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1. BURMEERAMUAEA FLAR Ride. RIETBSE LA B b AT 22, i a2 P it AT AN

2. Ltk NIRRT RerE, CEREVERI = REME 2 . JFH, BERN A, R
REM B AT R, Wk 3.

3y B o vl (U R g R S V) 2 St 3 B T A PR RE 2 SR I E KA 3R, Ty R T ik A o % A W
P A7 AE o

DAE 3 = D AT BT g ol €0 i A P R 8 SR T AR D LA B

SRR AR, A A s

- AL T FE I

. AEH LC-MS AEZ S (AT L K 5
AL E PR BE T 5

MR PE S DRI

Xt B S PIRIEIE ;
9. XEAAEPIHIIETE .

-~ ® o o T P

gEEULE T S, X ERTERTA ) B LK C18 FiAE PRI LET (— kit a & e X 5 AR TRAN
O A AR (P BE AR, BEARY AN B n) 70
Comasil C18

A E, BRSNS, ArE RE T BRI R BE 1 S e ),
Ja PRUE T XA AL G0 RIS, RN 48 2 & AR AR A AR R R IR 1 pH B — Mtk ok, A
A E s YE, HATA = 5 Comasil BDS C18 B &AM (BRiE) &k,
Comatex C18

L5 Comasil LA 72 B AT RE ST AEEARAOATE K, JER K (A0 F A7 i S5 IR A, JERT A7 i Comatex
C18-AQ X /K L IR A3 AT B 1) O B BE ) RRF BR IR B AV

Inertex C18

8 Comasil, Comatex {AXMEAR AR, HAKEAR TSP R IR TR, AEH S AT 9 OR B A
SN, PINAS B, R ZRGUR AR L i 2570 M. A Inertex {3 (1 FE BRDRE K /)N
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AT L E 3 KO A ZHRK, P AT K N SEG AR S5 SO A TR . — AU S At
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XL IASE 2] TASCHIE 5 BDS C18 HYMN ], R (O A AR U AR oK R AR b
L = DERIHHD R, MR ST LTI AC BE, R Rt R AR IR o A (i A
FERTBRPERE Sl 0 23 B 20 M _EASCR i TGk R I C18 1, FATT A w (AR i /& Comasil BDS C18, 1
L e 2 B A S Y

FEEE
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EX

BUBE
Comasil BDS C18
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ARFITES, AE T AR BE AT SRR, BN AR 2tk Sk AR B2, b2 HIWE R L Sk —
AR T, A BEMRVE T o EXAIRFIREAAAE T AN R RN R &i b, A KRR (2K eal
RO BORBIAR, C18 A1 C8 A K AR sx LB FEE T /KT LLARBEA 1) —ikd, TSIk AEIRE A R B g
TEEERTREER, WRIREBARZ NGRS IR AT Al Y AP 5 O S5 A L ),
EA R N ARG 8 (BN, DAl i A 0 o L e S ol Y A K A it sl AT sl £ I K DA 7

M, S TAEE IR BT, ARANME I KRR 1
A WHRIR RRF R, BOR FIRSEFE b 2 L HLE KR 3h
FHEAE 5% LT AU o JE A7 28— SR8 2 S50 R I ¢,
ALUR RIS A LL K S Bl iy o AEIXEES b, s (1
KR S EURUK RIS 0

RS L2 K R B B AR PR P i/ HPLC J

X HLAS A IS BLEERE A 1611«

A T RO IR R AT T AL B RE , WIAR TSR rh FH 5
BAK, DISEAE P HTAE 1 I S B 2 R A vh 2 3 st /K 3
UG, WA, R 0 DR B I T2 B

N
[

T fEPRIX LG ) B, AR T DUE R R AT s A R SE G, (HIRARAL I HPLC 3BT I S8 A0 ) 3 ik ik
gk, IX

AL RAR Y ) B I AR — AR Ny A A LB ARAE, X AR 2N o RS A A

TR AR KB =Fb

> RERSE RIS A, RIS A SCRE, (ERERCIE R AT A A B, AR IR T )i K
PR

> BRBERNTOR, IS S ARVE SO, fEAL 40 C18 B C8 FEMFERE b Ar Al 55 fek Je ik Jo A 3 i i \
fds, WG Ge A R, AR R T e — AN KB e A A BRI 1 Bk 5, SRR
RIS AR R A AR I T, S 258 A F) T45 48 C18. CB FEMIEREYE

