEARHERR 2 F 3%

3) K5 #i F-l16 FEiH

4) MR EOHRINE  RBRE & U Bacillus spizizenii ATCC 6633 % I\,
1107 f#l/mL D g% % Fs 100 mL (2% LC 0.1 mL F2E Mz 5,

5) FERFR MfEEIC L 5,

6) flt B AKB ) ==K (9+1)

7 HEMET LIS T Lruvw NTTT7HEEET VIS (iR 63~200
pum (230~70 A v =) ) F1E& 130 °C T2 BEMHEE L. 6 viw %Y ED K%
MATEML, —KFFET D,

B EMBARDIAR

SIMTRRELD —#F (SL & LT 500 pg(MHY &) 2 A% F 3£ TR, £
DEAEZFLdR L. 100 mL Ot =447 7 2 3|2 Af, Mg 50 mL 200% .
20 SyFEIZ SR T L7 2. HhiHiiz A0 G A) THET 2,

AR TIT N (728 (N 14mm) ([SHEFEET VI T 12¢ (11.5~12.5 g)
A TR TA LI D) IZAL, FIOOFHE 5 mL 25T 25,

ZDHDOWHIRD —EhZK— AKX 7 —)b (24+1) TIEMEICHR LT 3 pg(h
fifiy/mL @ &R EREAR AR L . I N a2 APEE CIEMICAR L T 0.75
pg(Jfili)/mL AR B RURHE IR 2 TR 3 5,
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c =

belo

2-2 HEEIC K D,
£ 1  Aluminium oxide 90 active basic Art.1076 (Merck ) iZZ i L FZED G
D
(2%) HERN) T —va v
< IONIENR R f OVER UK BE

e ; WMRE .. WINE R O LIS

AR O i YT () RSD, (%)
95 H B A 375 6 99.4 0.9
50 6 98.9 1.3
62.5 6 99.2 1.4
95 LA A 375 6 98.7 1.7
50 6 98.5 1.4
62.5 6 98.9 1.5

. S Hahat FEHIE WRINJEEE RINENN SR SAlE URIE SRR

Bk L EE e " HorRat

HOMR oo BE% @rmyo (%) RSD, (%) RSDg (%) OR
o 5 ELA k) 4 0 50 104 3.2 55 0.63

1322 PtkiE (2D 2)

(i &P - A=)

A HEFORAH

1) AHEEE  K—AZ 77— (7+3)

2) VU ~wA AR 13.1.1 ® A ® 2)IZ LY 1 mg(JifliyymL OH Y /=~
A ¥ REEIRIR A T D,

flENCBR LT AR YRR O — 8 2 A RS I CIEREIC AR L. 1.2 pg(ZI4fi)/mL
O I FEAE R % TN 0.3 ng(Fl)/mL O RS g &2 4 5,

3) Hr M F-22 BhiH

4) TR W& B E & U C Bacillus spizizenii ATCC 6633 % H >,
1x107 {#/mL D J+- % 55 #1100 mL (Z%F LT 0.5 mL F2E Mz 5,

5) FERFR MfaEiEiz L 5,

6) il AH ) —L—7K (9+1)

7 HEHEMET LIS BT LT aw T 7 AEEET VI (R 63~200
pum (230~70 A > =) ) 1A 130 °C T2 BEMEE L. 6 viw %4 &0 K%
Mz TEML, —KFET D,

B EMAROHH
SIHTRREED —H (SL & LT 200 pg( MY &) 2 AT 3METRERY, £

OFfEAFE L, 100 mL O3t =7 7 2 2|2 A, fHEE 50 mL 200 %,

20 N EIRE CTHI L2k, iz A (SFEA) TAHI|RT 5,

AR TIT N (728 (N 14mm) ([SHEFEET VI T 12¢ (11.5~12.5 g)

AN THETA LIS D) IZANL, HIOOWHK SmL 21T 25,
FOHOWHIED —HZ2K— AKX 7 —/L (24+]1) TEMICHFR L. 1.2 ug(

fiiy/mL @ @i EREHARZFR L, B 2 mREEE CEMICAHRL, 0.3
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ng(fifi)/mL DAk B RUBHR TR 2 3 5,
c =

belo

222 HEEIZ L S,

¥ 1  Aluminium oxide 90 active basic Art.1076 (Merck ) XX Z i & F%D

D
(B3E) hrEANY) T —va v
« TRANETN 3R K OVl U RS
VRN B

ZUCIENE S SUAWY 3

AR OER (g2 li)) B L (%) RSD, (%)
4 H B A BN 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 49
20 3 101 1.4
30 3 101 3.1
2F R G R RE3 10 3 104 2.6
20 3 101 3.8
30 3 105 4.8

1323 RNV Z—TFTNVRIVEMEDOWIKR I v~ N7 7 7285 Emiliiis
HI3E 122X 5,

13.3 MEEERBRE (R
133.1 RYZ—FTILRHEWEDONRA T — 7T 712 L ABEEsRERE
I3 3ITL D,

1332 ARV Z—TFT VRHAEWEOWIK 7 a~ N7 T 7 EE&OITFHI X DM ETE

A BRIE
34T X A,

13.4 HEZRERERE (FLIv s X)
13.4.1 R Z—FT )VRPIEME DA F 4 — 7T 710 L DA
IS 1ICX D,

13.5 Hmesdalbrik (GEh)
1351 RV =T VRHAEWE DA A A — 7T 712 L5 fidikiik
EIHis2 Tk D,

14 BT h~AT
14.1 E&ERARE (FLIy 7 X)
14.1.1 PRk
A HEZFORAH
1) @R 3 SRER

I=R
==X
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2) TATIOREBERIEIR 3.5 BAL/mL O ATV REESRE T 5 mL & 50
mL ODERET7 I Al AN, ERETKEMZZER, AT T T 4 VH—
(FLE2 0.5 pm LAT) TAIET D, AIKZ/K TIEMICAR L, 0.035 HAL/mL @
T AT NV IR R 2T 5,

3 BT H~A VR WA T A U XAX IR ERIEDO S D 40
mg UL EE AT 3 HETRY, TOBEERSL, A ¥/ —/LEIEREICI
Z TN L, 1 mg(IM)/mL DY F h~A > BRI &2 T 5,

fEHNZBR LT ARERIK O — 8 % 3 SR @ik CIEMICAR L, 2 ug(JI1fi)/mL
D e FE AR K O 0.5 ng(Ff)/mL O RS g & 4= 5,

4) K M1 F-4 5hqHh

5) IR OUSINE BAH & U C Kocuria rhizophila ATCC 9341 % V>, Hiih
100 mL (ZxF LT 0.2 mL BEENN A 728, I X T /L 40 fiRtl% R ik % 35 11 100
mL (2% LT 1mL Nz %,

6) FERIFEMH  HALEIZKLD,

B EA#AROHFH
IHNTEREF 3~5g Z A BMF 3ME TR, ZOHMEEFLE L, 200mL Ot =

7T A3 AN, TR 100 mL 2%, 20 53 SRS TRl L7, il

Hiz A (5T A) TAHIRT D,

AIRD— % 3 BAEEIR CIEMICAR L, 2 pg(Jil)/mL O & EFURHA K &

OV 0.5 pg(Jifil)/mL OAKR BB IR 2 T 5,

c = =3
2-2 HRIEIZ X D,
Tl BT h~A LV ERMT AT ASMEEHER (5 L7 A L LFneH 5
(BRFERET) ) X ER%SDH 0

(&) piEAN) TF—va v

< WRINEN R e OV LS
W

AmmEI R R UK

A O ((F11lfy/kg) P L (%) RSD, (%)
MR L v 7 & 2.5 3 96.0 2.8
5 3 103 4.0
10 3 99.7 4.9
FHEHAT LI v 7 21 2.5 3 100 5.0
5 3 101 5.2
10 3 101 2.5
FHEATLI v s 22 2.5 3 102 8.3
5 3 96.7 42
10 3 101 2.0
- JL[REEER

HEhIt FEHE UHINIREE RINMEILER e Ui il

e FEFE e o HorRat
AROME ey BE% ma (%) RSD, (%) RSD (%)
EFHAWTIEA LI v 7 A 7 0 5 104 2.2 4.2 0.33




14.2

ERERIE (BEH

1421 ML (20 1)

(B AFEFE © XLy MREEEINT. Lz b 0 %2 Br < k)
A HEZDAR

1) FEER 3 SRR

2) WHEEE 3 BREER— Tk o B+

3) T RATISEEERIKE S 1411 O A @ 22KV 0.035 HfAZ/mL O 2T L
oy RIS SR VAR & TS 5,

4 BT I~A T ENER 14.1.1 ® A ® 32XV 1 mg(HffiymL DT I~
A T U AFHEIRHR & T 5,

fEANCER LT AR YRR O — & 2 A R I CIERE IS AR L. 3.2 ng(J)ffi)/mL,
1.6 pg(Ffl)/mL. 0.8 pg(Fifli)/mL, 0.4 pg(FIfi)/mL K& % 0.2 pg(FIfi)/mL D%
PR 2 T %,

