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5B B N R RN B AR BT AT A2 138 . B8 (Journal of Chromatography A)1999 ## 5:( & BORAR &
BHATAECENES AN PR EER HREE . AEX . FEABLOHE. Ky RER 24
RACEBAIR, 7k R R R RIB AR AT T8 B AR EDT .
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AP HEEENNE

1 @

ERESE TANFEERNMERE T RS ORAARMETNEMER T E,

AERAEF R T R E AT RA PR RS B MATRS AN P RBEROME, REEHRA
1.25 mg/kg. HMAYRBFENMRE., FRESBRAHAEEMNTEAERERTHERTR
M B RANE .

11000 hBHRBMAWBEETF 1 mg HREERCHaOWD,

2 HEHSI AXH

FHI & FE S AR T RN AR AR, LEERBIMSI B, HEEHE
B S (REERR M A BB ITIRY & B T ARERE, SR, SRR B A 4r ik Rt I & BT
ERTEBXEXHHEHRA. LEAE B M EXHE KEBFRAER TR,

GB/T 4780.1 BHTIAEMEYERE BT

GB/T 6682 4r 47350 2 F/KHUME Fik 36 77 82

GB/T 14699.1 &% R#e

3 AELEDRRTERRB

3.1 EHE

PR BAKEBGRRE PSR, BB EMERTESRL RE R S THEYE. BEHEE
R GRS R R P 2 B R S vE A s B 2 AT B VR A 7 2 4 B AR R B B O/ P b il 4R
EBMESEESTE.
3.2 WAFnA R

Bk 55 & ST L 7E 427 P (U F B A R 4 A7 4 3R R A 2R 18K B 26 3 FOK B Al 8K
.21 HEBBER

S H1CVAVY,
3.2.2 €44

270 H~335 H:£ 300°CH#E1L 3 h, FFEMEAEH.
3.2.3 SLBEWE

HIEACE BB ARRE S (F 20 mm, W2 10 mm), AN BRAEZEALERBLE TR,
LABEEY 8 cm~9 cm,
3.2.4 HRE™

v& HlE B ZEHLHT B (Bacillus stearothermophilus var. calidolactis),
3.2.5 RBERERE
3.25.1 BBERALSERR

R EZ MRS (S8 94.1%)0.106 3 g, EF 100 mL ZAEMT . AFBER . HEZA
B, K EN 1000 pg/mL, BT 0CukE  HRMEA.
3.2.5.2 HEBEFIRAREHE

BB E 1000 mL AR AWG.2.5. DT 00 mL FER T AFEREBRZAE. 85, LK%

43 81% 100. 0 pg/ml., 4 H & & fE A,
1
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3.25.3 HBENREIERHR

SHERBER —ERREEPENKG. 2.5.2), IFBRERG. 2. DHEBERKENR 5. 00 pg/mL.,
10.00 pg/mL.15. 00 pg/ml.,20. 00 pg/ml.25. 00 pg/ml. AR TAEW, HH 5. 00 pg/mL HBHK
FERARME TR, DA LYY B RH .
3.2.6 BEE

B % B HHLER &,
3.2.7 HREHK

BRI E R EER TREAE LA, TG5EDCHEHEA7EDh, F 8 000 r/min B0 15 min,
FELER. MABBABEE K B0 REER. FEER. BEMA 30 mL £ B KH RIYER
W, TF 4 CkIRTE . BT 6 JA~8 F.
3.2.8 REFEHMGHE

TEMPARAT, Je i b4 EAREA 0. 10 mL 1 5 pg/mL YR BE MAR M TAEH(3. 2. 5. 3O X I B A B
HABRHTHME., UABBMEARBENAZBUIAHZESOC~SCRHBREDL. ZHBA, T
GSEDTHEFRATEIDL G RREBERREGEIERFLERZ12 an B  EROTEB G E &
WHENBREHAR.

FREFMPIA 20 mL HAHBHE 50°C~55CHEHREL . FFAFE FLERFRE. HRE
B. BEACMARGEHERERMEREL REAKF FREBESRAEE TR, FHAFRFEX
H%.
B 5igg"
1 BEXERIKEMS.
2 fHEEEFRA 55CE1C, BRIEFAFE.
3 MEESEKRE.
4 RS HEEK.
L5 B AMETF 7 000g¢9 000 r/min),
6 WetrFR W ZIEE 0 mm~200 mm, ¥ E 0. 02 mm; S0 B M EAL.
7 BRFRIL:NAE 90 mm, RERPEOLE MBI, RERLE.
.8 M .HRE.0 mm, 5 10.0 mm, AME 7.8 mm BIARERE .
L9 EEMEBREAS 200 pl~1 000 pl., -
B2 TEMEBRERETRE.
L3010 EHEH RSN,
L4 BRNHE

