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AR PSS HERINE

1 EE
ASCAERER T AR 5 th B 2% P VRORE €0 - H BT R v SO B N 52 i
A RS A AR W GE TR R R RN TSRS I PR A R R A B R (L B R AL
T RAL T RAATEME KA AT HIE .
A SCA 5 RS HE PR AR 5 B PR A% P S ARRAT .
2 MEHMsIAxXH
AU P 2 ST A RS A 5| R A ROAS ST AN AT A Ak . Fedb, v H I 51 ST,
0% H X B I RRCAIE T A SCAE . AN HIHM S SO, HEoHiA (BFEATE fese) EH A
A
GBI/T 6682 43415256 == F /K FURS AR 36 75 v
GB/T 20195 Zh¥nialkl  lAFE il 4%
3 ARBFENX
ASCAEBA T5 BT IR TEFE 3o
4 REBIE-BEKRILE (REGE)
4.1 [EIE

BRE A fh B R ORGSR, AR B 5, RO 3 ER BB A 52, SR UL HCAR
HEVE RS HE, MR E R .

4.2 RFSER

BRAR S RE, AU 23 #r 2k .

4.2.1 /K: GB/T6682, —%.

4.2.2 L ik,

4.2.3 Hifg. ik,

4.2.4 HRE:. el

4.2.5 W (0.01 mol/L): FREX 0.63 g HREL (4.2.4), N/KIEME, EFZE 1000 mL, TR,
4.2.6 HEHET (10%, AH%0: B 100 mL FEE (4.2.3) 5 900 mL /KR4,

4.2.7 brdEfEEVE (1 mg/mL): 3 AFRBCE AR A S ME R Ay HMER A IEWER Astr
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YR HRE RIS B) &% 10 mg CREFIZE 0.01 mg), HIET 10 mL ZEIT, HOK (422
BARER . —18°CLL MRTE, HIMER A g imlasdin 3 MH, HMhER AL HHEER A4
AR As bt &I 0A 208 6 N H

4.2.8 IREIREMESIER (0.1 mg/mL): 73 HERIRE PR HEAE IR (4.2.7) & 1mL T 10 mL FEK
i, K (422) FkEsR, B, —18°CLLNRAE, ARUH241MA.

4.2.9 BAFRAEFRNAR (10 pg/mL): HEFMFEEL 1 mL B A bRiEfE &AW (4.2.8) T 10mL Z&2HT,
HZME (422) Wk ss, WA —18°CLLNRIE, AR 1 1A,

4.2.10 JRAPRHERFIEI: AR IOE RIR G PrdE AR (4.2.9), FHEE (4.2.3) MBSO &
WRE 259 0.005 pg/mL. 0.01 pg/mL+ 0.1 pg/mL. 0.5 pg/mL. 1 pg/mL #1 5 pg/mL IR S HRAE R 5IE
W, IRAT. i FH LR .

4.2.11 HE5R AR T L PR IEAE AU : EMR-lipid'#£, 300 mg/3 mL.

4.2.12 1HALUEME: 0.22 um, HHLR

>
w

=&

4.3.1 ARG RS- SRR EO: FCH WS B TR
4.3.2 B0l FEAMKT 10 000 r/min.
4.3.3 ZpfrRF: KEEJN 0.01 mg A1 0.01g.
4.3.4 PR FHHEAMKT 300 r/min.

4.3.5 JEWIRE -

4.3.6 [AFHEEUREHE.

4.4 FE&

F%GBIT 20195 % FE 4, 2£/0200 g, Mpfefd H 40010 0.425 mmfLER KRG TT, 78051, HEA
BELUf R, & EBEREMIE, H5—3. BRI HE R AL, {03 RAE /N T 772 2R 30%
FIGERIEE . MRS EARER .

4.5 RIWPER

4.5.1 12E
4.5.1.1 RARFER IR

SPAT PR . FREGRFE 5 g CREZE 0.01 g) T 50 mL ¥R E.OE S, HERIINA 20 mL 2
(4.2.2), #WjiE 30s, 300 r/min R FEE 15 min, 9 500 r/min %5:0» 3 min, FiGEHREH .

