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L —Fppg e 4 08 G AR, HARFEAE T, B dEFe N % .78 ik Fe N %1 Fe,0, 5%
JE RS ATk Fe 0,50 210 & 6 B R R I HEYE IR IO0R 2 TR e Bk
JER AN B A - N, A s Frid i it b 3458 0 55 & ORI B2 920 ~30nm;

BT i 3¢ 655 A Rk ) 1) £ 7 7%, AR DL R AP IR

(1) W5/ Ie T4 AN AR RS VR A 1 FE3 . 5~4. 5h, [E W 20 & , B ITTVE WD , We ik, 15 8 &AL
RVAVSE S8

(2) K Frid & A+ /S bl 4 I A -+ UG IR & 7EN 2 (R R B 2R

SIREYINAZE115~125 CIRIR M 20~35min, -5 TR IR IR S RN, 145 T 50 I 37
PR I 2250~ 60 C I 5 YRR VA TRTE & S BT 5 16 Y R BN = ) i3 AT [ 2 28, S SR T U
LVl HoE T YRR, 15 BIFe@Fe 0, VW ;

(3) ¥l 2 LA MM S =R ORIR S IR B WRAET5~85°C 2 4F N el 20~26h, T4,
15 2150 70 A oA 5

(4) ¥ BT iR 20 B8 (3) A ) Z00% A DR AA L =98 4 BRI T el e i i AN B 3 20 B (2)
Fe@Fe 0 ¥R &, TENLRY T, ¥545 B HTR A P AE BE SR N4 22320 ~ 340 C LR [ B, #4
L=V E G R R A WS B 1) L BEVR A ARG B, RERURL TR, OB I oK ik
DUE A% - 56 - Se S MR VE 364 52 4 ek

(5) ¥ Fridi A% - 5% - Fe A5 MO B S ORI AT B A, A5 B BB ONE S
K 5

HA B IR (1) ~ (2) MBI (3) 2 83 A I [A] I FP R B i) o

2 ARIEBOR R 1Tl () W 3 3 2 S 3Bk, FURFEAE T, ik Bl & Jc R AL 4%
B VBB

3 BUFIEL R 1BR2 ik () W Ve B3 4 6 52 & ORI 1) &6 07 7%, HORREAE T, 3G LR
IR

(1) W5/ be T4 AN AR RS VR A 1 FE3 . 5~4. 5h, [ 20 & , B ITTVE WD , Wik, 15 8 &AL
RWAYE 1T S

(2) K Frid & A+ /S bl 4 I A -+ UG IR & 7EN 2 (R R B 2RI
SIREYININE 115~ 125 C AR R N 20~35min, F 5 T PR IATRIR & I N, 13 L3R4k ) B
P I 2250~ 60 C I 5y R VA TRTE & S BT 5 6 Y R BN = ) i3 AT [ 2 28, S B T U
ZVRVR G R T YRR, 43 BFe@F e 0, VA ;

(3) Bl 2 LAY 5 =M ORI IRAWAET5~85 C 4 NI 20~26h, T4,
15 2150 20 A oA 5

(4) ¥ BT iR 20 3R (3) A ) Z00 A DR AR L =98 4 BR A T Yl e T i AN B 3 20 B (2)
Fe@Fe,0, IR & , 7EN, DR T , K545 2 HKVR S M0 PEBE B HE #2320 ~ 340 C LRI SR , #4
NP H G M L BEVR A K13 B L EEIR A Ao &5, WEURL Dk, B IO 9l K Atk
DUE A% - 56 - Se S MR VE 364 52 4 ek

(5) ¥ Fridi A% - 5% - Fe G5 MO B 2 SR AT B A, A3 B BB ONE S
K 5

Hr B IR (1) ~ (2) MBI (3) 2 [8]3% A I [A] I FP R B i) o
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TLBRER T ORI R VA MR ) AR AN AL 7N e 4 () i G 790 . 3mL: 20mL: 0. 7mlL: 0. 2mL -
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BIJG B s il #% - 76 - SR A5 MG B B A ORI L& LB 2K K FNERERR £ BR
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7. — Pk MDY A 22 B WP b 6 52 0l S0 3 IR AT i AR 5%, R0 JECASORIAE P ik e AR B AR Ik
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— MR R EERTOE R R BRI R F R E
Hill& 73 AR

AR G
[0001] A% B Je& £ il 2 A M 5 AR A, B AR Ko —Fivker il DU 24 22 25 D i i ik B e 45
T SENTIAAR S S Ll 2 TR AR

BEEEAR

[0002]  PYIAE (Tetracycline,TC) , &VUM KRBT AR P EREARNUEY ZKPUER
2 P T A 2 P AT A 20 B 2 PN S DR AR A S A R AT T Ik T R 5 R o PR L T
PO AT R IR RICR IR I IS SR AR B T2 BN B AR R PR DY
WP RN 25 1R T = A SO HAR IR T 5070 VU PR 3 R 504 2B 5
Il RN FHIR H o SR, (035 36 B AE N IV 2 B K B U R R AR N AE KA AR R G 2, &
R A R DU IR A R . H AT, R I R G s e dh R I T U IA R TR
T AN R4 T S Ve T , 38 1 & BE R & S AE F L 3= sl b ik B8 (R DY 2R 28 200 4
I8 G T E R O RN 1 4H XS DY 2R SR R I P ik, tH & D TCs Bk B i A
M55 533 R E RS T 495 DU 22 5% B R &9 100mg /L, sk PU A 28 24 M il 452 AR 1
BIF 58 APOAS M HAR  R R2 AE A DEE

[0003]  H i , A% VU A4 21 bl A5 28 i 1) 7 v B 6 v 380 A €635 v (HPLC) A €83 - i/
JREVE (LC-MS/MS) AR 03 - i 16 P 1: (GC-MS) 25, ix Bl 2 b e AR Si it 5 1k, 2 H Al
IRAIE J7 ¥ . 5340, B A F IR B BRI 2875 (ELTSA) ofH i LA b 75 v 380 75 Je 2k i A il
ACEE Rl 2 FH &0 51 A SR BRER , HOOH R AR N STl it R By, A& T3 E Al
AN PR DR T PR A U o R AR 4 i 938 JE B 2 L A G U B I S A A 8 L A T B S
R A HOETE P AMS I DY IR 2 25 32 B IS i 0 AR AR AR — Se R b, iR e R E W R
B AR e v S S B A N 35 RN B S5 7 S TR, ELB € B — , 3 DA S L A )
(1 H .