5) % Hh F-4 5554

6) B IR& ONRINE R & U C Kocuria rhizophila ATCC 9341 Z= V>, EiK
ZEEH 100 mL 2% LC 0.2 mL AR X 7-1% ., WIZ = A 7 )V Rl SR VR IR % 15
#1100 mL (2% LT I mL Iz %,

7 EBREWR HAIEICL D,

B EA#AROHFH
oM oWk 4~16 g (SCM & LT 80 pg(F1fl)FH Y4 &) #H 2T 3 Hr
FTEY, TOHEAETH L, 200 mL Ot =7 T 22z A, FiigTT
JL 100 mL 2%, 20 M2 S RETHiH L2, iz A% (S A) T
AT 5, A 10 mL & 50 mL D723 T 7 X 2| TIEMEIZ AL, 50 °C LL RO
KBTI E A CHLET 5 F THIERM Lok, B8V A&k THRIET 2,
vrnu AL 10mL 2N TEEMEZEN L, B 7 DRI 2 3EHA

KeET 5,

T L U AV I =T A (690mg) T AEY/7ur AKX 10 mL T
Weif 9 %,

REHAIR Z X =07 DAL, ABHEIEO A > TWERTET7 7 XA a2y
yuaw A2 mL T3REFESHL, BIRAIEXRI =07 KM, EE2LT
MHEES, Yran Ay —FEET=F L (97+43) 20mL 2 X =07 KT,
=W TLEWEET D, SOmL ORI 7 I A% I=NT7 LD TIZES, I
AT/ 10mL %2 =77 A&, JEER2 L TSCM #FH S E %,

IR % 50 °C ORI TIRUERZE L 7=, AFUALE 10 mL # EfEICN %, 18§
DIRE CIEREMZED L, 0.8 pg(1il)/mL OFEHAK 2R3 %,

c = =3
IEAERARIEIZ L D,
£ 1 Sep-Pak Plus Silica Cartridge (Waters ) 1ZiE Y 7R ED U P—/\— %
FELTEbOXIEIINERIZEDO LD
2 WiElX., 9 2mL/min &35,
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(BE) DWEN) T —va v

* WRINTENEER KONl UK I
VR

AIMENR R R UK

P oM (g7 fifi)t) R L (%) RSD, (%)
VE AL KR B A AR 5 3 104 3.4
10 3 106 2.6
20 3 99.4 2.8
EELE TR ) A B A AR 5 3 108 5.3
10 3 100 6.1
20 3 101 8.7
TR R LA R Rk 5 3 96.3 3.6
10 3 102 53
20 3 99.2 33
- IL[R) FAER
B ; AR R WRINUREE WRNEIRR S URIE SRt
PR OB e BREL (oo (%) RSD, (%) RSDg (%) HorRat
I ARG AL O S 10 0 10 101 3.1 3.9 0.34

14.2.2 ¥k (20 2)

B &R © Ly MREEINEIN T U 72 &)
A HEZFDRAR

1) #EENR 3 SREMETR

2) p-vr/mTXARNY UER 3 SRR -7 FxFA MY 12 g
(1.15~1.24 g) % 3 SHEME#E 1,000 mL (SR> L7-#., 121 °C T 15 Syl 4
RIEHET 2,

3) MREEE  p-reTXRAN) AR 3 BRER— A X 7 — (1+1)

4) T AT VL3RI SE IR 14.1.1 ® A ® )2 LD 0.035 HfL/mL D= AT )L
o3 TR FR VIR & T 5,

5) BT Hh~AVRERER 1411 O AD3)NZLEY 1 mg(HflymL DT H~
A ¥ URFEERIR A T 5,
il FIZBR LT AR O — 0 & A RS I CIEREIC AR L. 3.2 pg(JIfi)/mL,
1.6 pg(JJMfy/mL, 0.8 ug(7iffi)y/mL. 0.4 pg(JIfi)y/mL K& O 0.2 pg(FI4fi)/mL O£
IR 2 T %,

6) K M1 F-4 SEHh

7) RN ORI & R & U C Kocuria rhizophila ATCC 9341 Z V>, HiK
ZH5H 100 mL 2%t LT 0.2 mL FREEM 2 727, HIZ = AT )V B R IRIR & 55
#1100 mL 1IZ*% LT I mL Nz %,

8) FERFM  HAFEICLD,

9) il T h=hU =0k (4+1)

B EA#BAROHFH

fh i IHTERE 4~16 g (SCM & L C 80 ng( MMM M &) & A 30%T 3 K7
FCTRY., TOBEZFEL., 200 mL O =/M 7 T 2 aic A, fHRE
100 mL Z A, 20 3 IRE ThllH L72 %%, sz A8 S A) TA
W35, AU 10 mL % 200 mL O :pe =/FA 7 7 A 2 |ZEMEICAIL, 7K 90 mL %



MZ TRV IRE, 77 2B I3 23EHER &3 5,
717 LRLE b= AR_RFPr—N-E= el RUoEEAEKRI =T A (60
mg) &2 MER L. A% —/ 10mL KUK 10 mL THERBET 5,
REHA 2 2 =8 T M AL, JEET? LTl ESE 5, BRI D A>T
W=7 7 XA a%x/K5mL T2EPEHEL, WKEIEKI =57 224, £
FER2 LT EES, K1I0mL 2I=F7 ANz, JEE2LTI=hAT A
BT D, I0mLOEETZ7 I AaA%I =7 5O FICES, A4/ —/L5mL
EI=HTAIMMZ, JEELT SCM 2EHSE S, 287 7 AT DOERET
p->7uaTXARNY UEA 3 SREEREMZ T, 0.8 png(JIl)/mL OFREHAK %
T D,
cC =

il

EERERh LI X D,
7£ 1 Oasis HLB 3 cc (60 mg) Extraction Cartridge (Waters ) |23 X4 72 ¥ @D
JHP—N—Z@#E L 72D XIT N ERZED LD
2 V% 2~3mL/min &9 5,
(B3E) kAN T —va v
< WSHNEI =R e OVl U RS
RN

UCIENE S SUa Oy i) s

RO (g1 fiiy) Pz L (%) RSD, (%)
VL TR Bl A AR 5 3 105 11
10 3 98.0 5.4
20 3 110 8.0
TR B A B 5 3 96.3 4.7
10 3 105 7.6
20 3 102 7.4
- M [EFAER
e . Ao AR OWINEE HmINEINER S URE  SEEskE
PR OB BB REL (i) (%) RSD, (%) RSDg (%) HorRat
VEFLIT- IR A C A et 8 0 10 98.8 2.8 4.9 0.43

15 ¥ov5ag~Av >+ h)UA
15.1 E&ERRE (FLrIy 7 X)
15.1.1 PRk

(GE P - TP 2 FE RV LI v 7 R)

A HEZFORAH

1) AR K—RAK ) —) (743)

2) BrT aTgwA v B HHAEEE T a9~ VBT T
(0.67 kPa LL'F) T, 100 °C T 3 RFHszE U721, £ @ 40 mg UL L& BT
3IMTETERY, TOKEEZLE L, A ¥ /) — NV EIEMEICINZ TEN L, 1mg(h
fliymL Ot > T 2T~ A v U ERFIREZRAET 5,

il I BR LT AR YRR D — &1 2 A RS I CIERE (AR L C 2.5 pg(J24iffi)/mL
O i BEARYERR % OY 1.25 pg(J11il)/mL OARR BEARMERR 2 i3 %,
3) K% o F-15 SE5Hh
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4y HERMEOUSINE  BBRE & U Bacillus spizizenii ATCC 6633 % FHV>, 1x10°
{E/mL o - % 5 #1 100 mL 1 2%F LT 0.1 mL #2EE N % 5,
5) ‘R  HAMLEICL D,
6) fili A vruua AR =224 8 AF N H L (14]1)
B EAMAROHFH
Hh o oHTEE 3~5 g A TFE 3IMETED ., TOHMEATE L, 200
mL O =/AT T 2 2|2 Af, flHEE 100 mL 212, 20 S RET
i L7tk itz A8 (5 f A) CTAHIBT 5D, AIRO—H % MR E T
2~10 fEICAIR L, 0 7 2B IC gt 2 EHATR & 95,
7L YNNI =T A (690 mg) FlAERAK ) —/LSmL KONV
ne A%y SmL CIEREET S,

AR O —H8 (SD & LT 0.1~0.5 mg(Ifi)fHY4 &) %2 I = 7 AITIEREIC
AR, WREBFTETAKDO EIGICETH2ETH FEED, Y7o A ¥y —7
T hy (9+1) 20mL KXW Zun A X —7&hy (441) §mL 2I=Hh7
LZIEREIZINZ, TEREH S TI =0 7 22T 5,

