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BE.HYN Z2IiNTERELREENFPERELRS TS RME LR FiE GitHEA Agilent Eclipes
XDB - C,, (150 mm X 4. 6 mm,5 pm), 3484 1.1 g/ L BRI E4AAE & (pH 2.0) — TH — FEL(750:95:155,
VIVIV), &% 1.2 mL/ min, %l k& % 230 nm, 4284 40 °C,#HZTH 20 uL. EHR HEXWRAORETRELE
0.047~189.920 wg/ mL JE B N 5 @AREMEX 2 RIF(R*=1.0000,n=6); £ FMA 50.75 ng / mL; #5 5 B & LM 2RI
R85 RSD ¥/ F 2.0%; -F ¥ @l FH 99.72%, RSD #1 0.93% (n = 9) 4 o0 ¥ 282 2 4 B 69 4 F £ % 4 100. 03%, 100. 82%,
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Content Determination of Oxycodone Hydrochloride in Oxycodone Hydrochloride

Prolonged — Release Tablets by HPLC
MA Ruwi' ,ZENG Linggao®,LUO Juan',SUN Huaijing' ,CHENG Haonan',YIN Kexin',LIN Meiling' ,XIONG Liping’
(1. Southwest Pharmaceutical Co. ,Lid. ,Chongqing,China 400038; 2. Chongqing Institute for Food and Drug Control -+ NUPA Key Laboratory for

Quality Monitoring of Narcotic Drugs and Psychotropic Substances,Chongging. China 401121)

Abstract: Objective To establish a high - performance liquid chromatography (HPLC) method for content determination of
oxycodone hydrochloride in Oxycodone Hydrochloride Prolonged — Release Tablets. Methods The chromatographic column was
Agilent Eclipes XDB - C, column (150 mm X 4.6 mm,5 pm),the mobile phase was 1.1 g/ L sodium heptane sulfonate
solution (pH 2.0) - acetonitrile — methanol (750 : 95 : 155,V / V / V),the flow rate was 1.2 mL / min,the detection wavelength
was 230 nm,the column temperature was 40 ‘C,and the injection volume was 20 L. Results The linear range of oxycodone was
0.047 - 189.920 pg / mL (R* = 1.000 0,n = 6). The limit of quantification (LOQ) was 50.75 ng / mL. The RSDs of precision,
repeatability, and stability test results were all lower than 2.0%. The average recovery of hydroxycodone was 99.72% with an RSD
of 0.93% (n = 9). The contents of oxycodone hydrochloride in samples were 100.03%, 100.82%, and 100.11% (n = 4),
respectively. Conclusion The method is specific,robust,and accurate,which can be used for the content determination of oxycodone
hydrochloride in Oxycodone Hydrochloride Sustained — Release Tablets.

Key words: HPLC;Oxycodone Hydrochloride Prolonged — Release Tablets;oxycodone hydrochloride;content determination
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1.1 {Xs

Agilent 1260 Y 755 2% e AH 0135 X (3£ = Agllent UN
Al ) ; Waters 2695 T 155 %80 & AH €435 1% ( 56 [E Waters 23
F]) s HT — 800 Y8 7+ i1 15 DAL (Vi o5 e 75 L IR 485 A1
BN, D2R A 800 W, 473K Ay 25 ~ 40 kHz) ; ME204F 74
BT KA (R FE M JT 43 2 — ), XPE26 B i K F OFg
NEATHZ—), W H Hi+ Mettler — Toledo 23 ] .
1.2 R#

ER AR L T R AL (LS 171271 - 201501,
} 94. 9% ) My #k R — 0 T % B8 (A5 190096 -
201802, M 99. 5%) , ¥ F v [ B b 2 b K e AT
atf’ac i“%@ﬂ %I B R (T E A, FE5-4 2005604 - 3,