[0004]  REEHuCAIZEMTEOR R 4k A & o EMEOR 5 fERE M E R RO E A
BRARICEOAR R AR AR N — P i T, B4 G T R R IPOCHER bR
FARFN G BT RN BN A, B Pl B R T SO0 35 o 3 5 5 s ok A A
W, 5 A G G AR RE FURTIER L B AL OGRS bR e E TR e LR
SRk, AT AR e i A RO K B E S TSR S, ORI R E AT
FE AR T AR AR RAE G L e i 1 b 3 3008 S G TR I R it B I A A 448 K g 1
558, A T DRAEAS U 1 2 S5 B, il K B RiAR 2 R EUE JE M ik AR i sl e 22, DA P AR N 2R
.

RARE
[0005] A% b, A WA H AL T 3R (UL B3 4 90l 525 BloeR S HL il 46 D5 32 Al
VUSSR ATl AR ok SN Y P e B e e e e 5 ek LA e 1R HLUROE R e
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R, DA B4 0O 5 S TERAE R R B b R P i) 5 ) Aar I DU 30 2R 2= A i AR 25w I 2R 5
FEE

[0006] 7SI BRI H I, AR BHIRAE DL R RORTT R

[0007] AR WIFRAL T —FhRETE bR H N SR, BiEFe W BB ik Fe N % 1
Fe,0,7¢ 2 ML FridFe,0,5¢ 2 1 & A 9 Roc 3 KWL VE B3390 58 2 s fE TR v L %%
e 58 JZ AR TAB A -NH & ] s ik v B4 6 5 G MR 1) BLAE 920 ~30nm.
[0008]  fRRIEM) , Firid Bl £ 7 2= BLAE L AR B4

[0009] A WISt [ Bk it b He e 0 5E A ER ) il 4% U7 AR DL PR

[0010] (1) ¥+ 7S ke ke FERBRVR A 343 . 5~4 . 5h, [ W 405 , W DTIE Y , ek , 15 3
A A7 e A

[0011]  (2) ¥ Frik EAL 7S b H i I AN L -+ )RR &, FEN DR AP T B0, 43 211
it IR A VI 115~ 125 CORIR R M., F-5 L ERERIE R A [N, 1 T Bk I N 7 ) Foe
T 2250~ 60 C I 55 Il BRI WUR & JONE 5 YIRS B 7 M) AT [ V40 85, AL B R U TiE 2 0 5
Ja B R TG, 13 2|Fe@Fe,0, VAW ;

[0012]  (3) ¥4 A L\ MM S — W ABRIRE , IR ETRAET5~85°C A N, T/, 15
IV Z 0 T FT KA

[0013]  (4) ¥4 ik AP 5% (3) HH i R0 L AT IR . — 9 £ BRI VA T IS W R BT i 0 B (2)
H1Fe@Fe,0 TR & , 7EN, ORI T, 445 2 8T8 & W) FE BEHHF N #4 22320~ 340 C {R I [ M
WS BEF v H) 5 G IHRE AS 2 1) CBER S VMG B8 ERURL B  WCAR 1) 9K Tl
BRUTE N - 76 - e S M v e 5 5 UK

[0014]  (5) s Frib % - 5% - S A5 MG b A% 4 52 S IO BT J B AL 15 BIREME B #52O0
HE WK

[0015] AP IR (1) ~ (2) AP IR (3) Z 18]35 A I [A] 53 (49 FIR 1 o

[0016] LR, FriR 25 08 (2) H b B i < 1- -+ )\ M « T 35 Ak 3 YRR 9 R Y VIR FP) AR AR AN
WS I LB T s b 0. 3mL: 20mL: 0. 7mL: 0. 2mL: 0. 1g ; BT i Vi B0V Wk 1) JBE R MR B N
Immo 1 ; FITidk JHIBR VA R ) BE K UAR 5 Ay Immo 1 5 BT T B Bk VS VR ) JBE 7R WK Sy 5mmo 1

(00171 DLIERT, Prid P 5% (3) vl &4 LA B8 5 = ORI L 93~3.5g:
5mL;

[0018]  Firik B4R (4) Hp 4l Z % 1 BT BRAA IR BT = 9 SR BVVA VIR IV U RTF e@F e 0, T
WHIARFIEE A1g: 10mL : 15mL : 10mL ; AT i = 5 £ R ANV VR ) BB ZR W 5 Ay 2mmo 1 5 BT IR Y & 1%
TR BE R FEE Dy Tmmo L o

(00191 HLIE), Fridk B3R (5) H & AL I3 s % - 7 - s S i e H 5% 3 2 &7k &
B 2K K FNIERERR L B8 R A 7E40°C 2 N B, FEINN - = N 2 — 2 | Ak dE , 40
CHAM T AR EE N, F S BEDTTE BURL 5 Be 5 s BT b % - 58 - Fe 45 MR 1 B3 40 26 Tk 1) o
B\ O VRK K ANERERR O BV 3- RN 2k = ORI RE e AR AR L 2 25mg = 15mL : 625m
L:5mL:5uL:25uL,