4.5.1. 2 REFARFLR T FUR &R

AT RS . FREGARE2 g CREH220.01 g) T50 mL¥BRLE O, HERIINAN 10 mLZ A (4.2.2),
WHE30's, 300 t/mindRy%HEEL1S5 min, 9 500 t/min&S .03 min, FIEWH S -

4.5.2 #

U EMR-lipid /& Agilent 2 AR AL S ETRT S 4. 28 IR 15 BN TOTEASUIFRIE I, JE AR 12 i A
Ao AR AR i B A R BORCR U AT A P e A5 R i
2
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HEFFAZ B2 5 mLgs W (4.5.1) TRBEAHZEEAE (4.2.11), F2mLHEE (4.2.3) ¥, IERRKE
SmLAEEMF, HEE (423) %, WA MBI mLIERT10 mLEEMS, HKWREER,
TRAL, PRALUIERE (4.2.12) ioFyE, £,

4.5.3 ERILERARERIIBRIH &

FRELZS FHARE, 184,514 5 288 /AR (102 B B AR VA MR 0 BTEE R RS LSO VR & R VIR ik
WK (4.2.10), AZARFIAFEREAES mL, FCHSR2#E 80.05 ng/mL. 0.1 ng/mL. 1 ng/mL.
5ng/mL. 10 ng/mLA50 ng/mL ¥ #EJ5T VLAC TR & Al R VAW I FHIIC .

4.5.4 JzE
4.5. 4.1 HHEGIESEEZYG

LIERERTE e 2 S LT

a) ikt Cisft, HK100 mm, MA%£2.1 mm, FiFEL17 pm, BHEREA 4%

b) FEif: 35°C;

o) BEFEREL: 10 pL;

d) ##: 0.3 mL/min;

e) MiEhH: AMIAHIREETR (4.2.5); BHIAZKE (4.22), BHERRFEFNEL.

x1 RERESRKEIEERERRERF

i T1] AH BHH
min % %
0.0 90 10
4.0 10 90
45 10 90
4.6 90 10
6.0 90 10

4.5.4.2 [RiESEEZHE

e S

a) B HEBIEHE, EE TR (ESID;

b) BT 2 RMEN (MRMD;

o) BYHEHEL: 3.0kV;

d) BFIRIEE: 150 °C;

e) WL : 600 °C.,

£ WA HI=: & 1000 L/Hr.

Z M (MRM) B75%F ., HEFLHL R A RlffE g B LR 2.
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®2 FHUMNSZREEDN (MW B3, #ELEEREEENSEZE

N WIS Tt HEFL AR il e
LS ”Hm/ v eJ
Z
786.5>109.1 22 36
FEE A
786.5>174.22 22 30
814.5>109.1 66 42
FHEZE Ay
814.5>174.2* 66 30
772.5>109.1 86 36
FHBEE As
772.5>174.22 86 30
800.5>109.1 10 40
FER A
800.5>174.22 10 32
g R TN

4.5.4.3 EREERSHERTIBRAIREER RN E

ARSI EESE T, DB R ULECTR A An e RPNEW (4.5.3) FHRFEEWR (4.5.2) LEHLIE.
FRVEEVE ) R B B 15 (i 1 LB St CHRCLa.
4.5.4.4 EMH

FEM RIS 2610 T, R VA TR 5 25 SR T IC b v 2R 5V Y R e 0 A2 o A B 24D P % B e ) — 35,
HAAHWZETE £2.5% 2 W o HRIGR2IEFEREMZ T3, LB B A A 4 e M B 15 B A % 25 7
FF 5 5 R R 2 PR 5 R VT I VR A b v 28 40 A0 Fb o I ) s M B8 1 5 AR B8 R B, A e 25 AN
LRI VSRR, AT ) S R A A AR X B AR