100 mL DT T AaZ2I=HTLOTIZES, TR —AZ ) —)L
(4+1) 10mL % X =57 AIZMMA T SD A &85, WHIKEZ 50°C DK
THUEHZE U, ARIEEE O — %2 BN CREMEENT, 20RO —
& A RIA B CIERMEIC AT IR LT 2.5 ug(fili)y/mL o & FEEURHA R X O 1.25
ng(FIAi)/mL ORI EEFURHATR 2 i3 5,

c =

il

22 AEIRIZ L D,
£ 1 Sep-Pak Plus Silica Cartridge (Waters ) 2 Y e R ED Y PF—/\— %
LD LN EREDH D
(23) HiERN)TF—va v
« INANIENR SR e ORI UK BE

e ; IR, WA 0K UK
PR O @hinrg b (%) RSD, (%)
EHSL Iy A1 0.4 3 104 3.7
2 3 103 2.4
10 3 101 7.0
BHTL I v T R2 0.4 3 98.0 1.8
2 3 100 0.6
10 3 99.0 1.7
WHSL I v A3 0.4 3 101 1.7
2 3 99.7 1.2
10 3 98.3 1.6
= ; i EAR RINEE MR 068 URE ST
PR ORI S R qoiike) (%) RSD, (%) RSDg (%) HorRat
BRASLI VIR 8 0 2 99.2 2.1 3.2 0.62

1512 RV Z—T NVRIVEWEOWIK v~ N 7T 712 L5 EERRE
I LLICX D,



EERERE (k)
15.2.1 kit
(i &P - TP 2 & £ 72\ falk
A HEZDAR
1) AR K—RAH ) —) (743)
2) BrT 2T~ A T R 15.1.1 D ADDITE D,
3) K% H F-15 555t
4) HR K OWINE Bk & U C Bacillus spizizenii ATCC 6633 Z >, 1x10°
{E/mL o - % 51 100 mL 1 2%F LT 0.1 mL #2EE N % 5,
5) BRI  HALECKD,
B EMBABROHRH
fh sl ItrakEl o —# (SD & LT 500 pg(FfiifE 4 &) 2 A0 T 3 #r
EFTEY, ZOHEATHL, 200 mL O =f 7T 2l A, Yr/an
AHB L =224-F U AF NN HF 2 (1+41) 100 mL 21z, 20 S EEE T
T3 5, % 50 mL O 3w 0L I AL, 650xg T 15 SyrfEO gy
BEL., &7 2ot 2R EHEK & 35,
T L U BTV =AT A (690mg) T1EAK ) —)5mL YV
ma AKXy 5mL CHERTEET 5,

AEHANR 25 mL % X =7 7 AICIEFEIC AL, KD TAHO EislZiET 5
FTCHWFESED, YZaaAXZ =7 hr (941) 20 mL KO opm A ¥
=T bry (4+1) SmLEI=H T ATEMRIMA, BREHSETI =D
T L' BT D,

100 mL ORFTHTZTIATZI=HTLOTIZESE, TR —XAZ ) —)L
(4+1) 10mL 2 X =B 7 AIZMMZ T SD #FH & E 5, WHIKE 50°C DK
CTWERLE U, ARIAEE 25 mL 2 IEfEICIN X CHERED 21T, Z OO
% A BREA I CIEREIZ AR L C 2.5 pg(Jil)/mL O & BEsURHA IR K O8N 1.25 pg(7)
fili)/mL DA BE BRI 2 FH L 5

=

C iE

il

2-2 HEIRIC K D,
£ 1 Sep-Pak Plus Silica Cartridge (Waters #) [Z# 42K ED U P — "—%
R L2 b OXIZ N EFRED LD
(BE) o) F—va v
© ISHNTEI =R K OVl L RS B

g , WO WMEI R 0K UK R
RO TR ehfiyy EL (%) RSD, (%)
99 HELA Rk 25 3 107 11
50 3 99.3 2.5
7 A 7 —Ri A B A R 25 3 97.7 2.6
50 3 105 34
a4 7 — %W ABA R 25 3 98.3 6.5
50 3 99.7 8.5
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- F[ERABR

HapE BEAIE WRONPREE WONENRER nsem LRIE SR stk

HBtoFEHE AN HorRat
AMORE macy a8 Gomo (%) RSD, (%) RSDg (%)
T aA T — % RS AR 7 0 25 100 3.8 4.8 0.49

1522 KAV =TIV RHEMEOWK 7 o~ v 7T 712X 5 EERRIE
W3 121X 5,

153 fhEE &R BRE (EkH
153.1 RNY =T VRFVEMEOWE I v~ N 7T 7E&SIFHI X DM
R E
I 4ITX D,

B

iE

B

154 fERARE (FLIy 7 X)
1541 NAFHA— K T T Tk
A HEZFDRAR
) BT aT~vA v R 15.1.1 O A O 22XV 1 mg(li)y/mL O+ >
TaTd~A v UERERK T S,

FEAICEE L T, RO —a2 A X/ — )L CIEMEIZAHR L, 10 pg(/

fili)/mL DOFEAERR 2 S 5,

2) B H F-15 7555

3) KL OUSIN & AR E & U C Bacillus spizizenii ATCC 6633 % H >,
1x10° {lHl/mL @ Ja1-% % B 100 mL (25 LC 0.2 mL F2E % 5,

4)  HHHEELE vruua AR =224 K AF N H L (14]1)

5) JEBRAELE

i) Wi F L —~FH o =T —A% 7 —/L (20+8+1+1)

iy 7TER=RNUAL—FB=TL—T & F> (2+1+1)

6) FEFIE 2-(4-3— K7 2=)1)3-(4-= bR 7 2= )L)5- T == VT b7
YU LAZErY F0.10g (0.095~0.104 g) ZKIZEEDL T 200mL & 9%,

B EMABROHH

i o TR 3-S5 g A AT 3 MTE TRY . 200mL DI = AT T X
T AL, A 100 mL 200 %. 20 M ERECHIH L%, stk x
Ak GHEA) TAHET D, AERO—HZ2HEE T 2~10fFI2AmRL, T A
LB IZ M 23 UEHAIR & 35,

717 LA CUBTFNI=HT A (690mg) F'E AKX ) —)L5mL KOV
nna A%y 5mL CIEREET 5,

ABHA D —#5 (SD & LT 100~500 pg(FIMIAAYS &) %2 =1 7 LCIERK
IZAIL, WEDBFETARO BIGIZET 5 E TR FSE7k, Yrrr 2w
—7%bhy (9+1) 20mL KO 7 aa A2 =7y (441) 8 mL &3 =
7T KMMZIEREICNZ, AR ST TI =0 7 2255 5,



100 mL DT 7 Aa2I=A T LDOFICES, TR =A%/ —L
(4+1) 10mL %I =07 AIZMZ T SD i s 5, K% 50 °C OKF
TRIEEZE L, A% ) —/VO—EEZ EMEICINZ TEREDZE L, 10 ng(7
ifi)/mL OFEHAR 2 FRT 5,
C @l E
Flfi2oCoOE I v~ 777 4— BREROFRE, 558 K OREDIH
Z& 2,
iU, HEREHBIE ) SV 2 A R, AR K OVEHER S 100 pL
ARy ML, EBRRBEEO FERENEBRO BimlcET 5 TRAT S,
£ 1 Sep-Pak Plus Silica Cartridge (Waters ) |23 Y 728D U F— 3 — %
FELTEbOXIIZNEREDOH D
2 TLC plate Silica gel 60 (20x20 cm) (Merck ) XX T L [A%ED L D%
110 °C T2 BFlHzE L THW D,

15.5 HesdaBRiE (fkL)
1551 A FH— K T T 7k
A HEFORAH
1541 D A X 5,
B EA#AROHFH
i o OBl —E8 (SD & LT 500 pg(Fl)FE Y &) 2 A%h%0T 3 My
FTEYD, 200 mL O =M 7T AIIC AN, Y/ AX =224 U A
F_r &y (1+41) 100 mL Zz, 20 /& RE T+ 5, MRz
50 mL AR m DI (C AL, 650xg T 15 im0l L. 47 2L it
THREHAK E T 5,
BT BB U BT I =T A (690mg) T EAKX ) —L5mL KT
nuAHZy S5mL CIEREET S,

AREHRIR 25 mL % X = 7 AT EMIC AL, WEARE TAKIO BiGlcET 5
FTCHWFESED, YZ7uaaAZ =7 by (941) 20 mL KO 7 om A ¥
=Tk bry (4+1) SmLEI=H T LTEMRICNA, EXREHIETI =D
T LEWHT D,

100 mL DT TET7 7 A2 I =T LDOTICES, TR —XAFZ ) —)
(4+1) 10mL % X =57 AIZMA T SD A &85, WHIKE 50 °C DK
THEZBE L, A X ) —NVO—EREERICINZ TEEMEZRNM L, 10 pg(F
fili)y/mL OFEHEIK A2 5,

C M 7E
FIHi2OCOERE I v~ 7T 7 40— BRERORMY, 8558 & OFE DIE
X5,
L, R Y VR 2 2, EER R ORI A 100 pL
ARy MU, RO FERSEERO BRI #ET 5 TRRT S,
J£ 1 Sep-Pak Plus Silica Cartridge (Waters ) (2 72K &D VY — N — % H
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fLIZbDXIIZNEFEDH D
2 TLC plate Silica gel 60 (20x20 cm) (Merck ) XX Z i & FA%ED L D%
110 °C T2 FEfElezB L CTHW D,