> SRKIEREREAR, MIXRERRREFREAE SR, fEfE40 C18 5L C8 ALl 1Al FH S K B A1 5 5k A ik
FREEAE I, ATAH OGN BRI AKRE AT S A OR B, el € B A gl 2 B IR 1) C18-AQ (C8-AQ)
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v SER T
Cometro = ROBAH (435 R4 s
%4t . Comasil Cig 250*4.6mm, 5um; Inertex Cig 250*4.6mm, 5um;
SAMRLIM B 254nm;
WA HEE-0. 1% BRI (85:15);
Jitig: 1.00mlmin;
FEfb s RBEHE

N SERmER

Retention Area Theoretical ~ Resolution ~ Asymmetry

Time plates (USP) (UsP)

5977 149339 10689 0.00000 1.13328

7522 121891 10483 5.88475 1.23162

12165 164025 13386 12.99876 1.06898

15613 845852 15638 7.49639 0.99464
’ ; I N 21723 128104 16536 10.39870 1.03773

Minutes

Retention Area Theoretical Resolution ~ Asymmetry

Time plates (USP) (USP)

4117 148074 5737 0.00000 1.08738

4640 117634 4895 2.16837 1.24753

6.450 170317 7035 6.31892 1.05674

7.927 820991 10009 4.72902 1.09947
o2 4 s s oo B oW 10508 126814 9842 6.97177 1.13304

Minutes

=, &Rl 51HE

1. Comasil Uk} H AT & 120k i DLAGEAR I & B B 1 & &, [ME, Comasil C18 (il A7 om 1k B
B 1597 e 15 Inertex HURLEE Comasil SEURMA LL , AR WS A, DRI R BRI T 4L A W A A B B 1)
JEHIE G H TR AL S W 8T

2. Comasil F1 Inertex PIFIIERLT C18 (iliA 4 Aei i 25 ML (W 2Esk,  FoPh - BEAL ) B e 1) R Uf 1) 70 25
JUETE, AR LA PR AT DR B IS TR), Inertex BORHAEF 1) 23 T IS T Comasil A1 [1)—>F, RJLAK
K& b TAERIRE.

3. bk, AREEHEH TAFMEES, AEARAEERGES, TR, REEA T
AR R BT T AR B F - DA AR

o
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MR E ARG IE DT BB FRESOM

IR IRBEIA 2y AT AR 5 =
RO TS SIS e BB - SR AT AT
LB A e R R PR FH T2 RBUBIBC Y 20 ik
SEo TR R RS AR ERR A A U I A
FEARGE I )L, H7 2 T IR IR SR AR 2, s
K PERBG KL, BRI 45 RAEE 5
1R RO I - S8 A MG D )RR TE AN B EDR,
PUAT LA T AR 2 I DG ik i [ 48 ) . AR S o3 H
TEKH 5 Pha R T IRIRRAZY, RS R0K
FH - T A - S A I S A T AN, %0 vk
DUPELF [RICR m ARSI BRI, 38 & TRk R
A HIRBEIRAR L0

BN TP SSARRN

FlE K2 5 A 2. Pulds. o
JB 5 L IREE R A 25 0. 005, 0.01. 0.1, 0.5,
1. Omg/kg VA BRI, 4215008 I I 1% A AT
BT, LA (y) *REKE (e, mg/kg) 1EE

