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Selection of H igh-Perform ance Oxidant Used in A cetonitrile Purification

BaiCongli, Zhang Ben, L n Xiaoxin, Du Juan, Luo Yan
(Applied Chen istry D eparment College of Chem isty, Chem ical Eng neering and B o techno bgy,
D onghua University, Shanghai 201620, China)

[Abstract] In order to heghien the oxidant efficiency n acetonitrile purification and more easily
rem ove the resdue fiom the purification pwocess several hgh-perfomance sodiun peroxide ox dant
system s namely sodum peroxide sodum peroxide-potassiun pem anganate and sodium peroxide
concentrated sulfuric acd were selected through orhogonal experm ental design Purified ace onitrile
was analyzed bym eans of UV absorpton spectiom etty and R. The h gh-perfom ance sodiun perox de
oxidant systam s w ere compared w ih traditbnal oxdant systen s such as concentrated sulfuric acd and
sodiun hydroxide-potassum pem anganate, to detem ine effectof the acetonitrik purification Resulis
show ed that acetonitrile obtaned by treaiment w ith the sodiun peroxide oxidant systems exhbited
lowerUV absorption than that w ih taditbnal ox dant systm. Furhemore R results show ed no
evilent difference betw een acetonitrile obtaned by treatmentw ith sodiun perox de oxdant systen s and
comm ercially chrom atograph cally pure acetonitrile UV  absorption of acetonitrile obtained by
tream entw ith sodium peroxide-concentrated sulfuric acd was significantly bw er than that of the
chromab graphically pure acetonitrile n 190- 205 nm wavekngth
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Table 1 O rthogonal experm ental results for tream ent of aceonitrik w ith sodim hydrox de-po lassiun pem an gan ate
Facor UV absorban ce
Na m ( Sod um m ( Potassium Reaction
195 nm 200 nm 210 nm 220 nm 230 nm
hydwoxide) /g pem anganate) /g tie/h
1 Q0 5(A)) Q0 5(B,) 1L 0(C)) 0. 427 0. 245 Q 047 Q0 000 Q 000
2 0 5(A)) L 0(B,) 1. 5(C,) 0. 648 0. 354 0 063 Q0 000 Q 000
3 0 5(A)) L 5(Bjy) 2.0(Cy) 0. 503 0. 312 Q0 057 Q0 000 Q 000
4 L O(A,) Q0 5(B;) 1. 5(C,) 0. 457 0. 284 Q 059 Q0 000 Q 000
5 L O(A,) L 0(B,) 2.0(Cy) 0. 425 0. 236 Q0 037 Q0 000 Q 000
6 L O(A,) L 5(Bjy) 1L 0(C)) 0. 483 0. 365 Q 09 Q0 000 Q 000
7 L 5(Ay) Q0 5(B;) 2.0(Cy) 0. 410 0. 304 Q 074 Q0 000 Q 000
8 L 5(Ay) L 0(B,) 1L 0(C)) 0. 418 0. 255 Q 078 0 017 Q 000
9 L 5(A5) L 5(B;) L 5(C,) 0. 496 0. 381 0 105 Q000 0000
W avelen gt /nm Range(R) Optin al com bnation
195 0. 085 Q 066 0 M1 A;B, C,
200 0. 018 Q 075 0 056 A, B, C;
210 0. 030 Q 025 0 020 A, B,C;
220 0. 009 Q 009 0009 ExceptA 3B, C,
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Table 2 Orthogonal experm ental results for treament of aceonitile w ith concen trated sulfuric ac i
Factor UV absorban ce
e V (Concentrated sulfuric acid) /mL Reacton tine/h 195 nm 200 nm 210 nm 220 nm 230 nm
1 10(A4) 2.0(By) 0.519 0. 410 Q 115 Q 006 Q 000
2 10(A4) 3.0(B, 0. 562 0. 467 0 152 0 023 Q 000
3 10(A ) 4. 0(B; 0. 492 0. 420 Q 106 Q 000 Q 000
4 15(4,) 2 0(B, 0. 647 0. 563 0 151 0 003 Q 000
5 15(A,) 3. 0(B, 0. 770 0. 690 Q 177 0 014 0 000
6 15(A,) 4. 0(B; 0. 716 0. 625 Q 155 0 002 0 000
7 20(A3) 2 0(B, 0. 544 0. 473 0 124 0 001 Q 000
8 20(A5) 3.0(B, 0. 496 0. 431 Q 147 Q 015 Q0 000
9 20(A5) 4.0(B, 0. 726 0. 626 Q 184 0 026 Q0 000
W avelngth /nm R Optin al com bnation
195 0. 187 Q 075 A, B;
200 0. 194 Q 075 A B,
210 0. 037 Q 029 A, B,
220 0. 008 Q0 014 Ay B;
3
Tablk 3 O rhogonal experm ent results for treatment of acetonitrile w ith sodum perox e
Factor UV absorbance
No m (Sodum perxide) /g Reacton tme/h 195 nm 200 nm 210 nm 220 nm 230 nm
1 0 6(A) 1. O(B,) 0. 680 0. 485 0 135 0 27 0 000
2 0 6(A)) L 5(B, 0. 664 0. 528 Q 171 0 034 Q0 000
3 0 6(A)) 2.0(B; 0. 273 0 178 Q 056 Q0 008 Q 000
4 0 8(A,) L O(B, 0. 675 0. 527 Q 191 Q0 065 Q 007
5 0 8(A,) L 5(B, 0. 387 0. 263 Q 077 0 014 Q0 000
6 0 8(A,) 2. 0(B, 0. 609 0. 432 Q 153 0 043 Q 000
7 1 0(Aj) L O(B, 0. 383 0. 203 Q 088 0 011 Q0 000
8 1 0(Aj) L 5(B, 0. 148 0. 108 Q 039 Q0 000 Q0 000
9 1 0(Ay) 2. 0(B;, 0. 579 0. 382 Q 123 Q0 032 Q 000
W avelngh /om R Optm al com b nation
195 0. 187 Q 179 A,B,
200 0. 176 Q 105 A,B,
210 0. 057 Q 042 A,B,
220 0. 027 Q 018 A,B,
4 _
Tabk 4 O rhogonal exp erim ent results for treatment of acetonitrile w ih sodium perox de-po lassiun pem an ganate
Facor UV absotban ce
Neo m (Sodum peroxide) /g m ( Potassiun pemanganatke) /g R eaction time/h 195m 200nm 210 om 220 nm 230 nm
1 0 2(A)) 02(B)) L0o(C)) 0510 0378 012 0025 Q000
2 0 2(A)) 06(B,) L.5(C,) 0 474 0. 251 0108 0.024 0 000
3 0 2(A)) L 0(B3) 2 0(Cy) 0268 0170 Q057 0004 Q000
4 0 6(A,) 02(By) 2 0(Cy) 0449 0289 Q075 0009 Q000
5 0 6(A,) 06(B,) L 0(Cy) 0873 0548 012 0016 0 000
6 0 6(A,) L 0(B3) L.5(C,) 0471 0377 0123 0027 Q000
7 L O(Aj) 02(By) L.5(C,) 0548 0419 0119 0002 Q000
8 L O(Aj) 06(B,) 2.0(Cy) 0579 0458 0117 0013 Q000
9 L O(Aj) L 0(B3) L 0(Cy) 0673 0476 Q112 0009 Q 000
W avelngh /om R Optmal comb nation
195 0. 183 Q 171 0. 253 A B;C,
200 0. 185 Q 078 0. 161 A B;C,
210 0. 018 Q 019 0. 038 A B;C,
220 0. 010 Q 006 0. 009 A,B,C,
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Table5 O rhogonal experm ent results for treaiment of acetonitrile w ih sod im perox ie- concen trated sulfuric acid