[0020] AR BHERAE T — ke I DU B4 28 B R 1 b 3% 460 2% Sl f 2 JE AT iR AR &%, L FE AR RN AE
FIT 3R JECAR AR G B 1) IO 2 | 25 5 L N DX A 7K 2, JHHb B o e 87 X0, A 000 [ A Joia
X, Frid 456 A REME IO S R PR G DY PR 3R 25 5 v FE AR
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[0021]  Frik#giE L e B A ek Bk 7 R TR w6 2 A kel ik
il 2% 7 v ) & B M R R SR

[0022]  Frid A IUIX G4 A VU PR 2 200 o - 2R AR R

[0023]  fRIERT, BTl fivE 34058 2 A ERkbsn 10 DU 1 28 25 9 B v B P AR (1) Wt i B 12
~13uL/cem’; BRI b 555 9 56 5 & ORAR AT DU B 25 259 B ve e AR O VR J3E M2 . Bmg/
mL o

[0024] PRI, BTk W b 3 4 ¢ 6 52 A Ak bm A0 DU 34 28 25 400 B0 S o o A 1) i) 46 592
BFELL T DR

[0025] A KRt b G e e B A SRR R B R R R I 52 25 %6 [ B /K VA TR TE IR 3 25 A
TIRE, TR A YE R & A3 BT R S, BT S B R AU IR K 259 5 v B HUAR
MR R, B B, SR e E R

[0026]  B. oK H & G B RLTE FE 0 S AR - DR BB AT B A, R ER S 5, 15
BRI YTVE E R, 15 B EIA A ER bR VU PR 22 259 e B Pk

[0027] Ak BHSRAL T AT I e 2 JE AT IR AR S5 7R A I 6 5t DU R 25K B8R Hh T N

[0028] AR EHRAL T —FhRETE LR E SRR, HEFe WX BB TR Fe N X1
Fe,0,5¢ )= AL T ik Fe,0,7¢ 2 1 & A R TR I MEIE B4 058 =, TR B Mi% - 5% -
Fe TG R 6 A TR s 78 BT IR R 1 I 8 6 5 B I AR TS A -NH2 R (4] s Bk i vk
R AT S ERE B4R 20~ 30nm. BTl #E P AR e A IR AR fE A 1, R
[ G — ZFe 0,70, S5 MG 5 1 <0 J JR ek A 20 1~ FL AR ARONE , 9 om0 4 3R B4 06O
G5 WM e b4 e 5 A ORI R OG R &, R % - 5 - e B 1 e R B A i
BREEMIRRE , B AR K R stockfi#8 , To UK G 51 LI 2 6 1 SO R I T4 , fig i< A
Tt [ 5 R R, $ v o A DURS e 1, T A U A4 B U IR 5 AR i) R

[0029]  [FJB), A J PR BRI I A E b 46 08 S B sk, WA MEF e N X M AE AE RE 4 L b 3 4
SOUAE P A% B L HRAE 1) it T4 T, o8 b A 460 ks o L ) L /K 23732 Bl 52 Ve 44 568, DA 17T 344 55
TR SR K S0 T 2 A ORI AR AR S B OK S P AR AR A R L 7R
BETRHUR GG, T IR 22, FEARRSCAR , 1650 i 285 i 2% 1 M AR 2% 1) s B 3R 80 1 2%
FeFF e, JHBR T IR A S O AR T AEAS M A5 5 45 S v

[0030] Ak BHHRAE T — FhAS I DU R 2 p W v b e 40 e S g% JE M ik 4R 4%, R A AT id % -
76 - e ARG bR N G IR e BT A, WA R B A R R T AE 1
TR -NH, , 5 DY 38 25 ) B v B U AR AR R, T ik SRk R e 45 & o R T 4% - 5% -
Fo R 3 08 e B S ORI R SRR 5 AR W AR 2 1 v RS A, KRR e TR R A
F o A B BRI G928 2 AT IR AR 2% EL A Rar IS LT R ) PR ARG AR AR5 Ao S B F B, 4 1k A
Y5 Bl J95-2000ng,/mLyu ] A A 0 25 SR, K DURR 3. 78ng/mL . 55 BT VA ML , A% B 2
B G E AT IR AR I R A IV B4 & 7 — N Rl R USRS T RN E

Bf 52 R

[0031] | 1RGN b 45 5 S G oK UKL 325 39 P e R AE & 5 I 1 - ANFe@Fe 0, TR HL A 3
{iE P ; €] 1-B 9P e@Fe,0,0UCPH L B K A 18]«

[0032] |20y Rh it b4 5 Ol S e R M i AR T 5 v =

6
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[0033] P3O ZH A bk b e 2 't G B SR M il AR AR AIL I 5
[0034] ¥4 A B A 2R T (%) 5 DUPA SR 25 WDk B2 1 g CHA ok ARl 2k
[0035] &I 59 RE 1= Je 48  'e o 58 SR AT IR AR 2 1 R S 1k S oA i 45

