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Determination of Related Substances in Ezetimibe by RP-HPLC
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[ Abstract ]

ezetimibe. Method: The method was performed on a Phenomenex Luna C; column (4.6 mm x 150 mm, 5 pum)

Objective: To establish a RP-HPLC method for the determination of related substances in

using a mobile phase consisting of 0. 01% phosphoric acid as the mobile phase A, acetonitrile as the mobile phase
B with gradient elution. The flow rate was 1.0 mL -min 'and the detection wavelength was set at 231 nm. The
column temperature was set at 35 °C. Result; Related substances were completely separated from ezetimibe. The
standard curves of substances A, B and C were linear in the range of 0. 035-0. 8 mg -L™" (r=0.999 7, 0.999 4,
0.9999) (n =6), respectively.

repeatability. It is suitable for the determination of related substances in ezetimibe.

Conclusion; The method is simple, sensitive with high specificity and
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E1 KkMEHRREAXYERA,B,CHEMK
Sartorius CP225D #YH, F K (fEFEZE L FAF) 5
AT 2 A0 X IR (B hE > 99.9% ), 44T 22 1 JR kL 25
(HE5 120101, 120107, 120109) , 4 X4 /& A, B, C
XTRE A (&4 > 98.5% ) ¥ i REEBHE B2 A R A
A B, 2N R IR At Al K S E K
2 HESER
2.1 k&S RZa0E AR R
Luna C, ffi%4F (4.6 mm x 150 mm,5 pm) , i 3
0.01% BEIR (A) , ZE (B) , B EEVEL, B )7 WK 1,
PiE 1.0 mL-min ™" K P K 231 nm, HEE35 C
HERERE 20 pLo £F R A3 5T IUR Se il F 1
VWA, PR BB AR B AR AT A2 A 1 AT
6 000, 1 4 2 173 e 5 AH 48 €2, 33 0 (8] (Y 53 B3 > 2.0,
i 2 R4 5 2K, i 2 i

x1 HEERBREH

Phenomenex

t/min A/ % B/ %
0 55 45
10 55 45
60 30 70
61 55 45
70 55 45

2.2 WA

2.2.1  XFRESESIREE S R X A LB,
C X HRAH 29 10 mg, KE % AR AE , & 100 mL &,
Wi BEWL [ 0. 01% B FR- G (55:45) ] 5 OF Fis B &
ZVEE ¥ 5T 0 K% BUZE W 10 mL, & 100 mL &
b R AR R E 2, 5,4 10 mg- L7
1B B 4 000 HE T A 28 W o R 2 R BBUZ A 45 W 1 mL,
100 mL T R R VRR R L RS AR
0.1 mg« L™ [l IR A5 2% 0T 6 S5 VA T o

2.2.2 HEECAEMOEN S BUR YT 2 A ROk 2
10 mg WG % FRAE , B 100 mL 5, in 7 R W % i
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JF B 2 %0 B $E 5, BIAE 100 mg - L0 Ak A

B
2.2.3  RGE MWW A BURIT & A Ok

2525 10 mg K% FRE , & 100 mL &, K5 %A
TR A 2% JBU0F B0 i 28 Y 1 L, 7 B AR e O s
BN 5 BT R G -
2.2.4  ZRVERESWAHIE o3 5 UK 3T 22 A IR
Fh2910 mg, YT ALB,C X GA 2 1 mg, K
WHRAE , B 100 mL S, IR R O R 2
ZV B 45T, BIAS 2P A 25 W o
2.3 ikt
2.3.1 LIEME WA PR 4T R
ST WA 20 pL, 78 B R A% 5 T, #EAE 4
Br, Gk WL 2, S5 R ERIT, 25 F 3 500 6 A
T
2.3.2 WEIAMEIRE BREUKST 2 AT JEORHE 6y, 4%
2510 mg, S54RI T &b B ORI A 0. 1
mol-L ™' NaOH AW 10 mL, F %= E F A E 10 min,
FH 0.1 mol-L™" HCI ¥ ¥ 2 v v, S 47 i B 25 1
VWL QERBEIR M A 0.1 mol-L ™" HCl % 10 mL,
F70 CAWE A2 h, %8 H 0. 1 mol-L™" NaOH
VS WROUR ZE v ST R R A VS R B S AR IR
A 3% H,0, %# 10 mL, T 70 C/KEF A2 h,
B EATBC W AL S W @ RN T
105 °C {8 i T HR AR ThiCE 24 b O IR < 76 40 )
M 90% +5% 5% T HE 10 d; @ kIR . + 1
J& 94 500 +500 Ix (9 254 FHCE 10 d, B 6 ByIR
J&5 BIRE 53 0 F2 F) 100 mL &) 4% 2. 2.2 R
J5 v A A W U, TE R A SR R R ST
UL 2o FILR A W B0 A I g %o 45 B R A5 T Y
WY 22 A e pE A7 e 2 B R A, E A B 8 >
990 , I 21 B 15 5 23K

