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Contents Determination of Camphor and Menthol in Prickly Heat Powder by Fully Enclosed and Free Treat-
ment HS-GC

LIU Junxia', DU Chaohui’, RAN Congcong®, JIANG Ye’ (1.Dept. of Pharmacy, the First Hospital of Shijia-
zhuang, Shijiazhuang 050011, China; 2.School of Pharmacy, Hebei Medical University, Shijiazhuang 050017,
China)

ABSTRACT OBIJECTIVE:To establish a fully enclosed and free treatment quantitative analysis method for the contents determina-
tion of camphor and menthol in Prickly heat powder. METHODS: GC chromatography was conducted with internal standard of
N-butanol and headspace solvent of 1-ethyl-3-methylimidazolium tetrafluoroborate. The column was PEG-20M capillary column, de-
tector was hydrogen flame ionization detector, equilibrium temperature was 140 °C, equilibrium time was 30 min, the column tem-
perature was 160 °C, the inlet temperature was 170 °C, the detector temperature was 200 °C, carrier gas was nitrogen, flow rate
was 41 ml/min, split ratio was 18:1, and the headspace volume was 1 ml. RESULTS: The linear range was 5.15%10 *-515 pg/ml
(r=0.998 4) both for camphor and 5.40x107"-540 pg/ml(#»=0.998 2) for menthol; RSDs of precision, stability and reproducibility
tests were lower than 2% ; recoveries were 99.0%-101.3% (RSD=0.9% ,n=9) and 98.3%-101.9% (RSD=1.2% ,n=9) , respec-
tively. CONCLUSIONS: This method is simple, accurate, sensitive and reproducible, and can be used for the contents determina-
tion of camphor and menthol in Prickly heat powder, which provides an accurate and reliable analysis method for the quantitative
analysis of semi-volatile components in solid pharmaceutical preparations.

KEYWORDS Headspace gas chromatography; Fully enclosed; Free treatment; Prickly heat powder; Camphor; Menthol; Solid

pharmaceutical preparation; Semi-volatile component
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Fig1 GC chromatograms

A.blank solution; B.standard substance solution; C.test sample solution;
l.internal standard ; 2.camphor; 3.menthol
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AER AL 2.2.2" W N RGN B S &GS i, BT 10 ml
HH P, I [Emim] [BF.]32 5% F R il 4545 Ji [0 & ok 05 40l
5.15.51.5.0.515.5.15 .51.5 515 pg/ml FI i 7 I 5 123k 2 43 1)
4 5.40.54.0,0.540 ,5.40 ,54.0 540 pg/ml it 2R AR 4% Bt v
o AR IR R AN I8 R YER 1 ml, BT 20 ml [ii5s
SR, PR A REAR S A SR DU TR S0 B 985 35, F 140 C T
AT 30 min J5 , IS AR T ml, $642.17 50 a3k 2 4 ik
FEMNE T S W T AR, AR B0 MR (o, pg/m) WA AR bR R0
I3 S NPRIETRIFRZ L () AR BRI T W1, A5G 6
Tk 49 180 51 5 FE 43 ) A y=4.21x — 0.070 4 (7=0.998 4) ,y=
3.200—0.025 7(r=0.998 2) . 5 F I, At i | v 4y A A6z 00
JO U BE Rk Y L 23 B M 5.15% 10 TP ~515,5.40x10 ~*~
540 pg/ml,
2.5 TEEMRFNMN R

HL“2.47 5 F AR (5.15 ng/ml) FFHEAT I (5.40 ng/ml) R4
X B A VB A LA R 4 2.1 TR i A% 1 R
FE , LA M LE Ry 10 T, 45 A5 1 R AT i ) 22 A BR 4 0
5.15.5.40 ng/ml; LA vy 3 31, 548 156 R HE7RT A0 Pty 46 00 R4+
1491.29.1.35 ng/ml.
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Tab 1 Results of recovery tests(n=9)

TRl AR, mg T mg %, % FHEE, % RSD,%
TR 0240 0241 1004 1002 09
0240 0243 1013
0240 0238 9.
0300 0304 1013
0300 0299 99.7
0300 0297 9.0
0360 0358 94
0360 0364 101.1
0360 0361 1003
bt 0240 0242 1008 1002 12
0240 0237 %8
0240 0236 %3
0300 0304 1013
0300 0301 1003
0300 0299 9.7
0360 0365 1014
0360 0367 1019
0360 0358 94
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Tab 2 Results of contents determination of samples(n=3)

e _ il i

S ,mg/ml RSD, % i ,mg/ml RSD, %
20138501 0.294 18 0.296 18
20138502 0305 0.8 0.308 12
20138503 0318 12 0316 L1
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B OE OB EINEBRTORASEREEAAEN T, ALGH ARG R RRELAE, k. RABHK
RARE AL, &ikAE A Waters MS Cus, A48 A TAE-0.01 %5582 (55:45, V/V) , #il ok ¥ 4 238 nm, 4238 4 30 °C, 7k 4 1.0 ml/min, 3t
FFH 20 pl, LR AR T A B AR M A 20.32~609.60 pg/ml(#=0.999 9) ;45 % B A E M F H MK RSD<
1% ; BIRCF A 99.60% ~101.68% ,RSD=0.8% (n=9) . 4. F k& LT EH LD, E TRRMIT 53 B8 H
KR SHRMEL R BT ORA AT A ETHAE

Determination of Content and Content Uniformity of Lovastatin Dispersible Tablet by HPLC
QIU Yijing', SUN Ting’(1.Hangzhou Institute for Food and Drug Control, Hangzhou 310015, China;2.Hebei In-
stitute for Drug Control, Shijiazhuang 050011, China)

ABSTRACT OBJECTIVE:To establish a method for the determination of content and content uniformity in Lovastatin dispersible
tablet, to provide reference for the quality control of its peneric production and storage period. METHODS: HPLC method was ad-
opted on the column of Waters MS Cjs with mobile phase of acetonitrile-0.01% phosphoric acid (55:45, V/V), detection wave-
length was 238 nm, column temperature was 30 °C, flow rate was 1.0 ml/min, and the volume injection was 20 pl. RESULTS:
The linear range of lovastatin was 20.32-609.60 pg/ml (=0.999 9); RSDs of precision, stability and reproducibility tests were
lower than 1% ; recovery was 99.60%-101.68% (RSD=0.8% ,n=9). CONCLUSIONS: The method is reproducible with high ac-
curacy, and suitable for the quality control of Lovastatin dispersible tablet.

KEYWORDS HPLC; Lovastatin dispersible tablets; Content; Content uniformity
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