BAEHES

[0036] %S 4 ik T — R LB 0 B A BOR L EF e YL T T A Fe P 1% 1
Fe,0,7 2 ML T T ikFe 0,55 210 4 0 50 MO K 185 400 9 0672 2 76 BTkl 1
BN S 0 SR T U NI, B « B b 6 40095 96 52 2 TIRR A B 7% 920 ~30nm.
[0037) 7 SR WAL e 000 e 52 45 BB L IS BR DA Fe £ PO %, o ] 6L T — 2
Fe,0,5% , Sh LI — B A5 B 0 R M TENE RG22 ML 75 - 52 R ) 5L
HORHFe,0,5% - FIHEAL S 652 R0 & R ATEL , TR % - 5% -5 TS HIRR T 40 B %
BT LR RN 6 2R AT 3 L I EL R R 00 7 6 4 T L R
0 Bl SR R T A TR 1), b 5 TR 0 K 43 T3 30 1 B 0 1 L AT 9 T O
WL K T KRR A B ) SR 78 A R TRCL IR 2540, TR A2 2%, T %
RS L IR PR R T O TR L 3 AT B R s took RS, T6 R 6 B
RIS SRR T4 S S MRS 2 s BB % A L IR T 3R B R 28 6
ST T A 0 45 ST A

[0038] % 5 et 4 20 1 € 00 RS 950 R TR ) ST A e AR A 57 38 60 0 9 22 7 2
BT . 738 6 28 7 26 000 6 95 42 GRS 7 A R S I, L 1 45 42 7T 2 M 0 B G
IR S AR L VL ST A BRI P

[0039) AR 0 T TR BAE 1S40 0 S ORI B4 i DL T 538

[0040] (1) 5|7 b He kA ER AT 23413 . 5~ 4. 5, [EI V40 5 , AR T 0, ek , 7 5
7S e

[0041] () ¥ FTAR S 7S Be e VAW -+ )\ TR, TN, (30 F I A
R A AT 115~ 125°C R B, T8 15 T B e VA VR A S, 45 T B SRS P
L2550~ 60"C I 55 PRI TR A S I AT IS5 0 A7 W 5 Mg B L 28 U
I R T A EIFe@Fe 0,7

(00421 (3) ¥54il AL AL S SR LIRS IR A TRAETS ~85°C & M F I, T4, 18
[ ES R

[0043]  (4) 4 T3k 8 (3) b 2 b AT . = 9 2 RV AR T i 2 B (2)
Fe@Fe, 0, TR A , FEN, R4 T K675 501 IR 2 B BERE A 38 320 ~340°C (IR S
ARSI H R R Z IR A K P01 2RI A G A B AT Wk W B 1 K
BRYLIE A% -7 - 75 G5 IR 40050 25 Bk

00441 (5) ¥ BT it - 7% - 75 4 MOl P 06 400 50 25 BB A7 S 00, P B 8 400 O
MR

[0045]  HrfBIE (1) ~ (2) AT (3) 2 18157 I 0 I3 1 R 1

[0046] AR BIK+ A ke Bk R AR BRI 4 BHES . 54 5h, VLAY BS , I SEVTIE A Ve , 18
AL

0047 % 5 Wt T A 0 2% 98 R R A, S A T 7 A 0 4 T S L b



CN 109507419 B W OB P 5/10 T

FEYT] o B BB (4 FE A% 9500~ 750rpm, 5 A% 9 700rpm. BT A 31k 1 B 6] AR 3% Ay4h.
AR BA T B [T 53 5 1 7 2R R A B ) 5 R P A A 338 e 288 R ) [0 9 43 5 5 SR AT o 7
AR B ST, B [ 43 B K F R B S I 73T

[0048]  FEAKBHH , BT IR Yk FIE IR IE 9 O b B Peid i IR B i ide 2 ~ 4k, ALk
T3 o AR BT 75 Jo ek e R 5 8 P R 38 A R TR PR o) 5 R P A A3l i 88 6 ) 7 b o 422 T
SEARH

[0049] A3 BIGAA 7S be ks fa , 48 K B Bk A 175 be i L i i v AN L -+ )\ TR
A FEN R B 13 B SR S IR B 115~ 125 CLRIR I B, -5 T IR &
SN 5 A5 LR SN = 4 B i 22 50~ 60 “C I -5 Yl BR VA YRV A SO 5 K IR S N7 77 4 147 ]
T B WOSE I T E £k Ja B B TR 13 BIFe@Fe 0, VA TR -

[0050]  FEA KB, AT i B S I TR] 410 38 35 ~45min , B35 Jy40min . BT id (R IR S B )
IR 1% 925 ~35min, AL A30min. ik hnf FRRIE FEE N 120°C . 5 Tu i Bk TR TR
A 2 SR [A] A 326 920~ 30min,, BE AR 146 9 25mi no YRR VA VTR 25 BN FRT R B AR e 60 °C o BTk
L5 VTR TR B I N AR IR TR AR 32 8~ 12min , SE A 356 9 10m i n o A i BH ot B s [ 43 25 F 7 3035
B REIR PR ], SR FH AR 45038 e 2 R [T 93 25 7 3R] o 8 A R BH S it 49w, o [ 9 5 2R
FH & B 5 WUEIR 723 T

[0051]  FEARK B, BT IR W 1 -1 )\ « LR VA R T R Vs T P AR AR ANk oK
Yot IR A A R L AT N0 . 3mL: 20mL: 0. 7mL:0.2mL:0. 1g, EALI%E NO0.3mL:20mL: 0. 7mL :
0.2mL:0. 1go FTik v F& VS R A BE R M FE A% M0 . 8~ 1. 2mmo 1 , BEAL % A Immo 1 ; BT i JH G V&
TR JEE SR IS FE AR 3 0 . 8~1. 2mmo 1, FE AR 3%y Immo 1 5 BTk o 5 0k V5 14D JBE R IR FE AR e Ry
4.5~5.5mmol , AR J95mmo « A% J BH X it ek e « T Bk R ok IR 110 S IR 35 A R R B 1), >R
FH A A58 B 380 TP e M D S 3 A 3R A5 R T

[0052]  FEA KW, Peig A AL A 2 e o T Wi I IR Bt i 2 ~ 40k, ALk A3
%o T ik Fe@Fe,0, R IR BE A1 1% 0 . 5~1 . 5mg/mL , B A1% Ay 1mg/mL .