*3 EMNERENBFFENRKRITRE

BAABRDS
XS B T >50 >20~50 >10~20 <10
K VR 2= +20 +25 +30 +50

4545 EE

CUAE DN 22 J DG PO AR HE PR R L R AR, il s By 7 ox e UM AR, 22l A
HEHIZR, HAH R RN AV T0.99. BURE IR 2k 57 UL AR vHE VA VR P AR5 00 14 i [ 250 2 A A 25 e )
MIZEPEVEREI N, o A VEVE ], NEETINE . R BN, SRR P AR ) o R B 2
J5it UG A P Vi A B AT 22 AN L 30%0

4.6 RIEHBIRAIE
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R AR 0 B U B Blwdor, BEUZRE T (mgke) R, 2 RRHEEZ A
(D W5, e 230 (20 5

_ PiXVXVy XV,
T VXV Xxmx1000
....................................... L

FAVEER
pi —— HHFE BT UL AT bRk B 2615 20 R Ar I BT IR B2, B2 (ng/mL)s
V—— PR USRS, A= (mL)
Vi——H T R BUSRAAR, A 2T (mL)
Vo——F 0 G IR E SR, BACAZTE (mL)
Va——FRE 5 5 7 AR, A= TE (mL)
Vi—— A ERER, BAAZTE (mL)
m——AFEE, AN (g) ;
1 000——H# 5 R4

AiXCsXV XV XV,

‘w/=m ................................................ (2)

A
A —— B U A5 TN 1 € D T AR
Co——hntE B P AF I BRI, SRR T (ng/mL)
V — PR BGRB8 (mL)
Vi— M T LR BGRBAARR, A 2T (mL)

Vo——1F bR I E FARL, A8 ZTH (mL)
Ve——IFLIBUE B R - AR, A8 ZTH (mL)
Ve— & ERMM, BAONZTE (mL)

As—— R HET AR AU A AR VEE T A

m—AFE R, B () ;

1 000——3# 57 240 .

REPEFMERSEUTMERAL. ThERAL. HFHERAMMFMERAZ AT, BEUZER
fT5 (mglkg) Fom. AN (3) iHE:

w= wl+ Wo— TWs—F TQsssvssevrevresesssesctiscntaeetancinacanes (3)
Fav R
w—— 5 MR RA T E S, A= T 5 (mglkg) s

We——HMHERAMIBED B, BANZTE T (mglkg)
Wr——HMERASHI L E L, BN T (mglkg) s
w—— R AR H, BANZR T (mglkg) -
W52 A5 R LATAT I E I FEARFERIR, PR3 AT

47 HEE
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FEEEVERMT, PRSI E 45 R 5 AR I E R 20 ZEA R T ZEARTBMER 15%.

()]

EARE R IEE

(&)}

AR

AR Al R QBRI ZFEMZERE S, SRS G Oase, SMrike & .

(&)}

WA EZ LS

BrAE A A ME, P sl o tral

.2.1 J/K: GB/T 6682, —%.

2.2 LN tagal.

2.3 HIEE. tagkai,

2.4 LRk maka,

2.5 TR fhgh4l.

2.6 LR (0.1mol/L): FREL 7.7 ¢ LBRE: (5.2.4), F 300 mL /KA, MM/KZE 850 mL, F
R (5.2.5) W& pHAEH N 4.5, FAHKERZE 1L,

5.2.7 WEEHW (60%, HFH0: I 600 mL HFEE (5.2.3) 5 400 mL /KiEA -

5.2.8 FMEMSEHT (1mg/mL): FREEMBER A HSHER A SMOER AsAIHMER A brde
YR GGHREE WS B) & 10mg CRETFZE 0.01mg), 3BT 10mL FEMY, MO (5.22) &
fREZS . —18CLANIRAT, FHER AsbrilE il &ima R0 3 M H, HhER AL HIWER AdFE
fhFF 2 As bRl IS A RO 6 M H .

5.2.9 IREAREMAAE (0.1 mg/mL): 7 BIAERREE DR EfE 2 W (5.2.8) % 1 mL T 10 mL &
W, MOl (5.22) Miles, R . —18°CUL MR, A2 4 H.