# GB/T 14699. 1 f % RAE 7 B R BE B EURBHE & E D 500 g, IR HRED 100 g, B W@ iT
0.28 pm fLIF RS R AT A RE LR ES .
3.5 SHBR
3.5.1 k&
3.5. 1.1 ARG EMRERRFIK GB 4789, 1 $4T.
3.5.1.2 HHHER—EEAH BWE0.0001 g, F 250 mL EE=MAMP ERIMA 20.0 mL #F
BEBG.2.D EEERGHLEG 1 L BERFZ . 2BEBIESTNEALEFG. 2.0 P, AR
REBUR(3. 2. DRME K BERE . A 100 ml FEBERZEZE.
35.1.3 REEREG.S. LOTEEEFHREWRESIE REENEREERESRE.S R
MR AER-FRERKGSLDETRAZRRT . HEET. MAZBRRSIBRREG.2.DRK

W W W W wwwwww

3
3
3
3
3
3
3
3
3
3

W w
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B ERRPEERSEN S pg/mL~20 pg/mL,
3.5.2 IRAMZKNH&E

PA5.0 pg/mL IEMIRHE TARRIER S HRE. A LS MRERE SR 3 Mg TR
H—H. EHNPHRERE 6 4N, HERAELEN 28 mm WEE LK 60°ARE, Kb 34
AR 0.1 mL BB HWRE, B 3 NHM 0.1 mL HA—FE MR LER. 2L RERRSH
WERERBEARRE. ¢ HRENRETERE 12 MREFIR.

BRELHERS, F4CHE L h~2 h F,EGSLDCTHEFRATEDh, REFBRN. ¥ 0 &5
FERMEEOEHE 0.1l mm). REBHAIMEETHRES 0 pe/mL KENNERERZRDB S
HAREAR BN MR AR FHEA, BRESHEREG. 0 pg/mLIKMITIAE 36 MIERE
RERNTPHEBD. A6 T SERENHRERN THEBEHAT INSEREMNENER
I (B) 2 2 3 15 IE FoAt 45 e 5 A o T 0 VR A 00 B BE SR B P B (AT

VAVE 0 W B o i A AR PR VR B AR LE R O 10 BT BE A0 B AR (ATD AR B, 42 W1 4 o B 28 R B3 R
HER.

BEHR(DIHE:

A'=B —B+A N E D)

Ko

A'—— PR IE S5 I B B B R R, AL M R K (mm)

B ——Fr v R B B A R BRI, A 2K (mm)

B——H B 0E 5 VR £ PO 9 4 M X TR O R 9O R B P % B B, SR OB 0K (mm)

A— R IE IS R0 B BE BRI T B B B, SR A Z K (mm) .

3.5.3 WE

BHREBRRA=ZAEE TR EE N TR EKE 6 N4, 5 EREREY 28 mm WEHE FK
60°MIMEE . Hrp 3 MM 0.1 mL BEHEL. 55 3 MM 0. 1 mL B ¥R HE (5. 00 pg/mL) MR AE T
R EBEESSEREGELAREIRKE. BWEEHF, T4CHE 1 h~2 h 5 EGSEDCH
FATEDh. BRESFBN. SHAWBFFENNERVEROEHR 0.1 mm), BWE/F, RHF
B
3.6 HRIX
3.6.1 MAEBENMEBER/NT 12 mm, BRE R HE",

MERENNEEERPHERTET 12 mn, SR ER, ARRNS E S G E SO M5
BERMEE BRRXAOHBERFTHERSR.

MMZESERAEE A ENEBERFHERNTET 12 mm, LEN, §FHTHIERRTH
EMEBRE.ZAME O, UIEHNEYHRLEER.

3.6.2 WHPLEBRSERNOWEH:

m

v
o—— AR P EERNGE, AV EE T 5 (mg/ke) s
MATHE 2R E R P BRI E B N B RS T 5 (me/ke) 5
MR
FREGARE B B, AL R T () .
3.6.3 FHMELRAMERATFHEXRT . RE 3 NAREF.
3.7 EEHN ’
AEREZA TR ORI IR RN EH OB EE.