3 TAEIhZ

T IRAE Yot S T
=n Y Wk A .
W)&ﬂﬂ‘l*ﬁ@la EEE'HIEE?\% Z?%’Eféifk éf‘l\,ftﬁ%% *a%%ﬁ rZ
PENCKTMIZS, P AL339nm, KK 445nm;
fﬁ?”%‘&%&% %ﬁ&k K2 y=27.966x+0.1877 0.9979
FEGRTAE RS, MGHTA801, fiEd: A8k \

N SR . NN y=53.493x-0.4103 0.9990
% (OPA) FINaOHA W, ¥ii#0.5mlmin
RERE s Sk A TR 2 y=49.448x-0.1395 0.9993
FiEhAR: T 2 - KR R i Pl g y=30.119x-0.003 0.9997
i :  1.5ml/min F itk y=23.173x+0.1222 0.9987
FEI: 30°C

I [a] bt %A %B %C

(min)  (mL/min) (K) (Gil) (Z)8)

5.3 15 88 12 0

5.4 15 68 16 16

14.00 15 68 16 16

16.10 15 50 25 25 ;

20.00 15 50 25 25 i o3 1 T 5 >

22.00 1.5 88 12 0 HEE (mg/kg)

30.00 15 888 12 0 R TR A R X R

10
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2. A A
T I AT B ARAT MR P 526, 5 A 24 I SIS, H IR B 43 791 . K22 8 0.0042mg/kg; e )8k 0.0040

mg/kg, FZ5HEE 0.0044 mg/kg; PridFja 0.0032 mg/kgs F 0.0043mg/kg .

50. 000 4

5 FlaJE IR MR AR 2 bRt i 5]

3. JriknlfeE
FETKTER AN 5 Fhaa ik PR MRS A 25 BEAT (MR, Wsinfiy 0.01. 0.1, 1.0mglkg, HHfT

FLAR U4 e K2 . oo g H 2R, Pl igi. FERR B [RTIACR 40 DIl AE 86.7%~92.6% . 82.7%~91.3%.
82.7%~92.8%. 83.2%~91.1%. 82.5%~97.3%.7 ], 7% % A% <6.2%.

N

SN T R BB 05 A S5 T 2R - GVE A KB T 6 Bl ik TR ME AR 2K B (R e M 5, %
JHEEINE S PR LR 25k B T 2ESR, 70 A SR vh Uk R IR IR AR 2y R 32 T 5 5%

FEEE TEE
s 608
B

>

\

o - 1]
== 111

6000 R IHE i/l R %
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AR AE E A BT EATA

— IR, RS
—— RMEM AT R, Bl AT D

EIA R T2
W JRETPRAEREINR, TR
o HraRA
o (OIS EEAL
o A R UL A

W TEANEE IR J 2R«

= AR N
o R
- REEAR

T T - T T 1
il g 10 158 20 25

Minutes

e FEO AN T T U 25 PEE PR AN RS«

Rs = (f, Peak 2 —tPeak 1)/ 0.5 (W, 4, Peak 1 + w, 4, Peak?)

R5=(H5106M05(20+05

Rg =

| ! |r3& EEHBERSTAFLS |
| l T 1
10 15 20 25
Minutes
SN SV SAUINS

—— AN[A] pH FAENEL N 2 R AR
N NI 7}/ ON

—— IR TR TR A
VU 73 B I v o T IR

— FESAERL $HMWﬁﬂMﬁﬁﬁﬁ%ﬁﬂMﬁ%wﬂ

/T/v/\le

N = H

Frv BT AT P TR T B R € A A e R
75~ Mg

e FEEAN X AR 0 HEAf 58 1) 52

WA T AN X AL M R RBUE )53 T -

RWET = 1.00

MaEEEER
99,9 %
- 99.5 %
- 99.6 %

EREAT =19
MHEEERE

4= 97.8 %
~-95.3 %
+ 92,3 %

Tamoxifen(‘& 575 45)
0.0004 C18 I:ﬁlzﬁr@ A
Al
0.0000
a 10
Minutes
0.0004
]
" C18 fHe B
0.0000
s Minl,mas10

