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Determination of DHMEQ Intermediates MA and Its Impurity by HPLC Method
HU Keyu, WANG Yanfeng, YU Weilin, MA Jun, DENG Shuangbing (Shenzhen WanHe Pharmaceutical Co. Ltd,
Guangdong Shenzhen 518057, China)

ABSTRACT OBIJECTIVE: To establish a HPLC method to determine DHMEQ intermediate N- (2-acetoxybenzoyl)£2, 5-dime-
thoxyaniline(MA ). METHODS: The column was Utimate AQ-Cs with mobile phase of acetonitrile-0.05% phosphoric acid (gradi-
ent elution) at a flow rate of 1 ml/min, detection wavelength was 230 nm, column temperature.was 30°C , ‘and the injection vol-
ume was 10 pl. RESULTS: The separation degrees of MA and the impurities were aboye, 1/5, the number of theoretical plates (cal-
culated with MA peaks) was no less than 5 000, retention time was about 41 min:}the detection“limits (the percentages of MA sam-
ples) of MA, methyl acetylsalicylate, SM2, SM1, MA-6, saliGylie, acid\and MA-2 were 0.04% , 0.03% , 0.01% , 0.05% ,
0.05% , 0.05% and 0.05% ; detection limits (the percentagepof MA samples) were 0.01% , 0.01% , 0.004% , 0.02% , 0.02% ,
0.02% and 0.02% , respectively; the stability of selution-and durability of method were good. CONCLUSIONS: The specificity,
detection limit, and durability of the method ‘are ‘all in'line with the requirements, which can be used for DHMEQ intermediate MA
and its impurity.

KEYWORDS DHMEQ; Intermediate; N-(2-acetoxybenzoyl)-2,5-dimethoxyaniline; Impurity; HPLC
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Figl1 HPLC chromatograms
A.mixed reference substance; B.test sample solution; C.blank control; 1.
SM2; 2.SM1;, 3'MA-6; 4.salicylic aeid; 5.methyl acetylsalicylate; 6.
MA-257.MA
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Tab 1 Determination results of quantitation limit and de-
tection limit

10Q LOD

MARMURRR i, mE, WOTMA  RERE,  RE,  HYFMA

pg/ml ng FEdh, % pg/ml ng Fin, %
MA 0.194 1.94 0.04 0.065 065 001
LKA B 0.138 138 0.03 0.046 046 001
SM2 0.065 065 001 0022 022 0004
Ml 0259 259 005 0086 0.86 002
MA-6 0252 25 005 0084 0.84 002
ks 0.245 245 0.5 0.082 082 0.02
MA2 0249 249 005 0083 083 0.02
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B E B ZImEREARRERALRET ERSES TN T E, Fik RABUERERELRRIERM AL, FRAS
R ARE RN T A, &34 A Elite Cis, A AH A 4 F B JASIAE B 4 0.01 mol/L BBk = R47 %% o ik (BRELIA ¥ pH £3.0)
(BB E ML) iR 4 1.0 ml/min, A 5% K 4 240 nm, 28B4 25 C, 3424 20 pl, 2R RS AN RSk E LR E A 0.2~
180.0 pg/ml(#=0.999 7) ; 45 5 & A2 T M F A X349 RSD<<1% ; At = % 4 98.97% ~100.67% ,RSD=0.50% (n=9), %
%I kAR A, TTHER R A BRI R B P A T ER TR P R AN .
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Content Determination of Main Ingredient in Naproxen Solid Lipid Nanoparticles by HPLC
FU Jia, GAO Sainan, ZHOU Xuegang, XIN Ping, SUN Shiqin[College of Pharmacy, Harbin Medical University
(Daging Area), Heilongjiang Daqing 163319, China]

ABSTRACT OBIJECTIVE: To establish a method for the content determination of main ingredient in naproxen solid lipid
nanoparticles. METHODS: Microemulsion method was used to prepare naproxen solid lipid nanoparticles, and HPLC was used for
the content determination. The column was Elite C;s with mobile phase A of methanol and B of 0.01mol/L KH.PO. buffer solution
(adjust pH to 3.0 by phosphoric acid) (gradient elution) at a flow rate of 1.0 ml/min, detection wavelength was 240 nm, €6lumn
temperature was 25 °C,and injection volume was 20 pl. RESULTS: The linear range of naproxen was 0.2-180.0 pg/mi(,=0.9997);
RSDs of precision, stability and reproducibility were lower than 1.00% ; recovery was 99.73% -100.29% (RSD=0.20% , n=9).
CONCLUSIONS: The method is simple, accurate, and can exclude the accessories’ interference™in naproxen solid lipid nanoparti-

cles, which is suitable for the content determination of main ingredient.
KEYWORDS Naproxen solid lipid nanoparticles; HPLC; Content determination
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