[0053] Ak B0 A28 LA S =M ORIB S IR G AET5~85C 4 4F N IRl , T,
15 21 5l 22 AT IR AR

[0054]  FEARK B, frid 4 20 LAY R S =8 BRI ARFIL AR IE 93g: 5ml . AT
N Y i AR A KR AR AR N R A T R A

[0055]  ZEA KW, Frid [R1 i i) iR FE A 35 980 °C o ik [9 it T ) [R] fIL i M 22 ~26h , FEAL
24N TR FE L 60 °C o T8 i B[R] 34 A IR 1], 35 205 /K A 20 % BT

[0056] 75 )4 F M T HTORAR S5 , A BHKE i 43 38 1 BT DA — 51 S BRI VR T T
TAFTIRFe@Fe,0, BIR & FEN, TR I T, e A5 30 (1) VR -5 W0 AE BE 0 1F #4422 320 ~ 340 °C fRifR:
SR ¥4 N FE A E G O BER A A5 B0 LBV A VARG 5, HERORL PR % WL EE
YRIMERTIE A% - 58 - T 45 MG L5352 A R

[0057]  FEA I B e, J ik B 2 - i BRAAR ) o B =980 S R AWV MR I IV Y FIF e@F e 0,
VW AR R ik 90 . 8~1.2g:8~12mL: 15~18mL: 10~ 15mL, B {ti% Jy1g: 10mL: 15mL:
10mL 5 BT i =580 £ BRI TR JBE R IR BEAR IE 91 . 5~ 2mmo 1, BB A 2mmo 1 5 BT Iyl i ¥4
) BE IR R FE AR 3% N0 . 8 ~1mmo 1, BEAL1E A Tmmol .

[0058]  FEAKRHAH, BTk P S B IR s [B] AR 3 50 ~T0min , BEARIE A60min . T i ¥4 I
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T80 C LR o FTid 2 BRI IR T A 10m] - Pevas FVA I 5 A k5 » AT IR PRI A IR
BRI N2 ~4IR, EARIE 3K

[0059] 1§ FM% -7 - S5 MIMENE BRI G IORIG , A K ¥ I id % - 76 - s d Mt vE B 5%
e 5 A IR T A, 159 BIRLE _E A3 R T A K

[0060]  FEA KB, PR S AL ) T L N A% - 55 - R A M BB E SR &
B RK K FNIERERR B8 VA TR &, 7E40~45C 40 N N, FEIINN - & 3 = 2 | FEkE
it ,40~45C o5 MtF T 4k RN, F G BEUTUE BN 5 258 1 /KB - I id % - 52 - e 45 il E
AR S TERN R OB V2K K RERERR 2 BEVE W 3 - & A 2 = S R R AR R L
LN 25mg : 15mL : 62511 : 5ml. : SUL : 2501 o BTIA Ji W B 4k 4 [ 7 B[R] AL 3% 95 ~Th, B AR ik
J96h. BT IR I N i FE L 40°C .

[0061] BT AR IR HERIREATE 3 W B A Bk B BRI ZOR R POt ia e i
Ut AE AR PE SR, Y15 T T IR Rr s, DAREYE B3 08 6 2 A R E Nk i ¢ e bmic
Yibric g, F T 6 5o B AT IR AR Sk o AN R B SR AL 1 — Mk I DU 34 2 B e B AR e Ol
TS RTINS, (LIEI2) A0 AR AE Bl i JEG AR b AR 36 B 0 IO 28 256 3 IO B IX A
W 7K 3, FLrp Bl e B X B0 45 G U X R0 4% X, ik &5 & 3B A M L v 2 &
BRERICPU A 2R 25 W) 5 e B P AA

[0062]  Praf I IX G4k A VYA 2 25 Fhu 5 - Bk B B AR I

[0063]  FEAK AT, il ia 1t b 4% 4 O R G R 10 DY PR 2% 240 B0 v B AR R 1ot i
i A12~13uL/en”, EARLE 12, 5uL/cm” . IR BETE_E BT B A MERFRIC IR 2 254
By BEUAR R FERIE 92~ 3mg/mL, AL 92 . 5mg/mL.

[0064]  FEAK A, i Ra 1t b 3% 4 O G R AR 10 DY PR 2% 245 5 v B AR ) 1) 45 07
% AFECL T PR

[0065] A KpfdPE b4 5% Ot B A TR VR A R AR RRAC B2 25 %6 [ — I /K VR AE IR ¥ 2% A
NRA, TR REWIE W 2, 53 B DT BB 5, I i B B AU 38 2= 2590 5 v B PR
WRG AR, [ &, DT

[0066] B H &5 MG EER ¥R 5OCE G RER - PURMREY AT 35, PRI 53 B8, 19
B UTE B, 15 2N H R OB SR RIC U R AW 5w FE BRI -

[0067]  FEA KRB A, Wi ME b4 6 2 A TR TR B R RV R 5 25 %6 I — I K i i ) A
FAEE 95: 1. 5mLo i 1 b 3% 4 6 B A IR IR Bl G 1t B 4 6 B2 6 sk ) o &
J9100mg o gt b5 47 B2 G TR VR B 5 55 A pHAE 7 .5~8.5,0.01mo 1 /LI Wl R £ 2%
MR BT R VR A I IS TR] 0% 2 2h o T 3R [ V8 40 5 00 77 SNAR I 9 B8 00 o T IR B 0 (1) B TR I Dy
8000~ 12000rpm, B34 4100001 pm o Frids B9 0o [F) B [R A3 5~ 15min, AR A 10min,
[0068]  FEA KB, BT IR I i 2 & AV 1 25 B 1 /K - B8 VA I B AR R D 2m o i ik DY
PR 2 250 50 W BUAR T B IR P A %8 2~ 3mg/mLL , FEARLI%E N2 . 5mg/mL . B8 2V FIPU R K 24
W v BE BRI AR AR LE 2100 1.