SRR MR 22 A 75 TR B I B IR R Ak
NG T B AN TR R B 0% B8 i, JEL v o8 Bl e IR 2%
TR Y B 2 T HAS BEIR SR Y B A
PR R B R4 0 A B, U0 ARk LR 1k
LG
2.3.3 AGIPR S mE PR TRORT R U OB R R
TE IR 638 S5 N SRR 3 07 AR MR L o 3 TH AR
DR, A7 S i A, B, C FIAK ST 22 A A6 0 IR 43 531
12,10,10,4 pg- L~ FA5ME Ly 10 HEE IR, A
KW A, B, C R 2 A 1Y 2 = IR 43 ) &y 40,35,
35,15 pg L',
2.3.4 ZMEXRRFEL S B RS W
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D. Ik dh; B BICR; Fo BRBOR; G HALBIR

He @i s mdn I IR, 1 AKIT &1, 2. AR A; 3. 5 XY B; 4. XY C
B2 kifEfHmAXYE HPLC

0.35,0.5,1.0,2.0,4.0,8.0 mL, ¥ 100 mL ¥,
TN ORG24 20, 45 28 510k B IR, AE
bR @A IE DR G, LUK (C) R
R A A, i i AL CA) S AR ARAE I, 50 S5 45 1m0 0 5 7
A, =4.83 x10°C -4.69 x 10° (r =0.999 7) ,A, =
5.66 x10°C +3.26 x 10> (r =0.999 4) A, =7.75 x
10°C-3.86 x 10° (r =0.999 4), A,y ., =4.66 x
10°C +2.96 x10° (r=0.999 9) ,

HXWE A,B,C7E0.035 ~0.8 mg- L~ 5T
PR RUAF I Z M 6 & IR Pr Z A £E 0. 35 ~ 8.0 mg-
L' i i U RAFIRME &

2.3.5 (UAHE A BUR — A% TG IR A R
HA AR 6 U, e R I AL A S B AL B, C i
FLA RSD 205109 1. 8% ,1.4% ,0.8% ., FWIALZHHKE

R
2.3.6 EEMHIKK  HUE AR K YT 22 A o
25 (45 120107 ) , 43 2.2.2 Wi F )y 4/, % 6
O3 B T S, 7E R 3 SR T SRR AT, AR
i AN B R4 R S BEAY RSD 1.9% , 44 T A i
) RSD 1. 7% , KW Iy ik E RV R4
2.3.7 DR B9 DR R & A Rk 2 & 2
10 mg, K5 % FR a2, & F 100 mL 5, 20 50 A
10 mg- L ™" fy 2% i % BE & 4 45 9% 0.5,1.0,1.5 mL,
RS 3 0, AR B O R B 20 1S
CTBe ) 5 AH 4 F 2% I3 X Rt 3 Wk B 509% ,100%
150% MWL) o 7 1R 5% S5 44 #ERE 2307, 11
AXYBT A,B,C -FH i ZF1 RSD, 1€ 2 B
IR, 26 W T 1 R R
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%2 RAEHREEBELS WENAR B4 + 5% 4 PFF L R G0 T RV 1)

. P ;qi . Jﬁﬁfa@w{c,%ﬁ%f‘bﬁﬁmwﬁ%g*,ﬁa‘e%
/mg  /pg /pg /% o /% g E%%E’aﬁylﬁh,ﬁfzﬁﬁﬁﬁﬁ R4f.

