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Stability Investigation on Lysophosphatidylcholine in the Fat Emulsion Injection

CHENG Weiqingl, YAN Zhengyuz*(I.Fujian Vocational College of Bioengineering, Fuzhou 350002, China; 2.School of
Science, China Pharmaceutical University, Key Laboratory of Drug Quality Control and Pharmacovigilanc, Ministry of Education,
Nanjing 211198, China)

ABSTRACT: OBJECTIVE An HPLC-ELSD method was applied to determine the content changes of lysophosphatidylcholine
(LPC) in fat emulsion injections. METHODS = A propylene glycol bonded silica gel column was used, with the mobile phase A
of hexane : isopropyl alcohol (40 : 60) and B of isopropyl alcohol : water (80 : 20) by gradient elution and with the application
of ELSD. RESULTS The fat emulsion injections were unstable at high temperatures and it should be stored at about 25 °C.
CONCLUSION The limited contents of LPC in fat emulsion injections could meet the related drug standard both in the
accelerated test and long-term test.

KEY WORDS: lysophosphatidylcholine; fat emulsion injections; HPLC; stability
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1 NE5HF

SPD-10A & Z0BAH €435 A (H 4% Shimadzu); 7%
RICHUEAS I 2$(ELSD, H A Shimadzu).

NE WS LSRN EHME 20k, s : 20%, #t
5. F11051902-1. F11051902-2 #1 F11052001-1,
ARINE 1. 24 3 Hi)s Kb B A5 2 A E
WFFERE, & & : 100%, fit5: 100277-200301); LPC(+
B: 99%, b5 055K5201) Ak IEmE 2 B (& &
99%, 5 : 084K1169)340 H £ E Sigma; 1EBHGE
AR A GRS KONEZEK.
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80%A, 17.0 min 80%A; i A I mL-min'; A&l
#3°4 ELSD; 78RR E N 90 'Cs AL N 50 C;
FAMEN 2.0 L-min~'; BEFEE Y 100 ul.

KR IETE AN 8.14~81.4 pg'mL ™", 2172
N 1gA=1.2701gC+3.540, r=0.999 1; 5 E[R(LOQ)
4.1 pg'mL™, FMIE(LOD)A 2.0 pgrmL™ . EH
HERE 6 %, RSD A 1.2%. MIFEEICE A 101.7%,
RSD A 1.8%(n=9): Htik AL 24 h(0, 2, 4, 8,
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n=6).
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Tab.1 Results of Influencing Factors (n=2)

I A /d TAFlZ/ng mL WMEX  LPC/mgmL”
0 1gd=1.511 X 1gC+7.603 - 0.3277
5 1g4=1.686 X 1gC+7.715 40 C 0.3374
60 C 1.484 4
Bl 0.3309
10 1g4=1.509 X 1gC+7.620 40 C 0.5577
TeH 0.3342
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Tab. 2 Results of accelerated tests(n=2)

i a1/ AR/ B modl 3
H pg-mL™ mg'mL”  mgmL”' mgmL™"
0 1g4=1.511x1gC+7.603 03277 0.2575 0.3540
1 1gA=1.355x1gC+7.358 0.3649 0.254 3 0.364 3
2 1gA=1.719x1gC+7.842 0.4117 0.499 2 04310
3 1g4=0.9297x1gC+6.470 0.507 3 0.546 5 0.463 2
6 1gA=1.226x1gC+6.918 0.566 6 0.5453 0.620 0
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Tab.3 Results of long-term test(n=2)

I A/ A 2/ B W2 W3
H pg-mL™ mgmL”  mgmL? mgmL"
0 1g4=1.511X1gC+7.603 0.3277 0.257 5 0.3540
3 1g4=0.930 X 1gC+6.470 0.480 6 0.447 5 0.4518
6 1g4=1.226 X1gC+6.918 0.561 9 0.5110 0.527 17
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WE: B &5 LC-MS/MS & F 8 A% Bk 2 P b P R iy £ AW AR L R4 %F. 7355 KA Zorbax Eclipse
XDB C5(250 mm»4.6 mm, 5 pm); R348 20 mmol- L' T4 KIE&k- LM, ¥ERB, #ikA 0.8mL-min'; AEA
35 ‘C; & Ultimate 3000 HPLC-AB Science 4000 QTrap = & WA & B & F BHER R B A A 2 R p & T B #%ii:—éﬁ
Jii MS/MS(EST )i, SE & FHX REHE, ER AR HMEL R TR T8 Foxd P R S+ 5 8539 £ 5~100 ng
NG5 @mAR T RIFHEMEE R, BWFEIA A 1=1.19x10*%—140(=0.999 5)F= y=1.27x10°x —156(r=0.999 4), # | &2 51
A 1ng 7 2 ng, T FFR5 %A 2 ng #» 4 ng, FHEDKES A K 99.0%F 101.0%; RSD 451 4 3.5%F 4.7%(n=9). & 7
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Determination of Genotoxic Impurities in Escitalopram Oxalate by LC-MS/MS

LIANG Jianmoul, FU Congz, CHEN Yuel(Zhejiang Institue for Food and Drug Control, Hangzhou 310052, China;
2.Zhejiang Pharmaceutical College, Ningbo 317503, China)

ABSTRACT: OBJECTIVE To establish an LC-MS/MS analytical method for the determination of genotoxic impurities in
escitalopram oxalate. METHODS The method was achieved on a Zorbax Eclipse XDB C;g column(250 mmx4.6 mm, 5 um)
utilizing a mobile phase of 20 mmol-L™' ammonium acetate(A)-acetonitrile(B) with gradient elution at the flow rate of
0.8 mL-min~'. The temperature of column was set at 35 ‘C. The Ultimate 3000 HPLC-AB Science 4000 QTrap Tripling Four bar
LC-MS was used to detect ethyl p-toluenesulfonate and isopropyl p-toluenesulfonate(ESI source, in Multiple Reaction
Monitoring positive mode). RESULTS Standard curve was linear in the range of 5-100 ng(=0.999 9). The limit of
quantification of ethyl p-toluenesulfonate and isopropyl p-toluenesulfonate were separately 1 ng and 2 ng. The limit of detection
were 2 ng and 4 ng, respectively. The average recovery of ethyl p-toluenesulfonate and isopropyl p-toluenesulfonate were 99.0%
and 101.0%, RSD were 3.5% and 4.7%(n=9). CONCLUSION The method is convenient and sensitive for the determination of
genotoxic impurities in escitalopram oxalate.

KEY WORDS: escitalopram oxalate; ethyl p-toluenesulfonate; isopropyl p-toluenesulfonate; genotoxic impurities; LC-MS
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