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Determination of the Related Substances of Rosuvastatin Calcium Tablets by HPLC

ZHANG Yihua, GUO Yonghui, HAN Bin, JIANG Jianguo*(Hebei Institute for Drug Control, Shijiangzhuang 050011,
China)

ABSTRACT: OBJECTIVE To establish a method for determination of the related substances of Rosuvastatin Calcium tablets
by HPLC. METHODS A Diamonsil C;g column (4.6 mmx250 mm, 5 pm) was used. The mobile phase was acetonitrile-
0.02 mol-L™" ammonium acetate (50 : 50, adjust pH to 4.0£0.05 with glacial acetic acid) at a flow rate of 1.0 mL-min™', and the
detection wavelength was 242 nm. RESULTS The resolutions of rosuvastatin and other related substances were good, and the
linear range of rosuvastatin was 0.05-0.5 mg-mL™'(=1.000 0). The limit quantitation of rosuvastatin, diastereomer, oxidative
breakdown product, photodegradation product and inner ester were 4, 20, 300, 200, 15 ng. CONCLUSION The method is
convenient, accurate and exclusive for the determination of related substances of rosuvastatin.

KEY WORDS: rosuvastatin; HPLC; related substances
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b TT ' B A 7 4 1T W 5 T AR AL YT PR T ) 4 B
N.=4.0.
22 LEtkidie

I B f P WD IR ) 4+ PR B AR A T A o HE
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fift, MUKMERERZIEE, #24); SRR 10 mL B
F N, RN E I B R DRI B2
15 000~25 000 Ix-h( /.7 [X 380~650 nm)/12~22 W-h-m ™
(28 4M X 350~380 nm)] T 20 CHEHFZ) 2 h, 5 B w]
WO RN [R) DASRAS 45 S R B = 1 Il .
GRS IR 2 25 mL BT, 28 5 mL 3R
B, WUKMRBEREZE, 85 . WA CRE G
fits VT o

SEACTE =Pt £ B S AR AR T 5 Xt HEE o
250 mg, EAEMET, T 50 Chidk7d, KA, 53
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A Xof B 1 ) %« B BT AR A VTS 0 R 15 mg,
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Fig.1 Chromatogram of system suitability test solution
1-rosuvastatin, 2-diastereomer; 3—oxidative breakdown product;
4—photodegradation product I ; 5—photodegradation product II; 6—inner
ester
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e oE s, FH CHE-7K(30 1 7002 40 7R ik
ANFEHIHREE, £ FIR AR FAE T, 2 mlEE 20 pL.
FAEWE L S/N=3 WIE HoAs R, #%{EMELL S/N=10
My Hoe B ERTEETAAhyT JEXTI A, %
HCBEME =1 DGR R BIAS HBR 73700 4,
20, 300, 200, 15 ng; & &R 5714 12, 60 ng, 1 pg,
600, 45 ng(n=3), RSD &KX N 0.3%, 0.2%, 0.4%,
0.4%A1 0.3%.
24 LMERREHE

B, F G H5-7K(30 0 70)2 2 Fiks, LA
B P AT E T E, KK 0.5, 0.3, 0.2, 0.1,
0.05 mg-mL™"s 7> BB EIRVEWR 20 ul, VEABAA
A, B ERER. LLIRE Cmg-mL™") ks
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Tab. 2 Results of recovery test

4 IINE/  WARE [EWRE/ CP¥ME/ RSD/

mg mg % % %
8.04 8.01 99.62

TP ARAMITES  10.02 10.10 100.79 100.3 0.7
12.04 12.11 100.58
8.21 8.17 99.51

AALBEREY 10.05 10.01 99.60 99.8 0.5
12.06 12.11 100.41
8.13 8.12 99.87

JCREfRE ) 10.06 10.09 100.29 100.2 0.4
12.04 12.11 100.58
8.04 8.02 99.75

EIaIEN 10.32 10.22 99.03 99.6 0.5
12.24 12.23 99.91
8.11 8.09 99.75

N 10.37 10.29 99.22 99.5 0.3
12.62 12.57 99.60
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Fig.2 Chromatogram of sample

1-rosuvastatin; 2—diastereomer; 3—photodegradation product Il ; 4—inner
ester

R3 ARYIFMESLR

Tab. 3 Results of related substances

jo R SR fﬁf e
1% FE Y% (1+11)% % 245 /% A%

101101 0.32 — 0.11 0.05 - 0.48
101102 0.30 - 0.10 0.06 - 0.46
101103 0.30 - 0.12 0.04 — 0.46
101104 0.28 — 0.15 0.06 - 0.49
101105 0.35 — 0.13 0.08 - 0.56
101106 0.34 - 0.12 0.05 - 0.51
101107 0.36 — 0.21 0.03 - 0.60
101108 0.42 — 0.18 0.02 - 0.62
101109 0.40 - 0.15 0.06 - 0.61

Note: “~"—Not detected.

3 i
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A SCHRFR FH 0.03% MK RV W (= £ % 45 pH
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Components Analysis of Volatile OQil from the Flowers of Syringa Reticulata by GC-MS

KONG Lingyao, ZHANG Keqin, XUE Xiaoli(Key Laboratory of Jilin Universities for Protection and Utilization of
Animal and Plant Resources in Changbai Mountain, Jilin 132000, China)

ABSTRACT: OBJECTIVE To explore the components of volatile oil from flowers of Syringa reticulate, and reveal its use
and research value to make better protection and utilization of Syringa reticulata resources on Changbai Mountain. METHODS
The volatile oil of Syringa reticulata was extracted by supercritical CO, extraction technology, and the components of the oil
were qualitatively by GC-MS and relative content of each component was determined by area normalization method. RESULTS
The 45 chemical components were separated by GC-MS, which were 97.84% of the total oil, and 39 compounds of them were
also identified. The main ingredients were: 1,3,5-cycloheptatriene(17.16%), 2-(phenylmethoxy)-, methyl ester (17.27%),
benzenepropanol, 4-hydroxy-.alpha.-methyl-, (R)- (11.74%), phenylethyl alcohol (6.86%). CONCLUSION This method, using
supercritical CO, extraction Syringa reticulate volatile oil and analysis by GC-MS, is characterized by efficient and rapid as well
as avoiding residual solvent. The experiment provides a theoretic basis for Syringa reticulate exploitation.

KEY WORDS: flowers of Syringa reticulata; volatile oil; supercritical CO, extraction; GC-MS
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