HEYB A 10.0 5 5.04 100. 8 101.2 1.6 2.4 ﬁélﬂ]{mu% %%iﬂ&ﬁhﬁ%{ﬁ{& 1.0 mL’E
e, 100 mL B, R 200 3850, 7% 1 mg-L7' [0
e e SRV, H L3R 6 3% 4 P, BN BRI 20 L 3

ONHRERE €6, 338 80, V05 ) 3R A A A 2 A 0 0
SR I 0 5 20 AR L ) 20% 43 B A I T
310000 e (3R T X BRI W 4% 20 L, B A 5 3L
0010 T o SO L AR ANV AR ALBLC
o e YRR 0. 1% , 45 A K IE H T 50 £ R 4
BB e ke 0 BR TR Al B 2 TR 75 K T R W
0 e Y WETTRLY 0. 1 £ (0. 1% ) , B4 e F W 1 BUR 49 T

PO A00 S S ORE RS0 e U TR 0.5 £ (0.5% ) . 3 AIERE g of
eEe Ao HRH MBI A AR AL B, CL A K A BRI A
-9 5 500 1002 43514 0.079% ,0.063% ,0. 080% , 4 2% i (g & &
ST N0 996 996 53514 0. 096% ,0. 078% ,0.092% .

10. 3 10 10. 12 101.2 3 'I:‘-J"Io/l':

10110 986 986 31 WK BURYT & A RIE SRR A,
10-1 15 15. 12 100.8 B,C XJ H& &, 43 A 7E 190 ~400 nm HE17 541, T
-8 15 15.06 - 100.4 IR A A AE 231,249 nm ZbAT 5 KW, A7 K4
10.0 15 14. 83 98.9 A,B,C E@%kwq&&&ﬁ%”ﬂg 226,246,246 nm,

AXMEC 1005 499 999 1009 0.7 T DAD K 058 0 5 1320 5 40, % 8 0 4% I 10
1045504 100.8 I , AR PE B 231 nm Sy K B K L 7 K
9.9 5 5.04 100.9

9.7 10 10. 15 101.5

10.3 10 10. 08 100. 8
10. 1 10 10. 17 101.7
10. 1 15 14.94 99.6

9.8 15 15.19 101. 3

10.0 15 15.18 101. 2

TEAREM T AN 0 pe.
2.3.8 FEVEILE  HUE A SO AR, 230
1£0,2,4,6,8,12,24 h JEREIM AT, iC SR A R A,
B,C (i i L, 15 RSD 51k 1.0%,1.9% ,
1. 7% ,FRWIAS B MAE 24 h NS GE o

] — 4k S v W, 4 e 0,2,4,6,8,12 h i
FEI AT, 45 AR SO 2 B S B JE B R AL, e R A
% o W 1 B A RSD 1. 8% , Jd J% Ji U 1T B A9 RSD
1.5% , R W0 i e 12 h NERE .
2.3.9 m AR o nl F % TR E @SR
Phenomenex Luna C 4 (4.6 mm x 150 mm,5 pm)
Agilent TC-C (4.6 mm x 150 mm,5 wm) , I & 4%
b £10% ML ZEfL £5 C, B IR L) 221k +10% ,
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FAET R B Y 2 BB 2 e R BEK

3.2 (REAMMEEE A E SR T HEE-K -
K CIE-HR-7K |\ &N -UK B B2 -7K |« & - R - 7K 4
MM RS, K Y L NE0. 01% Wl K (45:55) 1
Shy I SN AH B, KA 22 A €0 5 G S 05 B T R TR 8K
I, mMTFHEXYE B, C MR /N, EHEERMET,
R B ] K AT a3 3 A6 85 R ., LA 45 S A DR W) o
R UGS ] o [ 25 45 T R B R I v I Sl AH B ] i AR
R R B 5 B T AE 50 min N A5 HLAH LY 1) 18 0
25% A A . Sy A, I8 HER TR TR AR TR X 43 B Ak
TR e 20 AR 35 °C 1R il i 451
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[(WE] B EHE ST GRS R M LB T, W8 — 44 Y 5 B — 7 1 0 F A 8 4% fit
PR R, FiE KRR WA B RO, R MBS 3BT GC-MS 3, SR H#—4F A4 M H#E R M RA 1.042% , —
AELE R 0. 664% | H A — A R & Om i = T WIAE A, B PR ] 5 EE — AE AR X U3 R AR A 20 09 R Tl 0 b A AR R AR
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Contrast Analysis on Volatile Oil of Radix Angelicae Sinensis
in Different Growth Periods

TANG Wen-wen' , LI Guo-qin®, JIN Xiao-jun’"
(1. Tongren Vocational Institute, Tongren 554300, China;
2. College of Agriculture and Science, Gansu Agricultural University, Lanzhou 730070, China)

[ Abstract ] Objective: To study the volatile oil in one-year-old and two-year-old of Radix Angelicae
Sinensis ( RAS). Method:; The volatile oil is obtained by steam distillation, their chemical constituents is
analyzed by GC-MS. Result: The content of volatile oil was 1.042% in one-year-old of RAS, which was much
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