[0069]  FEAKBHH M S HR T M 2 A W1 < ThR  150W 5 352 : 0~8°C s B[] : 25~30min. Al
TS [ Y 73 5 B R [ 9 20 B T R AR IR B 0 o FITIR B O R AR I A °C , BT B O I L R
3% J9 100001 /min. FT A B 0o [ 5 18] A1 0min . B B 5 B b 3358 0 5 S 10k - k(s
BRI IR 292 . 5mg/mL
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[0070]  FEA U, B idk 35 P F I VR AR 126 I BSAVE I o FIr ik BS A VAT 1Y) Joid 8 Kk AR ik oy
209%6 o F=H P 1 B [A] AR 326 A 5min.

[0071]  FEA A, WAtk b e o e B2 TR b 10 DU 24 3K 245 4 30 e B T AR i v e ade A
A7 G2 PP P 4 °CIRESG DR AT o ISR I A7 G2 PR AR 25 B B 70 B0 1 « 35 UK 20 01 %6 NaN, | Jii &
WFE0. 1 % BSARIpHIET . AR PBZE L »

[0072]  FEAZ I rh, DUBRZR 25901 i Jl - Bk s B AR B M) ) K A1 09 90 ~ 11 0ng/
mL, BEALE 9 100ng/mL . DY ER 2592 5 J5 - i i B AR A iR 050 9~1. 2uL/cm.
[0073]  EA A, v idk Joi % X AR HU R ST T4 » P ik - BT PLPTAR 9200ng /mL. firid
PR HTHUARI B E L% 91 . 0ul/ cm.

[0074]  FEA KW, JRAR L 45 & 3 0 S AN SO (R J5T R FH A ST i 24 TR A Joi BT
Al

[0075] 7 B XS P ik e 2 JE AT 1 A% 25 1D 1) 28 D5 V2 B0 A R AR BIR 1], SR A QU3 BT R 1) )2
Hral 4R ok 0 1l 2 VA RV AT o BTl S 2 JE AT AR SR AE 2 ~ 8 CHR B R A7, A R 124 H
[0076]  AJ WY FEAE 1 P id B) S S M TR AR S AE A WU £ ot DU PR 3R B B o 18 2

(00771 FEAK W e, P e ) £ i DU A 2R B B ) 07 925, IR B0 LA T AP R

[0078] W X 10OMLAFASAF: ity ¥ ¥ 1 P ik S B JE AT WA AR 2 A A AL o, S0 SO ML 16mi n 5 g
AR A UPT - SATY 5 A A F) AR e s S A 458 B s R B AR 0 H 3% 1 M6
I ¥, DA MACRs B B gl R BEAT R D0 3 AN B0 2o b i B AT B
25 R

(00791 P 5E A » A AR SRAT AR LA I X B P b 2 #0215 o X i kB e e
DGR LT EAR , AR #2301, FEAR T RIC 70 Joll 3 B VA it TER MNCZR (1 % S o 2 AR, 1 TANC
TR K DU 3R = ARAE R (0.02.0.05.0.1.0.2.0.5.1.2.5.10.50.100ng/mL) A& 75 {1 T
LRANCL I DOt o BEAE , 2 il THSEAT BRI HIZRT (%) 5 IUPE 3R 25k B 19 CHY 5% Z ith 26 (K]
4) A3 B LA TNV FE Y0 . 05~ 10ng/mL o RAGAFWIAE it 52 016 58 J5E bU AR, 388 5 Ao v by 2 22 702
THEAFZHRBOR VU RN & & 5 A& 5 B A AR & b DU R 2 & & .
[oogo] 3 11=[(T,/C,-T/C) +T,/C,] X 100;

[0081]  321=56.037+37.80910gC-

[0082] [ & B A I b, Bk B 30 AL A5 2 8 B Gl , BRI T - Pk e e, AR
RS 75 21 P G I DX b A o Dl i 2 5 Jod s IX kR et v ot n FE R LU AR, B 3t
B AR BOB T VYA 2R 25V B IR FEARL, JE AR TS B AR 45 L B Bk T o B (=) 5 9001
A ISP 557 B e b 45 R s U I S SR R AR T AN 5 DU 3 3K 245 ) L R R AR T A
B o BH P () = 25 5 e A MU FD ik 7 o b 45 SR 7 9 BR P , SRR AR A rh DU PR 32 25 Wik JEE 55
T AR  JERK A PR XRS50 15 5 9, R A LA R E AR B AR B2
KA

[0083] " i 45 5 55 Jih 451 Xk A i W S AR ) — Al AG 0 DU 24 3R 2 WD IR B 1k | e 3 9Ol S =
AR 2% B L il 2 v AN S Y HEAT PEA R DL B (B AN BE ST B ATTER A e A B fR 37 v
PR 7€ -

[0084]  JURIR Y Ui B -

(00851  sizgaHh jt R DU PR 3R S R (LB R e R R M IR R /)5 5) bt W H

10
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B RBA T

[0086]  PUPAE HLywbEduiR L PR Biyiiaiy B it (1) S 2 AR A Wl

[0087] X &RKURIEAA :

[0088]  LGJ-10DALA R TEEHLIE H b s VU MR AR

[0089]  HM3010 5444 & RIEAX . ZQ2000434 HL i A shT INLIA EH g4 br A & 5

[0090]  UPT-3AfE#E A4 kot sy i A W B AL s AE I EOR A IR A F]

[0091]  Sjsti {1

[0092]  RIMIEFAAZ - 70 - Fe B ENE DI B S HER A O 15

[0093] (1) il & Ak 175 bedk e (DA « HC1) « /5 b e Mk R Bt Pkah )5, =35 15,
DUIE) FH B BEdE 31K, B 4419 2IJHDA » HC1.

