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HPLC Determination of Pyromellitic Acid in Crude Pyromellitic Dianhydride
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Abstract: Sample of Crude pyromellitic dianhydride (PMDA) was refluxed with methanol for 2 h, and after

cooling the methanol extract was diluted to 100 mL with the same solvent. 20 ul. of the solution were introduced

into the instrument and content of pyromellitic acid (PMA) was determined under the following chromatographic

conditions: (D chromatographic column: Agilent RP18 column (4. 6 mm X 200 mm, 10 pm); @ mobile phase:
mixture of methanol and H;P(), (0, 1+ 99, 9) solution (20+ 80 by vol. ); @ flow-rate; 1. 0 mL « min™'; @

wavelength of UV-detection; 220 nm. Under the optimized conditions mentioned above, effective separation was

achieved among the 4 components present together with the crude PMDA, i. e., the esterification product of

PMDA, 1,2,4-benzenetricarboxylic-1,2-anhydride, phthalic acid and pyromellitic acid.
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Tab. 1 LC-MS data of mixture standard samples
HEgntE [MAHH]T XS TEE WA A R A
o o

ey /min m/z /(g * mol™1) B /% W /%

PMA 3.62 255 254 27 725 841 5.59 5 546 136 12.3

T™MA 4,32 211 210 35 240 522 7.1 4 813 514 10. 68

EMA 4.6 211 210 6 671 554 1.34 913 587.7 2.03
PMA-d1 4,79 269 268 4 082 111 0. 82 479 630. 5 1. 06
TMA-d1 7.1 - — 1579 684 0.32 88 561. 7 0.2
PMDA-d1 7.99 283 282 2. 03X 108 40, 99 17 786 865 39.45
TMA-d2 8, 88 — — 634 070. 6 0.13 57 706. 8 0. 13
PMDA-d2 9.96 283 282 2,17X108 43. 68 15 392 236 34. 14
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