Facor UV absotban ce
e m (Sodim peroxide) /g V (Concentrated sulfuric acil) /mL Reaction tine/h 195 m  200mm 210 om 220 nom 230 mm
1 0 05(A}) 10(B,;) L.0(Cy) 0192 0148 003 0000 0O 000
2 0 05(A,) 15(B,) 2.0(C,) 0221 0162 Q052 0000 0000
3 0 05(A,) 20(B3) 3.0(C5) 0251 0199 0076 0000 Q 000
4 0 10(A;) 10(By) 2.0(C,) 0072 0054 Q048 0000 0 000
5 0 10(A,) 15(B,) 3.0(C5) 0357 0317 Q106 0005 0 000
6 0 10(A,) 20(B;) 1 0(C,) 0443 0342 0078 0000 0000
7 0 15(A5) 10(B,) 3.0(Cy) 0140 0107 Q03 0000 0 000
8 0 15(A5) 15(B,) 1L 0(C,) 0420 0317 Q06 0000 0000
9 0 15(A5) 20(B;) 2.0(C,) 0213 0176 Q0046 0000 0 000
W avelength /om R Optinal com b ination
195 0. 070 0 198 0. 183 AB G,
200 0. 068 0 162 0. 138 AB, G,
210 0. 029 0 034 0. 017 A3B G,
220 0. 002 0 002 0. 002 ExceptA,B,C,
1~5 20k (5) - s
, 5 Q10g 10 mL, 20h
: (1) - . 22
1L0g 10g 20k (2 ,
, 10mL, 20h s
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Tabl 6 UV absotbances of acebonitrile treaied w ith different ox dants under optmum conditons
Sanpk O idant UV absotbance
195 m 200 nm 210 mm 220 mm 230 mm
f W ithout ( industrial grade acetonitrile) 3 961 > 10" 4 491 > 109 3 794
Z Sodium hydoxide potassiim pem anganate 0 425 0. 236 Q0 037 Q0 000 Q0 000
3 Concentrted sulfuric acid 0519 0. 410 Q115 0 006 0 000
4 Sodim pemx e 0 148 0. 108 0 039 0 000 0 000
g Sodim perx de-po lassiun pem an ganale 0 268 0. 170 0 057 0 004 0 000
¢ Sodim perx ie- con cen trated sulfuric acid 0072 0. 054 0 048 0 000 0 000
High pure waterused as contrast optical path 1 an.
1)W hen UV absorbance w asmore than 1Q light transn ittance w as close to zem
6 . 195 200 nm
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