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High vacuum batch distillation of C18 fatty acid methyl esters
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Abstract ; With industrial methyl oleate as raw material, reflux ratio and operation pressure in the top of
tower as the main factors, the effect of high vacuum batch distillation process conditions on the separation
and purification of C18 fatty acid esters were studied ,then Aspen was used to simulate the high vacuum
batch distillation. The results showed that in the first distillation, total content of methyl oleate and meth-
yl linoleate in the product was above 98% , in which the content of methyl oleate was 89.1% . Based on
the first distillation, the second distillation was carried out and the content of methyl oleate increased to

94.7% in the top of tower. The simulation results of Aspen agreed well with the experimental results.

Key words: high vacuum batch distillation ; C18 fatty acid methyl esters;methyl oleate ;methyl linoleate ;

methyl stearate

CI8 5 10 R & T 1 B B 7 1R, 0435 556 G 1% . i
MR IR BRI , HL AT 450 19 5 3 M (B R Tl o
I o - WIRRIR R AR TG BRI RR, |32 T
PE2h AR A AT B i IR T AR A 7 AR R
VEVRANEE FH ) 5 b A0 S R T P T A 7 e 3R
SRR C18 SRR BE AL S A5 B ) B i
R I T AR LR S

Wis HER: 2017 -09 - 11 ;& [E HHEJ:2018 - 02 - 08

EB A RPME(1993) , 55, LA A=, WF5E Jr 1) 4k L
41 B (E-mail ) xingzhp@ tju. edu. cn,

BEEE: T M, 8Z3%(E-mail) dinghui@ tju. edu. cn,

H T, 43 25 18 5 . Mg i BR i 1w FH O v TR
RAAED MREGRE Tk B R
TARZERGE ™ B T Ak L R A vk
S LR USRI B R Tolk b fes Y 43 S
HREY R J7 " SR, R R ORS 1 4 B K
BENR D5 R W TR O 9% ) 5 o 4E Hh AE 200 Pa L)
O R 200 Pa LT G LA R 1 A 4R
FH T R B SRS IR B 2 PR AR AR L BE , X 4 5
SRR B P T A

AR S W ARER B R (C18:0) iR H I
(C18:1) 537y 2 FH s (C18:2) Ay Tk vl 2 HH e
Ry SRk, (o A v LA A ORS TR AT o B AR B AR



72 CHINA OILS AND FATS

2018 Vol. 43 No. 6

T AR 7 | [ B OXE Ta] BIORS 181 73 B9 A8CR B 2R
eJE A Aspen Plus BPFAEL C18 I 117 AR Y 1 =
FLAS [F) RORS 188 70 18 3 A, JF B L DL 45 2R 15 S 0 4
RPEAT OB A SO AR I TS A5 RS ol A% 40 73
P oMb ik PR PP R v b ik 7R PR TR ) B o
AEEE L,
1 #¥57F=%
L1 Skgettst

YR R I I D R I e > 99% , KT 0
SEAETATBRA R o W3 1

&1 TAimBARERS

I s R Y i /% || R R /%
TR IR 0.14 | f#fIEHR ' IR 1.71
SR g 0.22 || JihR g 70.32
J R H i 1.52 || iR 10. 64
PR Y i 6.57 || kiR e 1.32
AR R 4.63 || HAdAR TR Y e 2.93
1.2 7k

121 SR E (WA 1)

1 A

VE: L B TUR BTS2 BURPRE I ES ;3. s ;4. 55 SHfF
WAL 5. AR B T3 6. Yo HUK A+ 7. I A oL
8. JE T A S 9. 5 510, HUMAAES s 1. U R /K AR
Jrits12. e Bhs 13 WK 5 14. FUA A5 15, U AT B 16. 42
e

1l SETHSBERREE

R EARR IR AR A RS R kAT, B AR
R AR UCHR— 2 AR G ORI 500 mL 5 28+,
PR SE EE HAG A SRS, TR v SN PR K L R
AR 2 0 C A4, 5 B[ I i ¥ BIF vh b T AT
R AFRRIRSE IR oI F i s A I ik B —
RERAE R 7, B80E 15 min ZE 40 )5, TP i & 5
WA LR, S B AR R S el R
PEP WAL 1 h Aop BT 15 22 00 P AR
FEANAZIN T IR 1A P il o o LEDRTAG TR 4R A L

o RN 0.5 h A ilie SRIE T B S8 AR 5 1
B0, HCERIE TOOR = it A T 4L AR & = oA, DA
JeE SRS TR R
1.2.2 JEIIR F R A3 i

R GC —2060 <A (5 3% {3CRT N2000 {35 T4F
SRR IR BRI T AT o A KA TR
Rl g8 (FID) |, & 26 A& SVE M8 s &R
FFAP E4145 43545 (30 m x0.25 mm x0.5 um);
TRALZ LB 200 °C, A5 0 45 6 B2 200 °C 5 2 46 A i
40 °C , {45 6 min, 1| 40 °C/min F} % 140 °C , {545 10
min; FERTHE 0. 1 MPa; #EFEE 0.1 pl,
2 #R51R
2.1 —RAFIBIRAFE ) STAR B 09 v

TR — e B (A BORS TR ot A b, DR EFRE 22 m
PRIER 150 W, BB 1 N4 %k 100 W 3L
BHEEES 1.0 m(FLSARECH 13 ) (B LA 5,45
S SIS I 7 A R B T 1) 45 4 R 1 #E 60,80 ,100
120,140,160 Pa B () £ fi5 12 HH 1 TR HH 15 LA ST
TR F R & Al 25 R LR 2,

