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Determination of Mannitol in Programmed Death — 1 Inhibitor by HPLC — CAD

TIAN Peilin,LI Yueqi,WANG Siyuan,LU Hui,ZHANG Guolin

(Suzhou Institute for Drug Control ,Suzhou, Jiangsu,China 215104 )
Abstract: Objective

the determination of mannitol in the programmed death — 1 (PD - 1) inhibitor. Methods

To establish a high — performance liquid chromatography — charge aerosol detection (HPLC — CAD) method for
The chromatographic column was Supelco
apHera NH, amino analysis column (150 mm X2 mm,5 pm),the mobile phase was acetonitrile aqueous solution (80 : 20,V /V),
the flow rate was 1.0 mL/ min,the column temperature was 40 °C and the injection volume was 3 pL.The detector of CAD was
applied with the nebulization temperature of 50 °C,power function value (PFV) of 1.0, collection frequency of 10 Hz and filtration
constant of 5.0 s. Results The linear range of mannitol was 0.125 - 1.000 mg/ mL (r=0.997 3,n=135). The results of precision
and stability tests were good. The limit of detection (LOD) and limit of quantitation (LOQ) were 0.200 wg/mL and 0.625 pg/ml,

respectively. The average recovery of mannitol was 95.31% with an RSD of 1.01% (n=6). Conclusion The established method is

simple, sensitive,rapid and accurate,which can be used for the determination of mannitol in the PD — 1 inhibitor.
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Fig.1 HPLC chromatograms
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Fz1 mMERNKREER(n=6)

Tab.1 Results of the recovery test (n=6)

HadE(mg) MAZ(mg) WEZ(ng) =KE(%) X(%) RSD(%)
26.03 10. 80 36.48 96. 76
26.03 10. 88 36.43 95.59
26.03 10. 24 35.75 94.92
95.31 1.01
26.03 10. 01 35.62 95. 80
26.03 10. 48 35.97 94. 85
26.03 10.91 36. 28 93.95

2.4 HmEENERFELRER

B3 HEAE i, 20 il e 2. 2 TR 5 vk o A8tk i O
W, % 2. VIR 335 25 F 53 i BEAE DN A, 90 o3 €0 i g Ui
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A7 T B Am HE R PR EE I L, L 3 4 i B il s 45 SR Y
AHXF R 22 (RD) 43514 0. 99%,0. 24%, 1. 10% , 22 W 2 Fh
J7 LB R A i S A ot ) H R B i TR LR 2,
%2 HPLC - CADEFAHPLC - RID 3% UE PD — 130405 eh

HEES=NEER
Tab.2 Results of content determination of mannitol in the

PD -1 inhibitor by the HPLC — CAD and HPLC - RID methods

4% (mg/mL) X(mg/mL) RD(%)
#%  HPLC- HPLC- HPLC- HPLC- HPLC- HPLC-

CAD#* RID#% CAD% RID#* CAD#* RID*

201908030  26.03  26.98
25.55  26.06 1. 88 3.53

25.07  25.14

201909032  25.84  26.14
25.16  25.28 2.68 3.38

24.49  24.43

201909034 26.17  27.59
26.04  26.62  0.50 3.62

25.91  25.66
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