5.2.10 REAMERSIE: ERBIUE IR AP EM SR (5.2.9), FHEER (5.2.7) FFhcH
BRI Y B 0.5 ug/mL 1 pg/mL. 2 pg/mL. 5 pg/mL. 10 pg/mL. 50 pg/mL A1 100 pg/mL J&&
HER BT, IR e FHBLRD .

5.2.11 SR AURDT LB EAHAEEE: EMR-lipid 4%, 300 mg/3 mL.

5.2.12 FUSLIEME: 0.22 um, FAHLR.

5
5
5
5
5
5

5.3 &%

5.3.1 FRCBAHEIERA: BOA LR A M A8 B AR R A 2 o
5.3.2 ESOHL: FH#EAMKT 10 000 r/min.

5.3.3 ZpHr RSP KEEN 0.01 mg A1 0.01g.

5.3.4 Ry FEAET 300 r/min.

5.3.5 JEWIRE

5.3.6 [HMHAERRE.

5.3.7 ZWAL,

5.4 t#fm
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F4GBIT 20195 &£, Z/0200 g, Rl 430 1L 0.425 mmfLAERREE T, 7eoiRe], A
% I:];T-EEP ’ %Fﬁ o

5.5 RILHEER

5.5.1 1EH
5.5.1.1 EL&wRRIANE R4 FER)

SPAT PR . FREGAFE 5 g CREIZE 0.01 g) T 50 mL ¥RIE.LE S, #ERIIA 20 mL 2
(5.2.2), Wi 30s, 300 r/min JR¥HFEEL 15 min, 9 500 r/min &5:0» 3 min, FiEWRAEH .

5.5.1.2 IRAEEARARMFIFUE &1AR

SEAT P IR « FREGREE2 g ORI E0.01 g) T-50 mLERLE O h, HERIIIA 10 mLZ A (5.2.2),
WRE30 s, 300 r/mind®yZHEEL15 min, 9 500 t/min 023 min, EERSEH.
5.5.2 %k

HERRS HLS mL 4% FV (5.5.1) i B AIREEURE (5.2.11), H3 mLAFEE (5.2.3) Welii, WP, 45°C
TRAWT, HERININO.S mL FEEAT (5.2.7) ISR, WIeiRS), WAL (5.2.12) ig, .
5.5.3 SME
5.5.3.1 EXHHEEESEEHE

1 R i 2 2 2R AR R

a) A Ciskl, K250 mm, WE4.6 mm, FifES um, BMEREAH M
b) FiE: 35°C;

o) Full: 238 nm;

d) HEFEE: 20 uL;

e) MEhH: ZMRAREW (5.2.5) + HIEE (5.2.2) =40+60;

£) Jii#: 1.0 mL/min.

5.5.3.2 FRERTIRGFIAERENE

FEACER IR AT T, 2 BUR SR HERVIER (5.2.10) AHAFEAW (5.5.2) LEALIE. brdEis
VB e AU € 1 L Y s CHh C.2.

5.5.3.3 &M

MRS AT, RXFA RS P R A R A ) A OR B (] — 2, AR
RZETER.5%Z N

5.5.3.4 TEE

DRI BB R AT, (TR (MR AT, ZbIARIERIZL, JEAROE R
AT 0.99. WBEELF TN FR I FE SEE B 1 2% (O T FEL . e e e LA b
VU RN (5.2.7) FREIS ELAINTE . ML AROE e R, BRI I I VR A 5 b v
L R PR 2 A 30%.