16 FANTF v

16.1

EERERE (LI v 7 X)

16.1.1 FAikE

686

A HEZDRAR

1) FEENR 3 SRR

2) MRS 3 EFREER— T ' F o (743)

3) FAALTF REUE WRBEET AT F o I N ERZED S O 40 mg
I bEZA0EF 3 HiE TR, TORELLHEL, 72—k (7+3) ZIE
I Z TN Ly 1 mg(OMl)/mL OF 427 F AL UL &2 Rl 5,

fEANCBR LT AR YRR O — &0 2 A R I CIEREIC AR L. 0.5 ng(7I4ff)/mL
O 1 i PEAR R K O 0.125 pg(F14il)/mL O ARG AR AERY 2 FR S35

4y K H F-10 555 Hh

5) HER&ORINE AR & LT Corynebacterium xerosis NCTC 9755 Z >,
10 51 7R U 72 B R & 35 100 mL 12 L C 0.1 mL B2z 5,

6) FERFAR MfEEc X 5,

7 MRS T R =k (7+3)

B EMBABROHFH
1) HrelEHZ SL XX MN 2 & £ 72 WA
IHTERE 3~5 g Z AT 3MTETED . TOEMEATE L., 200mL D42
=TT AT AIL, MIHEEE 100 mL 200 %, 20 4y X IR TR L 72,
MK E A (SFEA) TABRT S,
AR D —H % A RV CIEREIC AR L. 0.5 pg(JI1il)/mL 0D & i B 3R TR K
O 0.125 pg(JIilfi)/mL DA FEBUBHA K 2 83 5,
2) HrEEHZ SL XX MN 2 & T4
IHTREL3~5g AT 3METERY . ZTOHEEZFE L, 200 mL O 3kie
7 T A2 AR, AL 100 mL 200 %, 20 W IR T L.
ik x= A# (SHEA) TAIT 5, AR 25mL % 50 mL © B — I —|ZIEREIC
AL, HEE T pH % 1.0 L FICHHEE L% 1 FFREFE L, FICT7 =7 KT
pH % 5.9~6.1 (TS 5, ZOREEL 3 5HEER— 7+ b (7+43) T50mL
DEET7 T AIB L, BITERET 3 SFREKR -7 b (743) 2Nz
%, AH (5FEA) TAHETS,
AUR D —H % A RV B CIEREIC AR L. 0.5 pg(JI1l)/mL 0 & i B FRHA TR K
Y 0.125 pg(Iif)/mL ORI FE FEHRIR 2 5,
c = =3
222 ARIEIZ X B,



(BE) DWEN) T —va v
* BRI =R K O Lk BE

AN ANER AR UK

A O ik TR (%) RSD, (%)
AT R 0.5 3 972 0.6
1 3 97.6 1.8
2 3 96.9 15
EFIv - 3XTLTLI VIR 0.5 3 97.8 0.6
1 3 98.9 0.3
2 3 98.0 0.7

162 EEABRE (FEH)
16.2.1 Fkik
A HEZFDRAR
1) FEENR 3 SRR
2) FANRTTF AT 16.1.1 ® A ® 3)Z XV 1 mg(JIli)y/mL O F A4 ~7F
VREERR AR T S,

ERIICEE L C, ERFIRO—# % 3 SHEEKR— 7' b (7+3) TIEMIZA
L. 0.2ug(Jifii)y/mL, 0.1 pg(JIii)/mL, 0.05 pg(/Ifi)/mL, 0.025 pg(/Jfi)/mL
K TR 0.0125 pg(SiAfh)/mL &= e 2 4 5,

3) B H1 F-112 Bk
4)  HEIE L OWRIN&E EAH & LT Corynebacterium xerosis NCTC 9755 % F\u>,
10 (51 AIR U2 B i 2 Bs e 100 mL (2%F L C 0.1 mL BREMZ 5,
5) ERYM  HALEICKD,
6) AL 7 b —HEEE (0.1 mol/L) (7+3)
B EMBABROHH
) HHrEEHT MN 28 £ 204

IMTakEl 4~5 ¢ (TP & LT 10~80 ug(JIMl)fHY &) # BT 3 ETED
ZOEE AL, 200 mL O =HA 7 T X2 3T Arv, S 100 mL 200
Z. 20 pHEIFIRE THIN T 2, it a AH (5FEA) THEL, NEXD
HUE, AIRO—E 2 i CIEMEICAR L, 0.1 png(Jili)/mL OFEHRIK & 7
Al

BB 25 mL & 50 mL @O B — 5 —|ZIEFEIC AL, 7 F=7 7K (6 mol/L)
TpH % 5.9~6.1 IZFHET D, ZOREEZL 3 SHEER T 50 mL OE&ET T A
2B L, FICHEMRE T 3 SREEREZ M=%, A/ (5 8 A) TABL,
0.05 pg(71flily/mL OFEHEIR # i3 5,

2) SHTRREHZ MN 2 &4

SIHTRREE4~5 ¢ (TP & LT 10~80 pg(Ifli)fHY &) Z AT 3HiE TEY |
ZOHMEZFLE L, 200 mL O =44 7 T X 2|2 Afv, flHEE 100 mL 20
Z. 20 I FRE THIN T 2, it a AH (5FEA) THEL, LEXD
FUX, AR O—E 2 B CIEREICAR L, 0.1 ng(li)/mL OFEHRK & 9
Do
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FREHEE 25 mL % 50 mL O B — 7 —IZIEMEIC AL, HEE T pH % 1.0 LTI
FHEE U721 1 BEEERE L, BT E=7/K (6 mol/L) T pH % 5.9~6.1 |27
YD, ZOREREE 3 SRER TS0mL DR T 7 A3 B L, BICERE
T3 SRRERENZ %, A 5 A) TAEL, 0.05 ug(Hf)/mL OFE
iR % T 5,

C € =
FEAERARIEIC K D,
(B3E) HrEANY) T —va v
« TRONIETN 28 K ONdiol U RS
e ; WINRE .. WINENR =R MR USRS B
FEw $H i
RO ity TR (%) RSD, (%)
4 5 HEL A Ak 2 6 95.4 3.2
5 6 93.7 3.7
20 6 97.4 2.9
1 Bl & B R 2 6 95.5 2.7
5 6 95.4 1.9
20 6 95.3 4.1

. 5 FaEt FEHR RINEE WONEILEE SNl URE SRR

W S *H v " HorRat

RO g meEs (i)Y (%) RSD, (%) RSDg (%) OR
Bic. 5 fia 5 0 2.5 97.9 3.3 4.1 0.29

17 ZAR~A T2 A

17.1

EREREBRIE (R

17.1.1  FaiE

(il FH#iPH : OTC % & £ e Wikl
A HEFORAH

1) KRR 4 SRR

2) WREEE = F L U7 I CMUERRE _KE T MU UL KK 1 g &
4 FHREERZIAE LT 1,000 mL &35,

3) TAMYA VU AERER EHAEETAMvA T A XIZIRERI%D
b O EZFIE T (0.67kPaLLF) | 60°C T3 KRz L7-%., 40mg LL L%
BT 3METED, ZOHMEAFHE L, 4 SHEEIKZ EMICINZ THENM L,
1 mg(IM)mL OF A h~A > AEREFR RS 5,

fERICER LT, ARAE IR O — &0 &2 A B I CIEfEIC AR L. 80 pg(/ifli)/mL,
40 pg(Fffi)y/mL. 20 pg(7ffi)y/mL. 10 pg(FIffi)/mL K& %5 ug(JIffli)/mL 45 FE %
Rz i+ 5,

4) B Hh F-3 555t

5)  RaT-HR M VRN & ABRE & U C Bacillus spizizenii ATCC 6633 % H >,
1x107 {E/mL @ - % B5 1 100 mL 12%f L C 0.2 mL F2EMNZ 5,

6) FERFH  HAIEICL D,

7 A AN A USSR (SR A A A T K9 100 g 2 &
STILOE—="—IZAR, 7T>E=T/K (1 mol/L) 500 mL Ty L7=%.



Wiz, Hic7 =7/ (1 mol/L) 500 mL %%, —WHETDH, K
(2. K THOITPEE L NHS RS 2 845,

B, A F o ZHBIER 100 g &> T I L OE—T—ICAh, HfE (1
mol/L) 500 mL TP Lo, Wikx T, HIZHE (1 mol/L) 500 mL %N
A, —RERET D, WIZ, KTHSIZHER LT HRBEZ RS 5,