[0094]  (2) fil| % Fe@Fe 0, % - 58 45 M BEPE IR - 78 = 1 peiti o, e it fiz (OM) ¥ (0. 3mL,
Immo1) A1 -+ /\Jd (ODE, 20mL) 55 3% (1) & BRPIJHDA « HC1 (0. 1g, lmmol) HIVRA P47 1
P FEN AR R B A0m n, IR A IR E] 120°C , A5 S 30mi n o i i i VB 47 Hh Bt
AN HIREEEW (0. 7mL, 5mmol) , M. 25min, FFiREF £ 60°C 5, A MR AW (0. 2mL,
Immol) X M. 10min, ¥ # & =I5 A EIH AR H , PTUE PR O el =k G 3T 7 B3R O
b, 19 £Fe@Fe,0, 75K -

[0095]  (3) il & Fe@Fe,0,@UCPH% - 5% - 5E 45 M AV b7 46 55 6 140K - 44 1 0mmo 1 5 & [ 7 4L AL,
BCI T2 5mL =9 £ IR (CF,COO0H) fJ100mLAEI 1 , ££80°C 2614 K [Elifi24h, ££60°C 264+ T T
1, 15 2150 Z 0 L AT IR ) B BB (2) il I Fe@Fe, 0, 79 1IN Tmmo L AH L 1A 4 - A SR A4 4
T~ 2mmo 1 ) CF3COONa & i F115mL  OMA W - B8 J5 » ZEN DR 4P, K5 BT A9 R S W AERE J 14 1k 2%
PER P INAARI340°C , [ B 1ho Bl 5 R SR A0V FIZ80°C , Ak R I 10mL B , ¥
12 =B W SR T AR TIER L F PR Ot 2 IR o 4 IS 1% - 7 - 7o 45 A i 1k
RS S TIERTEC0 C 1A T 240, 13 B4 - 76 - A M I B AR R SR

[0096]  (4) AREX25mg fT ik % - 5% - Fe 4 MG 1 B 3 e B A AR B T 50mL IR R e b, In
15mL 2, B% 62502 /K « 5mL/K F115uL IERERR £ T , 740 C i # i PE6h f5 II 250 3- 2 7h %
= ORI, 7E40° C Ak 8 I N6h o [ N4 R I, FH BRI TE RN , B8 J5 FH 25 85 1 /K e gkt
TE3IR, B OEE

[0097] il ()% - 5% - SR A i A It B3R B S ORI TR B S 45 R LK 1. & 1-AAFe@
Fe,0, iR 14 LB R AE P Bl 1-BFe@Fe,0,@UCP ) HL BT R AE I .

[0098]  SiZjsti {2

[0099]  Mfith: b eI G AERkbn 10 DU B 25 245 ) B0 v B oA 1) 1) 2%

[0100] (1) fHEK : 1 Omg i jte f51] 1 i) £ () W M b e 480 206 6 52 ik 23 T BmL 22 i (BT i 2%
MR NpHIE 9T.5~8.5,0.01mol /LIFBIIIR #5221 H, I . SmLARAR I B2 25 %6 [ — 7K
W, 218 3R 2h, B9 043 B9 Ja BB T 2mL 25 B /K W RN 20uLiK B2 M2 . Smg /mL 4T , i
PR 20min, 74 C 26 4F T 10000r/minff) # 8 B 0 10min /5 3% L, EE T ;

[0101]  (2) P K20 3R (1) B VR BRI 5T &3k 5 20 %6 BS AV YR HH R 75 % 3% 3 P41 5min
4°C10000r/min 0o 10min /57 _Lig, EE TR+ ;

[0102]  (3) W47 ¥4 008 (2) Fridk VR 2 T-4°C 2444 10000 /min 3 5500 10min 5 7
T R T IAFG i, DL SR R LI I A1 Ja T4 C R IR AT

11
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[0103] Syt fsl3

[0104]  JEMT A e ik ARSI 2H ¢

[0105] 1 RSt fol 2 o5 PRI b 2 4 5 S B2 A kAR 1C 1 DU 3R 32 50 e e R AR T
Bl G, AP IRITT

[0106] Kl A7 (P WA VE b 8% 30708 ' 5T A sk Am 1 19 DU 2R 25 24 9 B2 5 e B A4 FH 1 OmL 1R A7 2%
PR RO . 5mg/mLJG , [ 454 8 1 LL12. 5uL/ e 0, Bl J5 TN R T LAR , 7R B
FEN-50°C 4T, Filikeh)a, BEZ 120, Bl al B, B RGE T A ¥R s E S
TUERARIC DY IR R 25 B S R BUIR I 45 6 2 B R AT

[0107] 2. WHPRLT- 4 = (NC) HRf 1) 4%

[0108]  H10.05mol/LpH 7.2fPBSZZ Ml f VU 3R 2 254 - b Jit - B 5 AR B B 3
1001g/mL, A Tsof 1ow s FEACH FLmE i TNCRE R X (T) , Wi & 1. 0ul/cm; A
0.01mol/L.pH 7.4HIPBSZZ MK PR PLoi A MR 21200ng/mL , H b bR R B4R
5% 342 F-NCHE _E [ R 4% X (C) , W IS 9 1 . O/ cmoo 4 1) 45 B (FNCHEL B F-37 °C 448 F T4 1h,
%H.