[fESEALBEN]
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5.6 HIHIELIE

WFER AR S B R R Mlwdfor, BEUZRE T (mgke) £on. 2 REHHEZ A
(4) 5, e A (5) 5

XV XV, X1000
= e, (4)

T v xmx1000

A
pi ——HIFRAE AT B RV AR I A R L, A v = e BT (pg/mL);

V— AR BRI AR, AT (mL)
Vi—H R AR R, AN 2=TE (mL)
Vo— & ERMM, BANZTE (ML)

m—AFEE, AT (@) s
1 000— 57 2%,

ApXCeXV XV, XV, X1000
= AXCXVXV; XV F oo (5)
AgXV; Xxmx1000

A
A BUREIEB R A 0 1 0 15 0 T A
As——BRHET AR A0 1R VEE T A

Co—— Il P AF A BRI, AN Z TR (ug/mL)

V— R R BRI R R, AT (mL)
Vi— R B R, AN (mL)
Vo—RAEREM, BANZTE (mL)

m——iAFE R, AN (g)

f— RS2

1 000——#H R %L

R HFMERSEUHFMERAL A AsFIAZ filTE, BEUZRE T (mgkg) Rox. EA
& (6) iHH:

w= wl+ Wo— s TQsesvssevrsvrssesssesctttcntaeenttecinacanns (6)
Fav R
w—— SR RA T E S, A= T 5 (mglkg) s

We——HMHERAMIBED B, BANZTE T (mglkg)
wr—— B R A E AL, AN AT (mglkg)
w—— B R AR H, AN ZR T (mglkg) -
D52 A5 R LATAT I E A RN, PR3 Ry

5.7 WEE

FEEEMERAT, PIISLINE 45 RS AR E R LR EA R T IZFEATEMER 15%.
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Mi R A
(Fset)

B BIE-BREEENSHARERIEENKEHR, 2R

YRR € — 5 BB 1 3R A vt BT T R PR A, HE BR A S R BR ILZRA. 1
RA. 1 RAEBIE- R EUE RS MRAE & IEERR H IR A E 2R

Jri WA 4 T LR R
mg/kg mg/kg
ERILES VN 0.003 0.01
A €2 - R T T FE R A 0.003 0.01
TV TR As 0.003 0.01
H AR A 0.003 0.01
H AR A 0.5 1
N N R A 0.5 1
e O A A 1 Ty 05 1
FHihEF KA 1 2

[fESEALBEN]
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AR bR R IS OEM AR 0 T AAMCASS WKB.1

B 1 AMEMBRPRICBEMABIR. LFESFHFMCASS

Mi % B
(R

AMEHERPRCBABR. LFHFFMCASS

WL R JEL AR 513 CASS alifiz
At KA kitasamycin A C40He7NO 14 16846-34-7 =98%
A R A kitasamycin A4 C41Hg7NO;s 18361-46-1 =98%
FHhE R A kitasamycin As C39HsNOj4 18361-45-0 =98%
HFEERAR kitasamycin A3 C41HeoNO 4 78897-52-6 =98%

10
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M & C
(=R
ERLERAMERREEE FX BIEEIESER RS MRHERILE

C.1 R VLACIR A bR e & B 10 il B WLEIC 1.
AR L 78655 174.2 (kitasamycin A1)

1007 1.705
<
o

wwwwwwwwwwwwwwwwwww

050 100 150 200 25 300 350 400 450

814.5 > 174.2 (kitasamycin Ad)
2.39%5

wwwwwwwwwwwwwwwwwww

0.50 1.00 150 200 250 300 350 400 4.50

3 772.5> 174.2 (kitasamycin AS)
2.04e5

050 100 150 200 25 300 350 4.00 450

4 800.5 > 174.2 (kitasamycin A13)
973ed

> % é
g

wwwwwwwwwwwwwwwwwww

0.50 1.00 150 200 250 300 350 400 4.50

Gl aEaUiR

1—F & F A
— R AR B A
— 5 AR B A

4—T Ml R Ao

& C.1 EFRIERAFRAEZRK(0.05 ng/mL)EEBFX AR

C.2 JRE bRE M RO AH t ik B L IEIC.2.

[fESEALBEN]
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M wi{E, AU
0.003

0.002 - I 3

0.001 - } \\ ( | f \!‘ 4

0.000 —IKWWJ \J - \WW\«W’;,\\: k““‘*mm”““v

-0.001

PRI S .
— R

22— B ER A
— R RA

4—FE M EE R Ao

Bl C.2 RATMERIR(Q2.5 ng/mL)S k& IEE

30

35

f//min

12