NH, AU AR 70 mL & OV HAUAE AR 30 mL &2+ i IR 7% KPR
T 5,

B EAMAROHAH

o oo —# (DM-A & LT 200 pg(Fl)FEYS &) % HF2h%T 3
HixTRY., ZoHEEzEeE L, 300 mL O =/f 75 X 2|2 A, FEgk
FHV T LEIR (1 wiv%) 200 mL 2%, 20 o &RE T35, il
% 200 mL O e LIRS 12 AL, 1,500xg T 10 srfi Doy BE L, REs
A% 200 mL D E—H—|Z A, 7TV E=T/KTpH % 7.9~8.1 [ZFHIET 5,
B2, 2Ok % 200 mL O Hfe i OILEAE 2 AtL, 1,500xg T 10 43 il 57 B
L7, EBREE AR (5 A) TAHBL, 77 L2032 30HARK &
T 5,
71T DB A R A KRB ST T A% (WA 10mm) 12 6em
DI T LA, BT TZ AT =L 2G5O %, /K20mL Z1% T
WHE DA FETAKIO LS5 3 mm OFSIZET 5 CRMH ST 7 252 HE
T 5,

AEHAWE 100 mL & 7 7 M AL, WKEAFETAHIO B D 3 mm OF S
29 % £ CTHtE 2 mL/min Tt &85, FIZ/K40 mL 207 A2z, [FH
RIS 2%,

200mL DR TTET7 I A% 7 LOFIZEE, 7 E=7K (1+49) 40mL
AT HITIZ T DM-A Z I S, WK Z 70 °C O /K TRUERE L 72,
ARARE 5 mL Z IEfEICIN 2 TR 2D L, 20 ng(Jli)/mL OFREHAR %2
i 5,

il

c %
IEER BRI L D,
¥ 1 Amberlite CG50 (¥ 7" 1) (Sigma-Aldrich #) XX Zin LFAED LD

(%) DEAN) T —va v

 VRINIEI S J e L s

WOREE R WAL MR LRSS

SORH ORI
RO (g(hfliy) L (%) RSD, (%L4F)
LI IR LA fEL (2FE)

T O TR HI B =103 993 66
o e [E R ER

S 0 HER O USINEE  USINEIICGE SR UkkE SR H
" OB (o) (%) RSD, (%) RSDy (%)
THRHRSEE 6 8 97.0 5.6 6.6
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18 Fo7v v
18.1 EEABRE (L Iy 7 R)
18.1.1 PRk
A HEZDAR

1) REBBAKFZFT NI TN AZ ) — )VIEK IREEKFZT N U 7 A 50 mg
(49.5~50.4mg) Z AKX /—/L200mL ([ZIEN L, A (SFEA) TAET D,

2) AR K—RAH ) —) (743)

3) FITUERR EAEYET T 40 mg UL EE AR T I ETEDY.,
ZOEMEEFLER L, REBKET N U A - XX ) — VIR & BRI 2 THE
L. 1 mg(Jiffi)ymL OF F > AR & R 5,

fEICER LT BB O — 30 2 A RIS B CIEMEIC AR L. 2 ug(Juf)/mL

O e I AR K O 0.5 ng(Ff)/mL O 1S g & - 5,

4) K Mt F-22 SEiH

5) MAIE L OHINE Bk & U C Bacillus spizizenii ATCC 6633 % H >,
1x10° {E/mL O i -k & F5 1 100 mL 12%F L C 0.1 mL F2ENZ 5,

6) FERFAR MfEEc X 5,

7) A AR ) —)—K (9+1)

B EHMBAROAM!

SIHTEEF 2~4 ¢ (NR & LT 240 mg(JMMFEY &L T) /20T 3 #i1E CT&
V. ZOHEMEEFTE L, 200 mL DI =M 7 T 2 a2 A, LS 100 mL %
MMz 20 pRI~ERE THIE L2, i a A8 GFEA) TAERT 5,

AR D — 5 % A BRI CIEMEIZ AR L, 2 pg(J1ffi)/mL O & EEBURHAIR K Y
0.5 pg(JIfii)/mL DK EFEHAR 2 i3 5,

c =

belo

2-2 HRIEIZ X D,

HE 1 LIy 7 Z20MMAIC L0 LR ILE S UEREMEL 72 545
ENRDHDH, DL, oERE 2~4g (NR & LT 240 mg( 1l AH 24 & LA
T) ZEo7f, 1821 O BIZLV I T AR L, WHIKO % A RE
BECIEREICAIR U, i B SRR IR M OMIR EE SRR IR 2 S 2
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(ZE) SiEANY) TFT—va v
* IRANEI R K O UK 2
BIMBE

UCIENEES. - SUaOy s

AR O (¢ (7f) /kg) WL (%) RSD, (%)
BRI v 7 A1 8 3 100 2.0
40 3 98.9 0.8
80 3 98.9 2.6
BHALI v A2 8 3 101 23
40 3 98.1 2.5
80 3 98.9 1.1
BHT LI v T A3 8 3 101 2.4
40 3 96.6 1.6
80 3 99.1 2.4
HEHS LI v 24 2.5 5 100 7.0
25 5 96.2 5.2
50 5 97.6 1.9
EHSL I v RS 2.5 5 101 6.0
25 5 99.0 6.7
50 5 96.0 22
BRATLI v 26 25 5 96.7 3.5
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 (fFE)
18.2.1 VL
A HEZDRAR
1) WREBAKFEFT NI TN - XX — VK IREEAKFEST FU 7 A 50 mg
(49.5~50.4mg) & A X /—/L200mL ([ZIEN L, Ak A TAHBT 5,
2) MPEEE K—AX 7 — (7+3)
3) TV UAEYER 18.1.1 ® A D 32 L 5,
4) B Mt F-22 SR
5) MR ORI & ABRE & U C Bacillus spizizenii ATCC 6633 % H >,
1x10° fHl/mL O Ja+-if % Bs 100 mL (2 LT 0.1 mL F2EMZ 5,
6) FERTAR MfEEIC L D
7) A A2 ) ——K (9+1)
8) HaAMET LIS BT AT u~  NTT T HABEEET VI CRIfE 63~200
um (230~70 A > =) ) 1A 130 °C T2 BEEER L. 6 viw %S EDKE
M TRML, —KHET D,

B HMBARDHAR

IMEREHE 2D —H (NR & L C 800 pg(FMIMH Y &) 2G0T 3£ TRD .,
ZTOEMEZFLER L, 200 mL O =47 7 2 32 A, HEL 100 mL 20 %,
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20 NSRS THIM L 722, IR A AHE 5 FEA) TAHAIBT 5,
AiRAE 1T L (BT L8 (W& 14 mm) ([THEEMET LI 12 (11.5~12.5 ¢)
ZHATHETALIESED) [ZANL, WIOOFHHIE 5 mL 21T 5,
ZO%DOFHIED — a2 K—AF ) —/L (9+1) TIEMICHR L. 2 pg(H
fliymL O FREREEREZFHL L, Zhz2 TICHREHE CEMICHIRL, 0.5
ng(Jfili)/mL AR B RRHE IR 2 T3 5,
c =

il

2-2 RIBIC L D,
7 1 Aluminium oxide 90 active basic Art.1076 (Merck #) XiZZh & [R%ED E
D]
2 PHMTHEOENRREL 2556, AR EZ B E 0.5 mm O#E55
WEBIBT D LI T 22 IckvskESNDIGERND D,
(B%E) piEAN) TF—va v
< ISHNEI R fe OVl U RS B

e ; WIRE .. OB MR LR R
HE OB (@ UOf) M) AR L (%) RSD, (%)
¥ 5 F Rk A LA Rk 40 3 101 2.4
80 3 100 1.7
120 3 98.9 0.6
T a4 7 —EE R A B RN 40 3 102 1.4
80 3 102 3.4
120 3 99.5 2.8
a4 7 —EE%Y A RN 40 3 99.1 3.2
80 3 97.9 1.9
120 3 98.9 43
7 a4 7 —EE R A B A R 25 5 98.3 7.9
50 5 98.0 9.9
50 5 9.5 2.4
75 5 109 9.4
75 5 95.8 3.8
7 a4 7 —BE AL R 25 5 105 11
251 5 106 1.8
50 5 92.8 5.8
75 5 97.6 12
751 5 96.3 7.7
T u A7 —EE %Y HEA SRR 25 5 97.9 43
50 5 112 4.7
50" 5 99.2 2.5
75 5 95.6 3.3

A BB E 0.5 mm OMSDWAIEIE T D & 9 Tk L 72 ak

e . i EHR RINEE WRINEIER SRR UsE SR
Al O FLEE gy

PO pan masn (e fi)) (%) RSD, (%) RSDy (%)

B9 O BB A AR 7 0 80 102 2.4 3.0 0.36

HorRat

1822 RV Z—T NVRIEWEDOWIK v~ N7T 71285 EERRIE
W3 121X 5,



183 P E R (kD
183.1 AV =—T VRIIEMEOWK I v~ N7
AR IE
B34 L D,

B
it

7R RASIHTRHC S 5 B

NI

B

19 /3 ~THEAR
19.1 EERRE (FLIy 7 X)
19.1.1 PRk
(b FH G - BiEedi 2’ 17 gkg L TFTO T LI v 7 R)
A HEZF0RAH

1) FEER 4 SREER

2) WHEELE 4 SREEER Tk M (4+1)

