52— e §kr ) o A R 5

ENETOLERIHLARAG LKL 214434)

FESES RI1T XERERE A XEHS  1001-0408(2015)03-0386-03
DOI  10.6039/j.issn.1001-0408.2015.03.31

W E A IR BEGRERE. ik R E & (TLC) kxR A= Be o7 Bk P 69 5 A= 4 247 T W47,
KA & 2R AR €45 (HPLC) s 52 4 7 P 3512369 4% . &34 % GP-Phenyl, 7 3h 484 TAE-K (10:90, V/V) , 7k 4 0.8 ml/
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Quality Standard of Pruni Semen Formula Granules
YAN Xiao-yun(Jiangyin Tianjiang Pharmaceutical Co., Ltd., Jiangsu Jiangyin 214434, China)

ABSTRACT OBIJECTIVE: To establish the quality standard of Pruni Semen formula granules. METHODS: Pruni Semen formula
granules were identified by TLC. The content of amygdalin was determined by HPLC. The determination was performed on GP-Phe-
nyl column with mobile phase consisted of acetonitrile-water (10:90, V/V) at the flow rate of 0.8 ml/min. The detection wavelength
was set at 210 nm, and column temperature was 30 °C.The sample size was 5 pl. RESULTS: TLC spots of amygdalin were clear
and well-separated without interference from negative control. The linear range of amygdalin was 50.92-611.04 pg/ml(+=0.999 8)
with an average recovery of 101.07% (RSD=0.64% ,n=6). RSD of precision test was lower than 2% , and RSDs of stability and
reproducibility tests were lower than 3% . CONCLUSIONS: The method is simple, sensitive, specific and reproducible, and can
be used for the quality control for Semen pruni formula granules.
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Figl TLC chromatograms

1-3. test sample; S. amygdalin reference control
22 2EWE
2.2.1 EIEAMSRGGE AR @354 : GP-Phenyl (250
mmx4.6 mm,5 pm) ; i SHAH : ZNiF-7K (10:90, V7V) s ik : 0.8
ml/min; &I K : 210 nm; R 30 °CsiiAfE 5 ul. BB
B A TS NAMITT 3 000; 73 B EE> 1.5, R0l
TR ILIE 2,

223 HHAIIEER TS AR SMA01 g, BT
HIEHIE I, R A £ W 25 ml, FRE T, ind el
PEAEE 30 min, A, FRICRT S ARAE , N £ TR WA 2 082K (1)
e, RS, g B, B .
224 KMXRRFL  Hr 5K WEC2.2.27 5T X IR ST
0.5.1.0,2.0.3.0,4.0.5.0 6.0 ml F 10 ml 3 b, i B B B &2
ZUPE o $242.2. 17 T N EGE 203 MIERE 5wl je SR AN . LA
WETHTFR (p) A AR BT iR B (x, pg/ml) Ry AR b, iFA T4 4
[, 45 [0 )4 5 BN :y=5.390 6 x+41.788(r=0.999 8), %k
FEU AT Y BRI A 50.92~611.04 pg/ml P 5 3
TR B A R R
225 FHEEIAK  KEWHL2.2.27 T XTI AL 3.0 ml
F 10 ml b, I B 25, $02.2.17 300 N (a3 S 1R % St
FE6 IR, 455 RSD=0.22% , T Aehs 35 RLUT-
2.2.6 FUEMERLE  BUR SIS GE &, 20 FE 0.2.4,
8.12.24 h W44 “2.2.17 Wi T o35 A R b AR 22 . 452 RSD=
0.87% , R UMLK SHIATE 24 h AR S M R AT
227 WEEMKK  BARZSE )y BURL(HEE . 1210008) &
L2237 N AT 6 s R A TR, FE C2.2.17
TR 8 2 F R RE o 45 3 A5 AT (- 28 i 4 B0k
4.89% ,RSD=2.08% , &IAA I LB G R It
2.2.8 AEENSCRIE RS PRICE 015 = 0 AR ok A (it
5:1210008)0.05 g, 26 £, 73 HIKE 25 A w7 A7 474 0T BE 4%
G, e 2.2.37 BT ik il A A, PR 2,217 T (A,
T LA EREIAE , S SR TR, ST InARE s S5 SR LR 1.
Fz1 MEERRAELER (n=6)
Tab 1 Results of recovery tests(n=06)

EAIFE, mg MAGE,mg W mg  MEEEE, % FEMEEREICE, % RSD,%
24295 25025 49335 100.06

24775 25025 50120 101.28

24820 25025 50225 101.52 101.07 0.64
25045 25025 50530 101.84

25120 25025 50430 101.14
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Tab 2 Results of content determination of samples(n=2)
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Fig2 HPLC chromatograms
A.control sample; B.test sample ; C.negative control; 1. amygdalin
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Simultaneous Determination of Rapamycin and Tacrolimus in Self-made Compound Rapamycin Suppository
by RP-HPLC

YE Cong-cong',FU Hong-xing*, ZHOU Wei-zhong’, WU Lan-lan’, LIAO Li*, HUANG Bin-jiong’(1.Wenzhou Peo-
ple’ s Hospital, Zhejiang Wenzhou 325000, China;2.School of Pharmacy, Wenzhou Medical College, Zhejiang
Wenzhou 325035, China; 3.Dept. of Pharmacy, Yiwu Hospital of TCM, Zhejiang Yiwu 322000, China)

ABSTRACT OBJECTIVE: To establish the method for the content determination of rapamycin and tacrolimus in self-made Com-
pound rapamycin suppository. METHODS: RP-HPLC method was adopted. The determination was performed on Agilent Eclips
XDB-C;s column with mobile phase consisted of acetonitrile-3.3% phosphoric acid (65:35, V/V) at the flow rate of 1.0 ml/min. The
detection wavelength was set at 210 nm, and column temperature was 50 “C. Sample size was 20 pl. RESULTS: The linear range
of rapamycin and tacrolimus were 8.0-400.0 pg/ml (#=0.999 9). RSDs of precision, stability and reproducibility tests were <
1.18%. The average recoveries of rapamycin and tacrolimus were 101.28% (RSD=2.99% ,n=3) and 97.99% (RSD=1.94% ,n=
3) separately. CONCLUSIONS: The method is simple, accurate, specific and reproducible, and can be used for the content deter-
mination of rapamycin and tacrolimus in self-made Compound rapamycin suppository.

KEYWORDS Rapamycin; Tacrolimus; Suppository; Content determination; RP-HPLC
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