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Preparation of high purity dehydroabietic acid by fractional acidification

ZHU Yuan-jiao, CHEN Xiao-peng, CHEN Yue-yuan, CHEN Zu-fen, ZHONG Hua, TONG Zhang-fa
(College of Chemistry and Chemical-Engineering, Guangxi University, Nanning 530004, China)

Abstract: High purity dehydroabietic acid was prepared from disproportionated rosin by means of fractional acidification.

The experimental results showed that the purity of dehydroabietic acid prepared could be 99.99% with a yeild of 62.23 % when

the optimum concentration of rosin acids salt was 2% ~ 5% (wt) with a pH range of 3.78 — 8.60 for high purity dehydroabietic

acid to precipitate,an optimum concentration of hydrochloric acid of 0.1 mol/L, and acidification fractions of 8.
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W, BRALETIN A GE & 1Y 78 18 7K DA ok 28 I A b 7 4% B
RN RE . BT BEFRIESE S . W50
WRE, PEPEFEE N 200 o/min, IR BV A pH N
10.06 , 38 izt 328 A5 15 0 s h BR 8 L pH T RE. TR M B
BN 1~2mL/min, WEEBRKI BT, 1 D=0
Tk, EEHIEHE 1 ANYWE, BRI —-FR
1k, TR B 2 NP, B — AT Y BT 0
TN 2 R R 58 2 B ik B R PR AR IERR
HEEMUEAKEZELAEF,E HI0CES T
WA T8 3 b, BRE, BT AR 7= M RIS %t
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2.1 BURERBENIER pH XS MRS E
BB ENEm

1E 30°C T A 0.1 mol/L F%h BR % 2 BR 1k 15 fL ¥
FRARER RIS W, 73 3 % 52 T K [F) ok BE A9 B Ak A8
FW IR RN RIS I A pH X B S0 BR 28 B % e R 1Y
SR A R NR 1. WL AL A F IR R AN 2k
VR pH M 8.60 FF 45 BT i A4 UL UE o e 46 B F) Ji
PABR o B AL T I A R 5 VIR VR BB TR , &% Y Mg
R B B SO R AT, =l B B SRR R . TR
AL 7 W RE R 491 LV VR Y pH FE ZE 8.60 Z T, 43 59
ULUE ZBU 2 1 PR AL SR B 0, 3L w8 4l JF 3 A R
W TR, T L& R R G R BRSO R B A o

F1 WEMIEHRAE AR pH Xt SN B8 2 B R R 1 #01m (30C)

- I A T A A TR AR R R - ZAREBRER RN JBE R o 4 A R
A IR B % ik pH TR’/ % EH/ % EH/ % W/ %
1 3.87 10.43 ~ 8.91 1.24 11.42 31.42 51.70
9.05 ~ 8.60 4.13 8.63 8.169 79.40
8.74 ~8.50 0.29 0.00 0.00 99.99
8.57 ~8.20 0.59 0.00 0.00 99.99
8.32~2.17 2.43 0.00 0.00 99.99 41.03
2 3.87 10.47 ~ 8.89 0.49 11.48 7.74 77.99
9.03 ~8.80 3.93 11.02 7.67 70.63
9.01 ~ 8.60 1.20 2.05 6.02 89.33
8.75 ~8.51 0.25 0.00 0.00 99.99
8.55~8.35 0.58 0.00 0.00 99.99
8.41~8.20 0.47 0.00 0.00 99.99
8.32~7.90 0.56 0.00 0.00 99.99
8.01~2.18 1.67 0.00 0.00 99.99 43.75
3 2.76 9.99~9.05 0.63 18.99 15.73 58.07
8.87~8.79 1.14 14.72 14.20 62.36
9.12~8.69 0.58 8.35 6.10 84.47
8.92~8.59 0.25 3.48 2.11 94.33
8.75~3.25 4.17 0.00 0.00 99.99 51.69
4 2.76 10.82 ~9.43 0.38 7.36 6.16 82.85
9.46~9.09 0.64 18.86 17.60 53.04
9.27~8.99 1.68 16.55 13.96 61.11
9.17~8.79 0.51 11.83 8.60 75.54
9.16~8.70 0.27 7.50 4.88 86.67
9.07 ~8.59 0.34 2.51 1.05 96.44
8.85~8.50 0.52 1.24 0.82 97.93
8.82~8.40 0.44 0.00 0.00 99.99