3) AT HA RERER WHERE ) v~T 2 A Rl & ZWIET (0.67 kPa
LIF) . 60°C T3HFMEEEL-%, 40 mg L EZHEETIHETEY., £
DEEA T L., NN-CAFARALLT I REEMIZIA TENL, 1 mg(h
fili)ymL D ) > ~7 % A FEEREFIK Z RS 5,

il FZBR LT AR YRR O — 8 & A RS I CIEREIC AR L. 0.1 pg(JI4iffi)/mL
O 1 i PEARE R X O 0.025 pg(Z1il)/mL O AR AR AERY 2 FR B3 %

4) B Hh F-7 555t

5) HIR&ORINE AR & L C Kocuria rhizophila ATCC 9341 % >, 10
AR U= iR & 55 100 mL (2% LC 0.2 mL B2 EM 2 5,

6) FRVM  HAFLEICKD,

7 UV UBRIAKFEN Y T LK UL IkFEHY 7L 525 g (52.45~52.54 g)
Z7K 1,000 mL (282 L, KEE(ET N U U AAFIAHE C pH % 10.4~10.6 [ZFR%E
T 5,

8) i H I NN-PAFIVRIVALT 2 K=V U kFEHV 7 LWIKR (7+3)

B EHA#BEROHFH
IHTREL3~5g AT 3METEY . ZOHEEFTE L, 200mL O e =
7T AN, = F LT I CUEEERE S U U AR 2 ¢ KO

WIEE 100 mL 20 %, 20 32 X IR TIN5 %, I E 50 mL o Hkeim Ik

BB I AL, 650xg T 15 il OoBEd 5, LA O — 86 & A BRI I C IE A

(AR L C 0.1 pg(JIl)/mL O & EEHUEHA T & O 0.025 pg(FIl)/mL O R

BHAWK 203 %,

c =

]

2-2 HEIRIZ &L %,
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(BE) DWEN) T —va v
* BRI =R K O Lk BE
mMRE

AmmEI R R RS

PR O @hinrg b (%) RSD, (%)
EHSL Iy A1 0.4 3 93.3 3.4
2 3 96.0 2.8
10 3 98.7 2.9
BHTL I v T R2 0.4 3 94.7 0.6
2 3 95.3 22
10 3 101 1.0
WHSL I v A3 0.4 3 93.3 0.6
2 3 99.3 1.5
10 3 98.3 2.1
- IL[R) FAER
g , A FEAR YRR AN EnsE LIS R
AROIE mes BE%  qome (%) RSD, (%) RSDg (%) R
BHTLI v A 8 0 2 99.9 2.0 4.9 0.95

19.2 EERBRE (k)
19.2.1 PRk

(i &P - <Ly MROb O, IFHAHHO S O T NH 23 5 g(Jifi)/t Ko b
D % 5% < fl k)

A HEZFDRAR

1) FEER 4 SRR

2) WHEELE 4 SREER Tk F (4+1)

3) JunTE A NERER 19.1.1 ® A @ 3)IZL Y, 1 mg(Hfliy/mL &/ >~
THA NIRRT 5,

fEAICER LT, BRI O — 5 2 AR CEMICAR L, 0.2 pg(JI4fi)/mL,
0.1 pg(J/iffi)y/mL, 0.05 ug(Jiffi)/mL, 0.025 pg(J11fi)/mL & O} 0.0125 pg(/i1ffi)/mL
DA ) T B A REERER TS 5,

4) B Hh F-7 555

5) HEIR&ORINE SR & U C Kocuria rhizophila ATCC 9341 Z H >, 100
R AR U= iR & 55 100 mL 2% LC 0.2 mL B2 EMZ 5,

6) FERFM  HALEICLD,

B EMAROHH

i M R 10 g 2 AT 3METED . ZTOEMEEFEE L, 200mL
OB =H T T 2 AT AL, 4 SREEK —7 2 F (1+1) 100 mL ZA0% .
20 N ZIRETHH L, i E Ak SFEA) TABT 5, A 10mL %
50 mL OERET 7 XA TIEMICAI, BERETKEMZ, 77 L0t
THRENAR E T 5,

717 LALER F I ETINT UMY BTN (R 777 v atn) 2=
T 5 (400 mg) E' DOV —NR—ETAIFETHEN, =T LETE R
10 mL K% 'K 10 mL CIHEKEET 5,

AREHATR 10 mL % X =0 7 M IEMIZ A L, EES? LTHREESE 5, K20



mL % =07 AN, FERICEE"? LTS E 5,

100 mL OBERTIE 772242 I =7 LD FICEX, 7T, 10mL &
N7 bhr—7mud/ih (141) 20 mL ZIEKRI =87 A4, i FSHE
TNH Z#HEH S5, BEHEZ 50 °C BLTFOKE TK 1 mL £ CRUEREM L.
BRI AL o Tl ST, AR 20 mL & IEFEICIN X CTEREW A E D
To T OWRD— & ARG CIEREICATR L, 0.05 pg(J1ffi)/mL OFUBHA K 2
LSRR

cC %

il

IEEMAREIC X D,
¥ 1 Sep-Pak Plus tCys Cartridge (Waters ) [T Y 72 K ED U Y— /N — 2l
L7ZZbDOXITZINERIEDE D
2 JREIX, 0.6~0.8 mL/min &%,
(%) HiEAN) T —va v
< ININENN SR e OV UK BE
RN BE

AIMENR R R UK EE

P oM (eI fliy) L (%) RSD, (%)
99 ML A sk 5 3 94.7 8.9
10 3 98.3 48
20 3 104 3.7
7 A 7 — i B A R 5 3 95.7 5.8
10 3 93.0 5.4
20 3 94.0 3.8
TR A B A R 5 3 101 8.3
10 3 94.7 0.6
20 3 99.3 2.9
- (R FAER

HAE FEHIE TRINPEEE IRINEILER S U SRR

B gl v . HorR
RO S REL (o (%) RSD, (%) RSDy (%) o
T A i 2 B 7 0 10 98.3 3.3 53 0.47

1922 Wik~ ~7 77k
A HECHH
1) ARG EEEE (1+419) 250mL 27 % F > 750 mL 2z 7= D
2) AT HA NEEUERR WHERE ) o~T 2 A4 RiE&ZWE T (0.67 kPa
LITF) . 60 °C T 3 BEI#LME L7721, 20 mg(IMM Y &2 AT 3 iTE TR
D, TOHMEEFS L, 100mL DEEALEEY T A2 AN, 7' F#50mL
EMZ D, BEFEWRIE LT/ o~THA REHENML, BITERETTE M
HMAT ) I ~T 2 A FIERFE 2RSS (Z0# 1 mL X, /o~7 2o
RELT200pg( MY EEZEAT D, )
fEICER L, BEYERIR O — 2 AR I CEMICAHR L, 1 mL Hiz /v
NTHA RELT 2~0.025 pg( MY EEZEHTHHAD ) o~T XA N
Wk & T 5,
B & =
HooH TR 5.0 g AT 3 METERY . TOHEEZTE L, 200
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mL O =HA 7 F7 2 a2 At FEEE (1+19) 25 mL 2012 T, 10 pENE iR
5, BWIZT7E M 75 mL 2004, 20 2R ZRE 1%, 10 4 M8 S 5 et
LCHIH T %,
TR O —E % 5000xg T 5 pRhEODEEL, ERBAREZRIE v~ N7 5
74— T A ERENAR L T 5,
Wik v~ 777 0— REWEEK O ) ~T 2 A FEEHERS 10 pL &K
Koo~ 7 I 7 ZFEAL, Zu~v 7705155,
WESIE Hl

B o g8 dotmtgs (ERE 360 nm. @G E : 530 nm)
7 4 L AT BTN I BTV H T A (N 4.6 mm,

& 250 mm, BifE S pm) !
wWoOBE W 7' N=MUAL—K—HEEE (50+49+1)
i #H : 1.0 mL/min
71T LA ¢ 40 °C
iR fonlsua~v b T AnLE - EHBXIIE S ERD TRERE
ER L., BB D ) o ~T a4 REZREBT 5,
¥ 1 ZORBAX Eclipse XDB-C18 (Agilent Technologies ) 1% =i & [F% D
D
(%) HIERNY) T —va v
« IRNTENI 3 fe OVl UG BE

e . womEE WANENN R R UK
B O (gﬁﬁm)’iﬂb (%) RSD, (%)
TIRE BB A R 2.5 3 94.3 1.6
5 3 93.2 2.5
10 3 94.2 1.8
20 3 97.3 2.3
EITFRE R 2.5 3 9.7 2.1
N LR A BL Akt 5 3 101 0.44
10 3 97.7 2.4
20 3 98.2 1.5
7 A7 —EE i A B S R 25 3 91.4 1.5
5 3 93.7 1.7
10 3 94.1 2.6
- I [ R
e ; Fah EHR OB RNEIER S URE  Susie
RO BEH RER (O (%) RSD, (%) RSDg (%) Rt
T a5 — 0 AL A 13 1 10 102 3.1 3.8 0.34
VLI TR A A T LA & 11 3 5 98.4 2.7 2.7 0.21
T E BB A R 1 12 2 25 99.8 43 5.4 0.38
B R A R 2 13 1 20 101 2.3 2.9 0.28




