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Fig. 1 The HPLC of a standard m ixture( a)
2.9 and solution (b) treated at 100C
(column): CLC-ODS; (m obile phase):
’ 1% (V/V)HAc-MeOH (4. 6),1mL/m in; (detec-
TmL/m in, 20C, 20uL, 280nm tion wavelength): 280nm (injection volume): 20uL.
s A, 5 . (Peak): 1.ZASA,2.ASA,3.AB, 4.SA,5.NSA.
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1 ZASA HPLC
Table 1 The HPLC behaviour of ZASA and related materials different chromatographic conditions
(V/V) tR/m in
Column M obile phase ZASA ASA AB SA  NSA Note

CLC-ODS 1% (V/V)HAc-MeOH(7: 3)  3.62 3.82 4.51 24.53 29.20 NSA, SA (tailing)

CLC-ODS 1% (V/V)HAcMeOH(6 4)  3.56 3.85 4.83 17.04 23.18 NSA (tailing)

CLC-ODS 1% (V/V)HAc-MeOH(5: 5) 3.48 3.90 5.10 9.82 13.32 SA (leading)

CLC-ODS 1% (V/V)HAc-MeOH (4. 6) 3.40 3.80 5.02 6.16 9.26 (baseline separation)
CLC-CN 1% (V/V)HAc-MeOH(6: 4)  3.91 4.0l 3.50 10.25 13.24 SA (tailing gravely)
CLC-CN 1% (V/V)HAcMeOH(4 6)  2.82 2.90 4.42 8.21 10.87 NSA (tailing greavely)
CLC-Cs 1% (V/V)HAc-MeOH (4: 6) 3.98 4.23 6.40 5.52 8.95 AB (peak broadening gravely)
CLC-Cs 1% (V/V)H,0-MeOH (4. 6) 2.08 2.10 4.23 2.20 6.54 ZASA,ASA,SA (overlapping)
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Table 2 The working curves and detection lim its of ZASA and related materials
. Conc. range . Detection lim it
Material W orking curve
(mg/L) (mg/L)
ZASA 1.0~ 100 C=0.0163A+ 0.41(r=0.998 6,n=17) 0.73
ASA 1.0~ 100 C=0.0142A+ 0.37(r=0.996 6,n= 6) 0.55
SA 1.0~ 100 C=0.0123A+ 0.21(r=0.994 5,n= 6) 0. 46
NSA 0.8~ 50 C=0.009 2A+ 0.17(r=0.998 7,n=17) 0.38
AB 0.4~ 40 C=0.0108A+ 0.11(r= 0.999 6,n= 6) 0.33
3.4 ZASA s 3.
ZASA ASA SA
3 ZASA
Table 3 The purities of crude ZASA
No. 960318 No. 960416 No. 960821 No. 960810 No. 960911
SA(IOg/L) 2.18t0.11 4.23+0.13 0.15%0.01 2.12%0.09 1.28%0.05
ASA(10g/L) 5.62+0.18 3.94% 0. 09 8.54%+0.12 7.03%£0.11 6.52+0.17
ZASA(10g/L) 92.36%1.02 91.97%£1.20 89.54% 0. 81 90.14%1.09 91.86%1.28
3.5 ZASA > , ZASA s
ZASA 100m g/L ASA,AB NSA. ,ZASA
10m in, HPLC s ASA,
( 1-b). ZASA 1% (V/V)HAcMeOH (4. 6)
100mg/L , ZASA ZASA , HPLC
4., 4 ,ZASA
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Table 4 Concentration change of ZASA and related materials under acid and heat conditions( — : undetected)

(Detectable concentration) (mg/L)

Conditions

for treafment ZASA ASA SA AB NSA
22C 98.26% 0.78 - - -
50C 89.45% 0.92 5.23+0.15 - -
80C 56.16%0.59 34.53+0.62 - 8.1310.18 -
100C 9.74% 0.27 78.29% 0.87 - 3.72£0.11 3.43%0.15
0.5% (V/V)H2804 58.31%0.72 25.181 0. 42 - - -
1.0% (V/V)H2S04 22.23%+0.52 8.12+0.19 - - -

5.0% (V/V)H2S04 - - - - -
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Abstract In this paper, the separation and determ ination conditions of zinc 5-am inosalicylate (ZASA) and
related com poands by high performance liquid chrom atography(HPLC) have been studied systematically. The
baseline separation was achieved at 20C on a CLC-ODS column(150mmx 6.0mm i d.,10um) within 10 m in-
utes by using 1% (V/V)HAc-MeOH (4. 6) as mobile phase at a flow-rate of ImL/m in. The RSDs of rention
time w ithin day and between days were less than 2% and 5% respectively. The injection volume was 20uL,
and relationships between the peak area w ith 280nm detection and the analyte concentration were linear w ith-
in certain ranges. This method was used for determ ination of ZASA, impurities and thermal decom position
com pounds. The results showed that the im purities in the crude ZASA were 5-am inosalicylic acid and sali
cylic acid. The thermal decom position com pounds in acid medium were 5-am inosalicylic acid, 5-am inophenol

and 5-benzeneazosalicylic acid.

Key words high performance liquid chrom atography, zinc 5-am inosalicylate, 5-am inosalicylic acid, salicylic

acid, p-am inophenol, 5-benzeneazosalicylic acid