N 99. 58%, 52905 B, M B, 2 Fh SRR ) , B2 TR 2%
CX]LEE h (41L5 4 2005609 - 1, & 74 99. 19%) , Eh R
¥ 2% 1 J5URE(HE 5 5 CP0012103005) , 306 11 H 73 B
Wl 254 PR Al ZLE (FEE L RUR WA AR ;s T/
(VLPE B /R vk B 240l A BR S 7] ) 5 2R R ¥4 25 i 2% 3¢
(75 e 25k e 0y A7 BR 28 W), ik 5 43 51 o Y211201,
Y220901,Y221001, #A% R 5E 7 10 mg) 5 BERefisfi FR4M (£
TSl AR @ 3T S AR S ) s B R (B4l B
PN T < 1 > HIRAF) ; HEE . g (il
FECH R BHE < thE > AIRAFD s K 2K .
2 FHESER
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{035 41 « Agilent Eclipse XDB — C g #F (150 mm X
4.6 mm,S5 pm); WEIA 1.1 g/ L 1 — BERefifi R 4095 I

(pH 2.0) - Z 5 - HEE(750:95:155,V/ V/ V) ;i ik
1.2 mL/ min; KM% K 2 230 nm; A 40 °C; HEFE = .
20 pLo R G0 1E F PR AR I 3 5500 T, g 06 1 43
BIEERT 1.5, BRI HE R % BT A 4 886,
2.2 BREHE

B PR 72 2% T 5% B 2% ot B, Y2 2% il 4% 5t C X6} R
M A5 T, A PR RE , IR s AR A L R B 1 mL &y
SRR IR T 80 pg ZE T BAICII N 1.6 ng Y RS IE
PV AR R — T FLBE T\ BE&E i  AG %
FRAE , I AR i, 6 RE R 1 mL 35 UM MR —
SR T NEE R 1 mg 25 L AARHA TR BUCER 192 34 2% Tl
Kb B8, RS SRR, IR S AR VS A, W B 1 mL
A E IR TR IR 80 e X AR S AT BIURE & 10 |, BR
FALA KRG B, IS AR AR A, K 2% PR IGE 1 (24
A Y FERFR L5 8 mg) , 100 mL & =R, N o)
*HL% Pl R R 2 T A o 4, Ve, TR B A

75 PE5) kAt BPAS R A VA T
2.3 HEFEER

L JE MR RS 2. 2700 R 55 PP RHA IR X &
GeiE Pk VA A5 T8 o, 7 2. 1 T B A Ak g R
ESR R E L R gd AW g, S s E R
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1. Oxycodone impurity B, 2. Oxycodone impurity B,

3. Oxycodone 4. Oxycodone impurity C
A. Excipients — blank solution B. System suitability solution
Fig.1 HPLC chromatograms of the specific test

JE it BB A - HOCER 2 2 2 T DR, 4% 2. 2 00T ik
il 2 R BE Ry 25% (N ZMEVS W, 7 2. 1 00T (o3l SR Rk A
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85U 543 51 R 25% , 100% , 150% , 200% , 250% 11 2 51
LRV N 2 B HAS L VA T  E w BR A T ( ER E
}50. 75 ng/ mL) % 2. 130 S5 AERE DA% i
TR B (X, g / mL) R A A A (I TETRR () A A AL A it
AT PERIE 5 M5 FE Y = 20. 884 X + 0. 616 9(R? =
1.000 0,n = 6) L5 FK ], 5T 1 B e AR 0. 047 ~
189. 920 wg / mL i Fl N SIS ARZ AR OC R R4S

K5 BRI K B R 2. 2 I 6 R A 2 4y S it
TRERAR 10 4462, 130 s A5 RN E 5 TR 29K
6 UK, T3t (05 TR 435 TR o) R v R s T AR LU ALY RSD A
0. 52% , (i i A AR B IS TE] B RSD 24 0. 01%(n = 6) , 1
A RSD M 0. 11%(n = 6) , U ZAGT B LI

PRI  ORE i (L5 Y211201)id &L, #4222
TR 732 ) & AR S W 6 10y, Hh 2 2R E N RULE AR
A () FHAS R A8 T R AE , T F 3 R R 2 25 T 11 5
452 ZARE N B RSD 43 51K 0. 33% (n = 6) Fl
0.78% (n = 6) , Fh 1R ¥2 7% i () °F- ¥4 7 1 4 100. 36%,
RSD M 0. 62%(n=12), £HFEREREHRL.