¢

n

n
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—HBERMHETE<L 00X 10° mg/kg B, R BAR T HEK 15%;
—RBEEMHETR>L 00X10° mg/ke B, AL HEAR P HER 105,

4 FE2.BRANGECENTELRRLE

4.1 BB
PR BEBURRE B HE, L) 2,4 A3 B (DNP) 3 7 4 7). 07 B AV AE s R AT A b 3
SR 2 A I 38 xR R B RGA AT E .
4.2 wEma
BRAE S A B, (U A 4 AT AR .
4.2.1 %
GB/T 6682,—% .,
4.2.2 ZWMZBBR
c=500 g/L.
4,2.3 Bl
g,
4.2.4 {THEURKHE
¢=0.5 mg/mL: FRE 50 mg 2,4- " HEAEWET 100 L FEBP . AHFEAIBHRERBEE
7.
4.2.5 RIE
R BE5 K (90+10, V- V) B4 i R .
4.2.6 RBEIFEARE
4.2.6.1 BBEGAFERK
R BRI ER(SE 94.1%)0.106 3 g, ETF 100 mL AR T AHEER . HEZH
B S, RWEE N 1000 pg/mL, BF 0TS, BRI M.
4.2.6.2 HBETATERE
SRR 1. 00 mL.10. 00 mL #RAERHFW (4. 2.6. DTF 100 mL FRMH, HPHEHEZZ
=% HIRE 18 10.0 pg/mL.100. 0 pg/mL, BELHLA .
4.2.7 HEA
¥ 1.5 mLKZBURRLA A 98.5 mL K, 384 10 : 90 ML BRI FRIE S . FRTESE M
f it <AL
.3 uEgHeE
3.1 LI EH BB,
RHEREEERES.
B KT 7 000g(9 000 r/min),
HEE & #.
6 TSRS, 10 nL~50 pl.,100 pL~200 pL,200 pl.~1 000 pl.,
3 MEAMBERERELLRE.,
4.3.7 BHBAAGAIEM-ESNKE BRE.EAUVRHEEIRIE, ODS C i+ (kL
4 pm, K 150 mm, 2 3.9 mm),
4.4 RAEMHE
% GB/T 14699. 1 fA LR EEJ7 B R AL SR BUR B & 220 500 g, AR ZE 2 100 g, BB 8, T
0.28 pm fLIE RS, EAFHA AR, B KBRESH.
4

wow oW owow
G osWw N =
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4.5 HHTR
4.5.1 RXAEER
4511 FR—EBRAESIHF A HEHE0.0001g F250 mL EE=FAE P, HBMA
100. 0 mL B¢ F4R BB (4. 2. 5) , EHERGH LTF 1 h, BEF 2, B EER 10 mL FE.LEH, U
1 000g(3 500 r/min)&.L» 10 min,
4.5.1.2 MEHRBERSE BEEREWS LDPEERF T REGRER AR RERNERER
BESRE, ZLHFEAORR - ERRBUEGQ.5. L. DETHRERRLSD . BREET, . BMA 700 oL #
FREBUK(4. 2.5, HRBEFHEXTERN 20 pg/mL~100 pg/mL,
4.5.2 RBEMEL

P EM BB ABAR (4. 3. OMERBE 700 pL LEBFREBOMBELE P, AERINA 100 L =HZ
BKARA4.2.2), BEE  EMBIR AR LRI 20 s, ZEME 10 min, HEEFIIA 200 pL e H
EARR U 2. OB R FAEE 20 s 5,8 F 55CAKBMRP KA 30 min &7, BH, FEHGFH#T
o2l 8

MR A ELEIEM, T 7 000g(9 000 r/min) B0 5 , B W EHLIE .
4.5.3 IRWETEK

R MBS (4. 3. 6)HEBR IR ER 10 L. 20 pL..50 21,100 pL.200 p1.,300 pL.500 L 2B E
PR TAERA. 2.6 D FTABROMNBELES  ARERBEE 700 pL, HR 1= BEM 700 oL H#EE
*FBR L% 4.5, 2 T T B AT A
4.5.4 JE
4.5.4.1 BUEHEEEJMPLOMNESHNZE

3K ODS Cio B, BLEE 4 pm, K 150 mm, 42 3.9 mm BLHEREZE U 40 HT AL .