Hr GMP #i7G

fEHREL
A 110
B 65

A EEREL AT
LOQ (&fE=ER) =10
LD (EiRfiE-2
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FATAT LA — AN 5, AR — S5l 2 AR O 48
AN, SR E a2, BRI

R ANTERE I T XA G g aE M T HPLC M2 #T,
TUARE bl R EEFE SR 20— ANV INIR L, e e e A
CAEEE, TR I, SR AR S8k —FEAS TR S 1A
PG WERY US4 GG K g SERN, T ORI 5
Ko N TBBUNOPA TS, FATHAGA THE A
WL AR TE—E AR

WO ISR AR, S Fig AN AT B (1 203, ik
FERUFCH B KON, P AT S A AR o SEAARR
FE=AMRIY: HEREAS 2 O AT e S AT T B R A

B (T AL A [ AR RO T) £ 18] B CREGRBIAT BT 5 4, Vi)
AR oI 2% i shits (AR . A SO B R e R ST
X T U T PR S o AN

117 0.5mm 7EBUAH (L RS0+ 1
FH W, B M e Rl a2
BEFERSX— B TR IR ARG TT
1y FEAS 2 Ja MR Al (8 1B £ B4 i
B

DR, kg J8E G b 2508 A1 % U Jie
FEMIRLE, R D JER B R I
KR, 4 /NEAE BN B, b

WL —FE 0 R A
W, SROKHEY /N, IR, WA
RGUVEHAM, § N BAEHIN
FH 40 21 Ji ok 1 P 1 45 R AT 2 KK
Wiy, 2 AR (A AL R T
PErP A XA . SRR 2
WAL —BUE e, AR 0.25mm 5
e 0.5mm, EFH RKIARMR S

e e . R IIEART,
PR €8 T A AR )z S I T A A A e, BII Y .
L AR ZE A T AE N N D
il 80000N/m Wy #F %L F [ 2] T

N 5, AR T A R AT eSS
50000N/m, i T, DA BE M A \
TARIE, LA,

13



44 A =

2012 % % 2 M

AR R DI IR FER , IEAIIAE
JFH R 2 ot O TIE € AT A 1 3 18 PR S T
[EPS

1. (B AR BT R
(1) AR AT

R OOTERE A GE, WA R R U
B0 A 5 v I R A . s (NHp).
T (CND RERHE (Si0) ¥k IEAH 41—
IE OB R N R, R AR IS o PR K
RFR . AT, W A L DR R S e
(2) B iBAE -

BORARCRERE: 2l WP Pt A 30
AR, P 0 4 e A DU B AH L TR
AL 30 MR, Bn AT E &
R OT R

POEA SR R AR 0.5ml/min it
ELRGAE 30 ANFEAAR, P AL B AT
Fast R AR TR

2 IERERAE T B

FE R RO B FEAR RS L, PTARE Ik
D31 A A A ), A I A ey ] o 3 A
MR, FEP R BURHRIN TG 3, AR 0
WA RS

3 VRBIAHANRE R IR RS

HT 8 AERF il A SIAH R R A /N RURE
b FE AL P S PR A 8 Ak ) L A
Gk A ¥, & Bl 2 A2/ 2 o
i IRl 2 B At KR A B AR ML K o i
PRI BN 0.45um [ PEIRLUE . A Sl A
REENEBUR)

P by R AR % TR 3 B T A B . ARSI B B
FEPENZ —, A AR IR PRI E o FE w771
LU s AHZARILAS, ANREDURE R AT, ArEAH 2=
RKEEBLG, A7 2 3t pf (1 Ve T AR 2 LK LU 25 B
G o LRI VLS AR R b RE AR S BB O K
o

4, iR R pH Ya
REROEFEERAT A 4 € RVHE IR pH JE L, i
SRR 8 pH Y5 F .

