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Determination of 20 Kinds of Phthalates Elasticizers in Ranitidine Hydrochloride Preparation by GC-MS
HAI Li-ping', WANG Xue-qin’( 1.First Outpatient Department, Department under Henan Provincial Government,
Zhengzhou 450003, China;2.Henan Institute for Food and Drug Control, Zhengzhou 450003, China)

ABSTRACT OBIJECTIVE: To establish a method for the determination of phthalates elasticizers in oral solid preparation. METH-
ODS: Phthalates were extracted with methanol. 285 batches of oral solid preparations, taking Ranitidine hydrochloride capsules or
tablets as model subjects, were determined by GG-MS. The determination was performed on DB-5MS column at the flow rate of
1.0 ml/min using helium as carrier gas. The split ratio was 10: 1 and injector temperature was 250 “C by temperature programming.
Electron impact (EI) ionization mode was used with electron bombardment energy of 70 e€V; scan mode was adopted for qualita-
tive analysis with scanning range of 50-650 amu; SIR was used for quantity analysis. RESULTS: 20 kinds of phthalates could be
completely separated under the condition of GC-MS. The linear ranges were 2-40 pg/ml, and relative coefficient was more than
0.99 (RSD<<10% ). The limit of detection was more than 2 pg/g and average recoveries were 79% -99% . CONCLUSION: The
method is simple, accurate, well-separated, and could be applied for simultaneous determination of 20 kinds of phthalates elasticiz-
ers in oral solid preparation.
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BRG], min
RS Rk Rk AMATRGEIEL) KB m/z
F40 pg/ml F4 pg/ml
1 749 748 WA R 76,77,133,163
2 8.36 8.34 WA ZRBR LR 65,104,149,191
9.42 942 MK RN 65,104,149,191

3 9.52 95 AR 65,104,149,191
4 10.05 10.03 AR 5 TR 77,91,105,207
5 10.79 10.77 WA BT 56,57,149,207
6 11.08 11.08 DRZHR(Q-REIL) LB 56,149,150,207
7 11.77 11.74 AT R (4R ) B 58,59,76,104
8 11.77 11.78 AR TR (2-C - TH0) B 273 50~650
9 12.14 12.12 AR (-CFI) LB 72,73,149,207
10 12.55 1253 Cly il vy 55,148,149,150
11 1471 14.67 MK HBRIECH 55,149,150,207
12 14.85 14.81 AR T IR 65,91,149,206
13 15.91 15.87 AR IRC % 70,73,149,207
14 16.28 16.24 AR -THME) LR 56,57,85,101
15 16.94 16.9 1 T dame Ny 55,67,149,167
16 17.07 17.07 AR R 55,57,70,71,149
17 17.24 17.24 AR R 65,76,77,104,225
18 19.63 19.63 KRBT 55,57,71
19 20.73 MEHB - RTH 57,71,149,293
20 21.05 AR SR 57,71,149,293
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Tab 2 Results of the determination of samples
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Content Determination of Allopurinol Sustained-release Tablets and Related Substances
CHEN Hong,ZHU Rong(Chengdu Center of Food and Drug Control, Chengdu 610045, China)

ABSTRACT OBJECTIVE: To establish a method for the content determination of Allopurinol sustained-release tablets and relat-
ed substances. METHODS: HPLC method was adopted. The determination was performed on InertsilODS-3 column with mobile
phase consisted of methanol-0.125% monopotassium phosphate (10:90, V/F) at the flow rate of 1.0 ml/min. The detection wave-
length was set at 220 nm and 250 nm for related substances and main component. The quantity of allopurinol impurity A was detected
quantitatively and other impurities by self control method. RESULTS: Relative substances could be separated from main component
completely. The linear ranges of main component and impurity were 1-100 ug/ml and 0.02-4 pg/ml (=0.999 9). The average reco-
veries were 100.1% (RSD=0.7% ) and 95.3% (RSD=14% ). The lowest limit of detection for impurity A was 0.2 ng. CONCLU-
SION: The method is specific, sensitive and reproducible, and can be used for quality control of Allopurinol sustained-release tablets.
KEY WORDS Allopurinol sustained-release tablets; Content determination; Related substance; Impurity A; HPLC

| W G ) o0y W, R AR DR PR LA AMEGERE T B AR B R AT ST T H R T 04 [ R 2
— RGP B TG T R AR MUAE S XS R AR P 12 KT 2 R v AR R R H T RO I, AT S5 R ST
WA o R G BT B R AR I A TR TR T A F I E 71k, A T A, DT A R 2 o

=R

M

1

W BB R BRI IRV 5 I S5O 5241 (UV)
5 7 iR IR A2 s A7 M SRR il e SR A Tt (a1 e e
ZJ A B CAF, S 4 P ] RES LA (] Al R g 49 o 3l

A (-G IENLME-A-FRER ) | B Rk 2% I 2 B R 3k
BABWT,
1 ##

(2) BB 8 et VA €2 33 AR I B0 P AU 11475 e
B LA T e P SRR B35 36 FH v T L[] ol o 25 0 4 5]
BT TR SR I A 45 Y RNk B /0N | LA ol Ak L
el R RE S AT, TR S A T
SR FR LR AR, DR A A 6 a A A 1 b YR 2%
e

(OAMESAFT (WL 1 2) PR BRI #E 20~25 min (1)
— I AR T R TR R AROE U R TR S R AR
FA [ R PTG R v B S A (e, I FRlE— 25
FABRAE SIS ; A IR AN R 1A 19,20 S,
S 3k
[1] B ERERFR I IR 5 BT S SR ()] 3R 5 5 AR L

B AR AL PSS T £ 24 A D0 RS o
1T, E-mail: redchen333@sohu.com

- 80 - China Fharmacy 2013 Vol 24 No. 1

% 2003,20(2):135.

[2] F/hl, Mok, 2550, & Jb b X 5 hef R — H iR
B 2 PR35 75 e 1y B R A [J]. 2R 3% 5 4 42 &, 2007, 24
(10):820.

[3] SFE, B3 3C, X T, 5 KRR AP 48R R R g 1<,
R T - JO T 5 9 [0). R 3 5 4 R A2 &, 2005, 22(5) ¢
377.

[4] KN, b2 SRETE, 4 .GC-MS & A LG H KR e
RIREE TS Y[ 1] B AA B AL 5 AT, 2006,42(2) - 115.

[5] BEIFZGUTE b4 4 AR 3 fe B 25 82 —3R[S].2010 4
P AL S 2GR A, 2010 ¢ B3R 31,78,

[6] FEENZMGEMITEE.2011 5F B R3Okt At S A
AL MM A 45 TAE T HH[S].2011.

(ks HI:2012-02-22 & [H] H 1. 2012-03-27)

hEHE 2013524 EE 1