(%) su~ 7T LH)

W REE
:

0 2 4 G & 1II]
{FFF05RE, or
AMEF (FEREBRRRESHARIINH ELT
25 g(AMAMYERNOI AT TS5 A

19.3 M E ERBRE
1931 NAFA— K T T Tk
(3t F i fRkel)
A HEZDRAR
1) T XA REEAERR 19.1.1 ® A ® 3)Z LY 1 mg(Jiffiy/mL &/ > ~7F
Z A FIEEHERK Z RS 2,

FEAICBELC, MMEFRIEO —5E A X /) — )L TCEMICHR L, 2 pg(/]
fliy/mL, 1 pg(73ffi)/mL. 0.5 pg(7Iffi)/mL. 0.25 pg(FIfli)/mL KO 0.125 pg(7
fili)/mL DAFEHER 2T 5,

2) K 1 F-111 ShiHe

3) B OMSIN & SR & U C Kocuria rhizophila ATCC 9341 Z H >, 100
FECATR U 7= & 55 #1100 mL (2% L 0.5 mL #2E Mz 5,

4) ERWE oo dRnrbs—RAZ ) —n—T =T RET (20+13+5)

5) Wi ~U v A (fEK) 110~120 °C T2 FFHz L, 73— 2 —THh
mT 5,

6) FEFIE 2-(4-3— K7 2=)1)3-(4-= bR 7 2= )L)5-T == VT b7
YU LAZErY F0.10g (0.095~0.104 g) ZKIZEEDL T 200mL & 9%,

B EMAKRDIAR

i sl IINTERE 40 g Z BT 3IMETEDY . T OEEEFE L, 200mL
Ot =7 T AalZ A, TEF=FJ V100 mL 0%, 30 572 EE
THhiH L7212, fii e A (5FA) THAlET S, A#K 50 mL % 100 mL &
YT T AT AR, 50 °C DK THELRE L%, 7 v adkL i —FEER
TF b (9+1) 20 mL ZNZ CTEEDZ L, AT DI HET 2 3RS
ET 5,

VRN B YUBTNI=HT L (690 mg) B2AE 7 ook s 10 mL TH
H 5,

Wi NV oA (HAK) 5 40 g AR} Z2I =0T 20 RicEX, &
BHEWK 2 wFIZAIL, IWED R TAHR O BGICET 5 E TR FSE 5, #U0B
WRDOANS> TWERTIET7 I Aa%z 7 aak/LhA—FE-F /v (9+1) 10 mL
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T L, WIRAERHOM A, R 3 BEET 5,

SO P OWEET FY U hE s ok s —FgTF L (9+1) 10 mL T
WE L, WiRE I =07 DM %, wtda2L0idf L, Zeakibh—
FEfig =T /L (9+1) 20mL I =F 7 AMZMMx, 2 =H T L& HEFT D,

100 mL ORTET7 T AaZ2I=HTLAOPIZES, ZJuafR)bbh—RXF )
—/L (4+1) 30mL % I =77 AIZHIATNH Z2EHIE 5, BEHEE 50°C O
KIS CIERE L7, A%/ —/)L 2 mL #IEMICMZ TEREDAEN L, &
BHAK 28T %,

c =

belo

EIfiooCclzks,
77 L., EBEREEL, EBREMICANT IR ESET S, -, EERIT.

U B NEREE & U, 20~25°C TEA LY 150 mm £ CEBT 5,

E1 TrE=TKEKTHRLTT VE=T G 17 %DOERE RS 5,
2 Sep-Pak Plus Silica Cartridge (Waters ) [Z# 42 FED U ' — \— %
BLIEbDOXITIZNERIEDO S D
3 TLC plate Silica gel 60 (20x20 cm) (Merck ) IZZ N EFREFEDOH D%
110 °C T2 R¥fAlHzB L THW D,

(B2E) HIHEN) T —a»
* BMIENR R K O Uk BE

IR

/ K %ih 3 ek
ey WINENN =R iR RS B

RoB O R

(g(Sifii)n) " (%) RSD, (%)
Ji% %5 F B A fi sk 0.1 3 89.3 1.3
0.5 3 94.7 2.4
1 3 104 1.9
AR A B A A 0.1 3 94.7 1.4
0.5 3 98.0 5.4
1 3 103 8.8
24+ H Bl A R 0.1 3 89.3 2.6
0.5 3 96.0 5.5
1 3 106 3.3
S g AR TERIRL WRNJREE WRNEER s LIS SR
AHOE  gay pay (g(Iffi)) (%)  RSD, (%) RSDg (%) HorRat
kS LA ek 11 0 0.5 109 6.2 7.9 0.45

1932 kv~ 7T 71k

A REOEN

1922 D AL D,

B =

Helo

1922 DB L5,



(BE) DWEN) T —va v
* BRI =R K O Lk BE

o ‘ WhRE WONE R R U RS
B O FESE (YD) kR L (%) RSD, (%)
AR S A 0.5 3 103 4.5
R AR B A Bl & 0.5 3 102 7.4
TR S A e 0.5 3 98.9 7.8
- JLEEBR
S 0 FEK AE TEHR RINRE WOMEICR s LRE ammnmE

BRES A (g ffi)) (%) RSD, (%) RSDg (%)
R R A 14 0 0.5 108 8.1 13 0.75

s B TIR (B —RABR=EIC X e B 0.5 g(Jufi)/t

20 " u~vA{B
20.1 EERBRE (R
20.1.1 ik
A HEZFDRAR

1) FEMER 4 SRR

2) AR TFL U7 I UMERE CAKFEZT N U LATKFIK 1 g &
B0, 4 SREERIZELTL,000mL &5,

3) AT u~A BIEAER W AN, T u~ A2 BXRITZh L RS
Db O EZWET (0.67kPallT) | 60°C T3 FEfjc L7-1% ., 40mg Ll |
EEDBTIMNETEY ., TORMEELE L. 4 SHEERZ E/EICN % CTHED
L. 1,000 HEAL/mL OnA 7 u~ A > BEHERIRZ T 5,

flEANCBR LT AR O — & 2 A R I CIERE AR L. 80 HAZ/mL, 40
AL /mL, 20 HEAZ/mL, 10 HEAL/mL &S BAL/mL O X IEHER 2 R8T 5,

4) B M1 F-3 5hqH

5) Rk OUSINE BWBRE & U C Bacillus spizizenii ATCC 6633 % Hu>,
1107 f#l/mL D g% % B 100 mL 1ZxF LT 0.2 mL F2EMZ 5,

6) ERIMR  HAFLEICKD,

7 BT ATu~v T T 7RI TAA
i) AR BREWER (AF L= _ P EAER) B

100g % &> TILDOE—T—IZ AL, A¥ /—/L 500 mL THF L7k, %
WERET, TIZAX 7 —/L 500 mL 2%, —&KHET DS, KIZ, KT+
WL KPICRET D,

i) A AUREBIE A A RBNE (BRERMERG A A A B2 K100 g &
BoTILOE—=I—IZ AN, 7F=7/K (1 mol/L) 500 mL T¥:i& L 7=
%, PWREHE T, BIZTE=77K (1 mol/L) 500 mL #/Mx, —&EET
%o WIT, K THITBER LT NHS AR 2 08T 5,

BNZ . A F BN 100 g #E->T 1L OE—h—IZ A, HfE (1
mol/L) 500 mL Ty L7, WA T, EIZHER (1 mol/L) 500 mL %
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Mz, —KEHET D, I, KTHZITHEF L THRBIELZRKET D,
NH, AR 70 mL J O HEUHR 30 mL &2 -+ 2 S IRE =%, K ICiE
32,
B EAMAROHFH
Hh o oWl —# (HM-B & LT 200 HAZFEY &) 2 A48T 3 %
TR, ZOHEETHE L. 300 mL OB =/A 75 X 2|2 A, FifEKED

U o AR (1 wiv%) 200 mL Z 0%, 20 23 &R Tl 5,

K & 200 mL O A2 DL EE IS AL, 1,500xg T 10 Sy O oy B L,
BB AR 150 mL & 200 mL @ E—H—(Z A, KER{ET U v AER (10
mol/L) T pH % 7.9~8.1 [ZF#T %, HITZ DK% 200 mL D IeAe iz DL
IZAFL, 1,500xg T 10 rfiE DBl L%, EEARE A (5 A) THil
L. BT LR35 3B & 5,

7T L AREEREKICBBSECELON T A% (NE10mm) (210
em OFE S F TR LIAAR, £72, A AV ZHBIIEZKICBBSETE 2 0T
L (NEE 10 mm) 12 6 cm OF S ETERENGE LiATe, TNENDA T L
BIZOWT, T AT —) V& B FED 2%, K 20mL &0 2 TR 23 7
TAKIO LS5 3 mm OFSIZETHETHRHSE T T 22H{EST 5, T
W2, BLOHTLADOTEESE 2 DI T LD Lz KB EET 5,