R R0 2. 2 001 (3 VS VG o, T E TR
R 0,6,24,48 W 4% 2. 1T @3% S E R 2 L 30
SRR, I H AR & i 25 A3 & 58 100. 16% , RSD
F0.17%(n = 4) , KUK IR AE ERE 48 h
ot Rar.

it PR R0 - BORE i (HIE5 S Y211201) , #% 2. 2 T
T 5 g R W, 43 B 5 B AN T 1 A T i K
(228,232 nm) , #:17 (38,42 °C) , ¥iti# (1. 1,1. 3 mL/ min),
B 1 2 T IR FR 0 % (1 + 5%) , 8 i pH {1 (1. 8,
2.2), {3 F: [ Agilent Eclipse XDB — C g #F (150 mm x
4.6 mm,5 wm) , Agilent Zorbax SB — C 4 #£ (150 mm X
4.6 mm,5 pum) 1, @ijaﬁﬁ((Agilent 1260 !  Waters 2695
T ) XA R EBCRE R A 2 g 235 2R 2400 5 2k 1 & A /)N
AR, BIREIE B B BOR AT R R T2y
£ 100. 09% ,RSD 4 0. 81% , RETH & MR F R

(TGRS < BCER R 72 2% T S5O, BB AL T 5 T 25 il 4%

i, SR T4 AL T ) 80% , 100% , 120% HE 8L,

SAT 30y 4% 2. 200 R 5 ikl A bR A R, 2 2. 190
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F1 EYIXELER(n=9)

Tab.1 Results of the recovery test (n=9)

AMBEFWATE  WmAT MFE wkE X RSD
475 F W KR (mg) (mg) (%) (%) (%)
80% 6.48 6.32  97.53
6.50  6.46  99.38
6.46  6.51  100.77
100% 8.02  7.98  99.50
7.94  7.94  100.00 99.72 0.93
8.03 8.05  100.25
120% 9.59  9.60  100.10
9.62  9.64  100.21
9.60  9.57  99.69

A G RS A MLBER R | e LA B - a0 k3t sl AH 1Y
JAHVRAH 35 ZR G A 71, AR 45 1 24 bR o 25 s DU
FEJTIEN W T T I B S I g A, B (S
FEN ChE L B 1.1 g/ L1 — BEREhl R i (1
50% WEIRIEIH pH 2 2. 0) — 25 - HIE(738:102: 160,
VIVIV),Ji# A 1.2 mL/ min, FER A 40 °C, A8 KN
230 nm, PR RN 20 plo i ZEMF 58 H R B, % T TEAEAE
SAPARR TR T2 0 R0 T s LA B IR RS, A o 1
11K (95. 62% ~ 97. 64% ) o FEARIL BN AH FH A HLAH Y LE 5], K
FE UG LR B I [] S S5, Aot 0 O B I 8] R i A BH R A8 Ak
A0 5 UG A 5 A, ¢ B = 06 X 9 B0 A 1 iR T
JE v HH B LA R 5 SR e A oy, HL S DA ]
BT R AT E 2. 1 0 R (A 5
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P2 R E S 50K AT T = PR IROR s 7 AN R MR AR AL, 2520
TCh 3 25 55 DR TEERTAE 5 JC W B FH 5 8 7 P R
i THRFEPE I, P i )R, SR IR 7843, R K
F14) R B R ) R B8 AN 55 4 118 JRURS: o B[] —JE AR
F 2. 2300 B J5 kA i VS VR L 5 SRR R R I i
9 100. 72% , S A0 E 2. 2550 B i s w45 7 s
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AW P ST A T S A R TR

A TR W 225 TR 2R i vh BRI 25 TR 9 2 s o
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