- 40 - A, A T BT HEBEIHE
Bk
- 5 Ak W T A i PR P H R R - AR BERR ERIRN RN T Al AR
WL PR B % #hEh pH T TR/ % T’/ % T’/ % &
8.78 ~ 8.31 0.67 0.00 0.00 99.99
8.76 ~ 8.20 0.99 0.00 0.00 99.99
8.62~7.80 1.37 0.00 0.00 99.99
8.33~4.99 1.02 0.00 0.00 99.99
5.75~2.19 — — — — 55.66
5 2.15 10.06 ~ 9.09 0.11 16.20 20.54 53.76
9.13~9.00 0.37 18.20 16.64 56.87
9.13~9.00 0.59 18.05 17.98 50.78
9.15~8.79 0.67 13.17 10.23 74.63
9.13~8.70 0.35 4.17 1.74 94.09
9.10 ~ 8.60 0.23 4.54 1.87 93.59
8.79~3.70 2.83 0.00 0.00 99.99
8.58~3.78 2.06 0.00 0.00 99.99 60.62
6 2.15 10.65 ~9.02 0.25 17.35 16.03 66.62
9.20~8.85 0.24 16.31 17.00 66.69
8.93 ~ 8.80 0.51 14.24 16.37 69.39
8.85~8.75 1.13 7.71 5.19 87.10
9.00 ~ 8.65 0.74 3.87 2.2 93.88
8.73 ~8.53 0.33 0.00 0.00 99.99
8.80~8.43 1.84 0.00 0.00 99.99
8.61 ~8.30 0.62 0.00 0.00 99.99
8.35~8.20 0.59 0.00 0.00 99.99
8.30~2.19 1.64 0.00 0.00 99.99 62.23

2.2 EhERVR FE X R SOMAER 4 B R i ZR B &
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AL HT I A R [R]44 2 A 78 188 7K R B 28 I Ah WA B 9 B R
RIS W BV T, BB T K F N A S R
R AR, 45 51 0L IR 2. X 1R Al B S BR Y i
R T, YK & ik B A8 6 57 10 a7 4 I5 IR a4 $h
Bomsse, KEWMAEE, WHEKEFELHN
(20 ~40) : 1, = 2EFE B SN BR R i R B A B B4k
PRI It 5 P 5 A0 S TR 0 6 5 VR R A B 38 L A I K
(20 ~30) = 1, AH 24 F i 4k b 75 485 BSR4 3k 1 V1Y
EHRESEN 2% ~5%-
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2.5 BAERSWBHEESER

B S AR B R GC-MS BT 45— (GC BB ) , m/
z: 315 (2.78), 314 (12.72, M), 300 (2.76), 299
(13.13),255(2.39), 239 (100.00), 225 (1.84), 211
(1.53), 197 (6.95), 173 (6.30), 155 (5.71), 141
(9.99),115(5.54),91(6.38),77(2.75) ,69(3.02) , 55
(6.06),43(15.26) .

£LAM6 35 (IR) <3 425(HF B —COOH) ,3 072(0—
H),2 961 (v, cn,) 2 933 (vae—cu—) 2 870 (vo—cu,
Ve V ;H{ ), 2 654 ( — ®—COOH), 1 696

(ve—o), 1 634 il 1 497 (F3F), 1 458 (Spcn,»
3_CH2_),1 386(65_01.13),1 281(6_0H5Fﬂ )JC_O),I 174
5F|1 1 135(6—CH(CH3)2)9951(8-60H9-2)9884 5F|1 818(1,2,
4-=BRER) , 5 ciEs a1,

LHMA] WYGHE (UV), A, /nm: 224,268,276, 3
ik 224,268,276[13); 5T 43 7 : Co Hp 0, (300.44) , 3t
BIH C79.96%.H 9.39% ; LK {6 C 79.84% . H
9.804% ; ¥5 /5 173.0 ~ 173.5C, XX Wk 1 173 ~
173.5C ) i 2 . [0 10 + 62.2°, SCHR M + 620014
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TEBACH B A IR BR 9 R A0 B R IR AL A2 R, 40

VWA pH M 8.60 FF 45 T H 5 4f B Y i S BR UL
UE , B AL AR R 4 Fh VA VR A Wk BE DI I HE 2% ~ 5%
(RESE) ,BIKEHHF(20~30):1, BEBRILAE
JiL S A BR B9 B W 4l 38 99.99%, Hol E R
62.23%, RALFT M BERBEBRRERE RN 0.1
mol/L, & FL A BRIL B R 8 %o
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