Comasil {4 3%4E pH i 52 7 [F i R -

(NS i) R pH &
SAAFE RP

(C18. C8. C4., & F Y 205 2.0~7.0
FLAR A A

REY AR FE Y 205 1.5~13.0

FHHAE ) i 2.0~7.0

E Y = A
SR CEAD Ryi: FAR | 70
=3:97
SRR, CEEERAE. | IEPERE: RN 20-70
kAT =3:97 R

75 pH YL DUAMER], 2 ARk e Joe i it sl it 5 A
KA, R ETEAE I A PTRE H 07, WERAE IR S pH
ARAERT, o3 M 4 AE SRS A T O AR A I L 2T
A I PRSI AR L R R U et

N T OREE AL 73 2T, TR E LT

14
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AR, Al R BRI T EOR A JE, (O HREOR IS T W ekl . —Jii, B
A AT DA AL 24 A8 AN PO AT R 75 5K 55— T, A BOR K Sk 5 P AT AE AN AT 22

o BRAA D BRI IR R AN, R B i AN N A BT 5 TS5
MAFER Fpl R A G AR A A AW S T RE, 20l

WX TR T R ik P DL DA
PRIy B o M B EER IG5 AT, 2

WA ETERE B SO ) RO 2 EE D R T B ECR TP S — A AN, Kk 2

o) 8 55 B AN LUK A Al R 1 B A HL (g

T SRR (A R G TRATTRLT- AT DA, ARR

FH T 1K) A e AR )ORE 2 PR 7 A IR AR o TGS AR 0 iR B P AR 25 Tk (il 26 (i R 4L, i 2R
(LTI SN N U (57 N D R d e S &I B e R e O (TN B S AN = D EDN G20 g VTSRS N
I PEE DL Kol i PRI AT RS, R AT T A

- BRI ER

BUAL I (perfusion chromatography) J& 20
TH2d 80 AR 90 AHEARMI A e ke A (1) — b (1 1%
IR AEIRXRRER b, WA TR L e
KAL, it 50~150nm (kAL AT BT 2 AR
Fiify, FL424 600~800nm HEKFLAEAE . X BT
fRAL, AT RS VRIR S AT B R N SORHBURE I Y
ORI . IXRE, A T RO PRSI
BHRURLI) AR, RIVRLBE 5 fLRFSEOR 2 R T IR 2
SEH/INEBURE,  AEIX AN URE_E L e R E)
AL U A T R R B g o BRI, AR AT
kRl b, AL g AR AN, [, B

15

7 FL PR 3 AR 1) 283018 11 L TR 7 R R S AH 1
B, R UL R O e Bt AR A R Al i Xt
B, fEEialEy, R AR, W
N BEARKE T 1Ay B . thTHURE B RIRHE A7 AE
B M2 LA R, IR IBIEARRE T 7 LI0
YUK HR BE PR . PRI, e IXPhIEOR) B 5 67 4
RN B R NI A P e e S
600~800nm BT ZF AL, AR HIE I T A7) EE
P, AR R AR TR m ik, gk
PER AT EIR & PTLL, X R BHA e ik mT LA
[ I B A AU ke s R AR R RV A
EALIHEST S

— L ERAGHR

TERC I 2 R MR 72, I REAE pH=2~8 A
BN AR, B2, fERZHET, T2
pH Zft. Sk, AATEKIT AR 5 TRk 4
AR A B A AR P S (L A KL,
AR MEAT — Pl ek B 4 T b e v AH €533 i ot ) 22
Ko B, o TR NI 2 5 E 2
ik, DAL HE LS 3 RASS AT ML R R U sl AR 1A T8
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FEMBERIg G A AR RE S SREIRAH L, &
AL AR E PR, B AR T B M B 8 LLAE A
Ao PRIE, AR E M RO AP RHMEAR B SR M
2 BAE R (S ORI L 5T

WM R B A A RO I, T T 32 56
pH=1~14 [F3AKE; it i, A7 SR AL B AT 3000°C
DL b il i AN SZ AR s 00 2 0 R Bk AR T
HAMRE HEE R, A RSHENE . Sk
PR R SR CRE T o SO MERE AT B, 2 AL
B A R LU S50 () R T AT AR G P W B 12 A ik
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