[0109]  3.if4UZkdH2E

[0110] KL InAEE 45 & 3 AHIR 4T 4E 2 L L WR /K #8 MAE 28 45 A IR FE B A IV 1] 5 72 iR AR 1
INARE 8 (1) A ity 5 5 6 8 00) 6 vty A &85 6 B 1) R oy 5 PR 2T 4 2 M8 1) A v A , AR 2 4 3R
I 1) A i -5 W 7K B 1) s i A IS 8 140 2 i 57 TR AP 4468 it o 5 » W 7K 8 1) R i 5 SIS AR )
KRR SR 5 FAMLAS VIR Amm e 11 /N 5 SR AR AR ) B R = vh T B4R~ (BI2FIET3) .
[0111] KRR+~ 5 AL R4 25 B VU 30 3R 2 WG % 350 0% e S %8 2 AT il 4R 2%, 722~ 8
C Wik TR AT, A BN 124 H .

[0112]  Sjtifsl4

[0113] A& DU 34 R 25 W0 R P b 55 3% S 2 S AT 4R 4% 1 .

[0114] 1. BESM AT AEFE

[0115]  #EFAFREL10g+0.01g2FWhRE i 2 10mL B O v, N\ 2mL FF B, 1% 31 0min 76 7 V&
£7:3000r/min & La5min, B iE R

[0116] 2, 4R I

(01171 WRHX1O0OMLAF AL FF S v VR T INAE AL AR, S RO 15m i n s KR AR R 46 AUPT - 3A R 2%
FeA M AR A, 8 e B R BRI AR I L 4% T TR AR R IN 4, D8 ek AR
H BRI AT F R AR s 38 5 A28 1 5o B e b e B T B A I 45

[0118] 3. At S 43 #r 7 vk

[0119] (1) E=E=AL I

[0120] W58 B » AR SRAF AR A~ FAR I X R P b 48 e D' i B 5 o4 IX i 1 b 4
DGR LT EAR , AR H 22 301, FEAR T RAC 70 Joll 3 B VA it TER MNCZR % S o E AR, 1 TAIC
AN U P DY BA AR VAR (0.02,0.05.0.1.0.2.0.5.1.2.5.10.50 100ng/mL) M43 (11 T
LR ANCE e e BEAE , 2 il H A4S BRI HI 2T (%) VUM R 2R E1gCRI % Rt £ (B
4) , 19 2 Ze A TG 90 . 05~ 10ng/mL o $RAFAFIUAF it 5 't o B2 AR, 8 Fs i fth 26 A X2
THEAS BRI P VU R 2R & &, e 4 e S RIS AR URE & USSR R A & &
(01211 Ax011=1[(T,/C,-T/C) +T,/C,] X 100;

12
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[0122] AR 21=56.037+37.80910gC.

[0123] 4 & IFR 356

[0124] ¥ [ 2R WO b 2000 FHRGPE b 35 48 58 56 G 9% JE AT i AR 2% B AT A I, RR 41 ¢ S A
A AT FAF BIALMIPR 29 : 0. 033ng/mL o 5K F 5 B 77 25 il 48 B0 22 b 2 4 0 S OB AR 12 1) B
T 4% (R IR AR 2% 22 1A W 91 [l )95 ~2000ng /mL , K6 MIFE 93 . 78ng/mL .

[0125]  ARJ7yk 55 M7 A R e 3 & 7 — N R, RS T AL
2.

[0126] 5 fERPHPER AR 1 R 56

[0127]  HUZS (I AW i, B 0 DY 30 2 24 4 2 A6 I PR R 1 24 W0 A o 25440, F3ANHEIR
AR PRI T A 4 e G 8 JE AT IR AR SR A AT A I, TSR L T B PR 2R S5 R AR L.

[0128] R 1AW FHPE BH R AL R

Bk AR E o IRE I~
(ng/mL ) (ng/mL )
TAFRN ] 0 0 A b
FOHAR2 0 0 B b
= EHR 3 0 0 A b
01291 FOHA 4 0 0 i
AR 1 0.05 0.04+0.35 Fab
AAFAEAR 2 0.5 0.42+0.22 Fab
IArAE AR 3 5 5.43+0.41 Fabs
IArAE A 4 50 52.45+0.37 FabE

[0130]  SEIRFRHH « 3/ AE P (1) 1 4R 2% A WU BH A ot BF, &5 SR 4 BH P, W] 2601 BH 1A 75
B EN100% , BB M2 M0 5 A6 BA 1 B i i, 25 R4 9 B, vl B A A 100 %, 1B
BH 435658 0 0 3% 1 B A 7 BH (40 6 DN DG B 25 24 0 V0 s e 2 98028 6 9 9% R BT i 4R 2% T LUK 3
VDL ZARE it T DU 30 2R 2540 5k B AT B e

[0131] 6. 4% i

[0132]  FHAa DU 34 2= 250 R 1t b 3 46 5 't B 2 TR AT AR Af A I 100ng /mL I -8 2% &
FR R )RS, S R A NI (WLEIS) i 1 B Uk B A3 4R 4% 4 100ng /mL i) +
BB R TR R IR R YIS SUR N, R S P

[0133] DA bR A B I AR 328 S it 77 20, B 24 48 5 0 T AR 45 AR 80 3380 1Y) e 45 R N
R, FEAS B A B i R (R BB R 5 38 T LA HE 5 5 AR 1, 3% 6 gt AN o A
A A BB PRI E

13
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Fe Fe@Fes0s Fe@Fes0s@UCP Fe@FesO4@UCP-Ab |

___________________________________________________________________________________________________
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bt 3: 104
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