K8 :30°C.,

WshH: R 4.2. 7, %% 1. 0 mL/min,

R 2% AN UV B AR M 5 A 2%

R 3 4 0392 nm,

HEFER 10 p1~20 pL.
4.5.4.2 EHX.ERAE

BUERK 4.5. 2 AWM EARBMAMEBIKER 4. 5. 3 AR TAERSTNE. UEFeE
A RBCE SR El. DaRdmBB o iR aReantsEg.
4.6 HRITH
4.6.1 FARFHBERIREXNGHE:

T PuaXmXViXV,

K.
o——RAEFRBERNETRE, BN ERE T R (mg/ke)s
PR TAEMAT AL (4.5. ) PERBRKE , B N ZERE T 5 (mg/ke)s
PR M TV WA A T 04 T AR5
VbR ME AR WBAT A W R (R B, A T (L) 5
P —— BT A 0 T R

Vi—— iR AT A O R AR, B R R (L)

V——IR B R B, B N ZF (mL);
v, 25 ERIRBIER(4.5.2), B HEF (mL);
n—— R BB Wk gE AR
m——RREGRFE I B, A 5 () .

€

=
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4.6.2 FITHEERAERVHERR. RE 3 LARKE.

4.7 EEH
EEEERAT RS 005 R s R 45 R0 g X 2618 .
—HERKETE<L 00X 10° ma/kg B ABEERFHER 15%;
—HEFWETE >4 00X10° mg/kg b, FBIERFHEN 10%.
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H O® A
(HRIHEH R
B RER

BEEAMERTRR] FREERIERERARBRERA. REA LKA 2,
FAl ANESRRTR.FEREEERENEREE MEWRBAH

- -
BREGRR | BER. | BARERV/ | CPRRT | swwe | oo
jE -3 Cua/ke) oL HERKE R wE/
g n
He/ke & ¢/(pg/mL) " (pg/mL)
7 000 000 140 10 14.0
TR &8 2 100
3 000 000 60 5 12,0
350 000 17.5 17.5
WA R 5 100 1
150 000 7.5 7.5
70 000 7 14
BL& fEH 10 100 0.5
30 000 3 6

F A2 ARERFETR.FERRAERRBEDNAREHE HPLC

RBABRF A HPLC 1
. HERTTAR/ BER o/ REBUBE V/ R R N
k2% (ha/ked . EHhBRWE SR e/
rerte & of Cug/ Ly (pg/mL)
100 000 000 1.0 1.000.0 10.0 70.0
HWHETEA 100.0
120 000 000 0.8 960.0 0.0 - 42.0
7 000 000 2.0 140. 0 1.0 98.0
R A AR 100.0
3000 000 4.0 120.0 1.0 84.0
350 000 20.0 70.0 1.0 49.0
W45 R 100. 0
150 000 20,0 30.0 1.0 21.0
70 000 20.0 14.0 0.5 19.6
BAHEN 100. 0

30 000 20.0 6.0 0.2 21.0
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H F B
(RTEHEMR)
EXREMAAHE
B.1 ¥xE]
B.1.1 K%
EBE 5.0g
+ABRE l.og
R 5.0¢g
BURE 2.0g
b1t 15.0 g
7K 1 000 mL
B.1.2 #i%

RS TR MMM, A pHE 7. 440, 1, 5% FRE®, F 12I°CKHE 15 min, #H®
HMEEM.

B.2 EHEI
B.2.1 H%
=Y 5.0g
HWEE l.og
B RE 2.5¢g
it 15.0 g
7k 1 000 mL
B.2.2 #l%

BB R RS Tk S AT AR W pH (R 7. 040, 1, P FRIBIEE, 7 121C RE 15 min,
B.3 4Bk
FRELB.5 g L8N, BT 1 LAD, Fl121°C EEKE 15 min,
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M ® C
(BB R
RAEMRB T EZRIERR

C1 FE

FIERERAEY A BE% AIRES AN R, R R, A, URIEEE T EEN NS R EREE
HER.

C2 £YaB¥ERH

C.2.1 #EH

R Q/YT 257—85SG,5 emX 20 cm, AT 110°CEAL 2 h,
C.2.2 HER

20 pL, SR
C.23 BF

RN T
C.2.4 #J

BENEE R ERRA AN ER E R TEREERTH 2 om &R — 288, R
EAREL LSRR 20 pL BEBOM 2. 0 pg/ml. $h % RARHEV, B AAR IS S HEHE 2.5 em. LR HF
TR RHET R, HER M RIER TR 1.5 com A0 ML, BUBER , R TS &858,

HHEEBKRTFETFREREMKR T EERLS  ELE A THO RIS HE 50C ~55C 4
MABERAEFRAEIYOHMERRT L RAEH 10 ol L RS FRESBNEEE [ HEE I 8
B LR SRR, FG5EDCTHEFATED,

GHBRE EEER L SHBERERZENEB YR, MARMLE L, B0 EE 5 IES
HYHMESEE.