FUBHEIR 100 mL & 71 7 DI AAL, WREDEH 1 O 7 LOFTAHD Lbih
H3mmDOEIIETSHFETHIE 2 mL/min THiiH IHE 5, FIZ/K 40 mL 24
T AT Z, WREDE 2 DT AOFTAKIO B3 D 3 mm O SIZET S
FTHH ST D,

B1LOITLELEVIITL, 100mL ORTIET T ATEZHE 2 DT LDF
ICEEX, TUE=T7T/K (1424) 25mL 2552 O 7 AT Z T HM-B 2 H
5, WHHRAZ 70 °C ORI TRERZE L7o#, AR S mL 2 EfI2hnz
THEEMZ L, 20 BAL/mL OFREHAR ZREL T 5,

c = =
IEEARIEIC L D,
7 1 Amberlite XAD-2 (Sigma-Aldrich ) XixzZn tRZEDH D

2 Amberlite CG50 (%A 7 I) (Sigma-Aldrich #) Izt FR%ED LD

(%) GIERNY) T —va v
< IRINIENN SR K OV UK B

S ; WIMRE .. WMEL R O U
Aok FRE S MR L (%) RSD. (%)
195 HBL A A 660 3 91.6 3.1
1000 3 103 12
1320 3 94.5 1.5
1 K B A fR sk 660 3 92.9 11
1000 3 99.3 4.6
1320 3 96.4 9.2
EFLEA 7O Bl A f st 660 3 98.3 4.1
1000 3 94.8 10
1320 3 96.2 7.3




- F[ERABR

BB R WIS WINEICER S hmE LR SRR

Ew SR7P e AZIEA RO
R ORS BRES BREH  ruuim) (%) RSD, (%) RSDy (%)
T R A AR 6 0 " 1000 90.7 4.2 6.8

21 R—=V=FT~<A
21.1 EEREBRE (LI v 7 R)
21.1.1  EE

A HEFOB

%ﬂl

1) FEENR 2 SREETR

2) ARV 2 SRR — T 2 b (1748) @ pH % HEE (6 mol/L) T
5.9~6.1 [IZFRFE L, MR L 35,

3) N=V=T~vA VUMK HRABEESA-Y =T A T TN E R
DHLD40mg UL EEZHEIETIHETEY ., TOHEERZHERL, A ¥ /) —L%&
ERECIZTEN L, 1 mg(AfliymL OR—2 =7 ~ A 3 A ARG 4 i -
Do

flE FHICER LT, BEYEIRIR O — 3 & f BRI I CIEMIC AR L. 2 pg(Ji1fli)/mL
O 18 i FEFE AR KON 0.5 pg(f)/mL O AR FEREHEWL & 345,

4) K Hh F-4 5554

5) HEEREOWINE  #BRE & U C Kocuria rhizophila ATCC 9341 Z >, 10
R AR U= iR & B3 100 mL (2% LC 0.5 mL F2EMZ 5,

6) FEREMH  HAILEIZKLD,

7)  HhH T b= KRR (0.5 mol/L)  (4+1)

B EMBABROHRH

1) Z#relEHZ SL, MN XX LS 2 & £ WiGae

IHTREL3~5g AT 3METEY . ZTOHEEZFE L, 200 mL O 3Lie
7 T AT AR, AL 100 mL 200 Z, 20 M EIRE T L. fh
Hikz A/ (5FEA) TH|T 5,

A% 20mL & 50mL O B —F —|ZIEMIC AL, 7 E=7 KT pH % 5.9~6.1
TS, ZOREEEY 2 BREER TSOmL O2E T 7 A3 IB L, HITE
PRE T2 SREEK AN 2%, A G A) THET D,

AR D — 5 % A R IEE CIEMIC AR L, 2 pg(Jifll)/mL o & FURNA TR K
O 0.5 pg(J7fil)/mL OARR BB K &2 T 5,

2) HrRREHZ SL, MN XX LS 2 &4

INTRREL 3~5 e AT 3MTETERY . TOHMEETE L, 200mL DIz
—f 7 T AT AN, AR 100 mL Z00%, 20 SRS THE L,
Hikz A/ (5FEA) TAHBRT 5,

A% 20 mL & 50 mL O B — 7 —IZIERMEICAAL, Bl T pH % 1.0 LA FIZFi%&
L7-% | IFfEERE L, I T U E=T /K TpH % 5.9~6.1 IZHHEST D, ZDOHKE
B2 SREEIR T SOmL ORET 7 A2l L, BITEMRE T 2 5HEMIR A N
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ZTth, AR SFEA) TAHBT D,
AU D —H % BRI CIEMIC AR U, 2 pg(fi)/mL & BB R &
OV 0.5 pg(Jifil)/mL OAKR BB IR A T 5,
cC % =
22 HEEICK D,
(B%E) piEANY TF—va v
< IINIENR R e OVER UK BE
WP E

BNERR R LR BE

R FlSE (e ke AR L (%) RSD, (%)
S 1 3 97.5 2.0
2 3 101 6.7
5 3 101 1.5
10 3 93.8 1.3
L3I v A2 1 3 104 5.7
2 3 97.4 45
5 3 97.6 2.5
10 3 98.4 2.7
Ty s 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
T3 v A4 1 3 109 5.1
2 3 96.2 45
5 3 99.9 0.1
10 3 96.9 0.7
o , A R RINEREE RMEIEE SnME Ui SRSk
AROEE gy pan (e fiyke) (%) RSD, (%) RSDg (%) HorRat
HEFATLI v 7 A 6 0 1.8 103 2.6 3.4 0.66

212 EERBRE (R
21.2.1 PRk
A HEFORAH
1) FREW 2 BARER
2) N—=U=T <A NEUERR 21.1.1 ® A ® 3)IZ XLV 1 mg(Jifli)/mL D /3—
VET AV ERERIR AR T D,
IR LT, B O —# 4 2 Sk — A % / —/v (7+3) TIEMEIZ
AR L. 3.2 pg(Jifi)ymL, 1.6 ug(/Jffiy/mL. 0.8 pg(Jiffi)/mL. 0.4 pg(JIfi)/mL
KO 0.2 pg(F71il)/mL o F5AE Aeik 2 Sl %
3) K M F-4 BRiHh
4) HEIRL OIS W BRIE & L T Kocuria rhizophila ATCC 9341 % V>, 100
FEICATIR U= & 55 #0100 mL (2% LT 02 mL #2E Mz 5,
5) ‘RN  HAIIECKD,
B HHARDHAHR
1) VM 2310 g(Jifi)/t LL EOSA
SHTRRELD —H (VM & LT 160 pg(JIFEY &) ZH/ 2T 3 HiETEY |



FORME AT L, 200 mL OHAE =47 F 23T A, ~F P2 20 mL &
2T 10 MEHE Lz, FIZA K ) —/L—2 SHEEK (1+1) 100mL 2% .
20 il R THH T 2, KA 50 mL O ke O s I Ad,
1,500xg C 5 il OmBiLiztk, K—2x% /7 —fg (ThE) =A% (6 &)
TAHIBT D,

AU D —H A 2 SREEIK— A ) — (9+1) TIEMEICAR L. 0.8 pg(/
fili)/mL OFEHEIR % T 5,

2) VM 723 10 g(Fifilh)/t K D56

SINTEEE O —H (VM & LT 40 pg(IMFE Y &) 2 HEF 3 ETED .
ZOHMAEFTELL, 200mL O =HA 7 T A 2|2 Al, A¥ /—/L100mL %
INA. 20y~ EIRETHiE L72#%., iz A8 (6 fl) TAET %,

A 20 mL % 50 mL O 7237 5 A 2 IZIEMEIZ AL, 50 °C D/KIS CIE bs
BT 5, ~FH > 5SmLZMA TRV IEEZH%, A%/ —/3mL % EfEICIx
THEEWMEEN L, W2 2 SHEEKR 7 mL 2 ERICNZ TIRVIBEY S, 20K
% 50 mL O OIEBAT I AL, 1,500xg T 5 oRELODEEL, K—A X )
—/VE (FJ@) % 0.8 pg(Jifliy/mL ORENER & T 5,

c = =3
EEERARTEIC K D,
(B%E) piEAN) F—va v
< IRINIENN R f OV UK B
IINBREE g WSINEDRER ok LA

BUR O (ehfyy T (%) RSD, (%)
3 5 HELA ik 2 6 100 23
4 6 99.7 1.7
5 6 100 3.3
7 v A 7 —RiHHE A R 2 6 98.6 2.0
4 6 98.0 2.0
5 6 99.7 2.0
EFLEA 7 O Bl A fi et 10 6 101 1.4
15 6 101 0.9
20 6 101 1.4
TR E R B A f et 10 6 101 2.0
15 6 101 1.4
20 6 101 2.1
- (R FABR
g , AR TR TRINEEE IRINEI SR SRR UG SR
AROME gayw maws oo (%) RSD, (%) RSDg (%) O
F % B A BB 5 0 10 99.4 3.8 3.8 0.33

213 fREE EARE

21.3.1 KT, VM K ONTS ONA FA— 87T 712 K D EE ERBRE
(3B FH P - Bk
3212k D,
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