100
120 &
80 18 g
116 {E
60 114 «

112 &
40 ]

C18: 1% /%

20

C18:0, C1

0

60 80 100 120 140
MR F1/Pa

C18: 1% /%
C18:0, C18:2% /%

60 80 100 120 140
AR J1/Pa

1:(a). CI8 fEWIRR R4 B /T LIS B M i = 25 (b).
C18:1 &t Eiit,C18:0 5 C18:2 M &k, T,
B2 REENX CI8 BEREEFEE S EMHM (R =5)

AP 2 (a) AL AL, B A A1 A9 T, CI8 IR
U PV TOU™ ol v ) g o R B T R, X
e PR g M 0 T P i S e i B 3 25 R 114 A1 T i
Tt iR, s FF IR 2 [ AR X 5 B R A1, DRIk
RORFEAK . 75 60 Pa i, i i 152 FH IR | Jih 5 P R LA &%
P HIR P I8 2 31) ] A Tk ) e g 14 5 5 0l
2.2% 88.5% LA} 18.9% ., 1 2(b) a] 1, — KA
TR R TOUP™ ity F Qi 7R Y I 5 Fme R Rt 48R 1 T



2018 4 53 43 45 53 6 1] T

Ll 73

(Y 1GIZ EREAR , B AR R F R & & L PR A S
TR PR S g s . iR R IRE T & ik
SRR B TVCR 7 S B, S 3 R H i 5 At e 2 53
—EHrE X,
A JI7E 60 ~ 160 Pa Inf, A JIE 12 H Mg 5 55 10
HIRAA R T 2% HARFS @ , K I AT DL 220 % 6 Jig
@S?Eﬁ@:a,/\ R ST 00 2 R 1 55 30 3 R Y i A 60 ~

160 Pa 5548k, 5 ILIK 3,

100 [
I 801 S
& , P=60Pa
60 P=60Pa
& P=80 Pa
5 P=80 Pa

40 P=100 Pa
- P=100 Pa
% 20
)

0 2 4 6 8 10 12 14 16
Ff[)/h

100 [
I
= 80t
&n , P=120Pa
N 60+ , P=120Pa
&% ) P=140Pa
= ) P=140Pa
O 4ot , P=160Pa
, ) P=160Pa
© 20+
)

0 2 4 6 8 10 12 14 16
B 1] /h

E3 21EEHH 60 ~160 Pa i B FEFn IF jeh B4 FA AE
RETNLER(R=5)

HH L 3 AT, YR 1R 3 T4 e ) #E 60 ~ 160
Pa JE IR, BAERT )TN 2] 5 h 5, 58 1007 & v T 3
FH G 2 ot K B e R I F 2 W AT, ek R FH R & T A4
YRR ) N — B2 T, SR E A BRI (a4 BY

THERH R F Rl & . A, MIERERT AR 5 h
J&  TEARFIERVE R TR IR H R 5 i R Y R B
BT 98% H¥aTHE,

2.2 —RAHMBIRAE AL XA 6 R

TE— UK e L5 [ BORT R S R o, DR 48 i A
124 150 W HL AT 1 in Ay 28k 100 W IEDRL
R 1.0 m SETRERAE 124 100 Pa 25044, 30
22 S AN [A) 8] B X 35 THR W 7= i 18 Jig iy R H T

A, 45 R ILE 4,

& 4 (a) A1, BEE 8130 LG 0 AS B3, 3% Tt
PR 3 Bl C18 i M R R 1 A e 7 A BN T
e ZEMNR A 10 BT, B AR R H I LT R
T A R NIV 7ok 1% FY P 5 TP T 38 381 ) e v o o3 i) ok
2.6% 89.1% LA J% 22.8% , mIK 4(b) Al %, [ &
THIER FP G & s 0 e, B s R Y T 7 o L Bl 2
Jne X2 ATE 100 Pa 2247 5 1R FH G 1 5K

158.7 °C, JHi iR H gk 45 153 ~ 160 °C., IV 7 /iR H g
a5k 149, 5°C T BETH b I R P G 5 A I R
F B o 22 AR /N 0 SR P B A oA 18 Ji i iR
FH R (R R A, E T R Y T T8 381 i KB & 29

KEE R PRSI ik 12 FE TR 7 2 B [ 9 B 3 K
M REARI
100r = C18:0 = Cl8:1 == C18:2 (a) |2 S
IE 60 Q
& o
% 40 ©
3 S
“ 20 %
O
0
5 6 7 8 9 10
B3 kb
100r —ci8:0 ssci8:1 == C18:2(b)] 12 <
S N {10 =
< 80 e
& N1 4T
I 60 o
< 6 =2
% 40 P
@) <
20 2 =
3 )
073 5 6 § 9 10 "

[m] g L
B4 Mty C18 BERTER B & BRI (P =100 Pa)

KIS IR L R =3 ~ 10 B3R H P 0 I i

PR H s & A T i
100
S
= s0f 23
po C18:1, R=3
¢ C18:2, R=3
60t C18:1, R=4
g e
© 40t C18:2) R=5
~ CI8:1. R=6
0 2 4 6 8 10 12 14 16 18
fsf []/h
100
X
i 80 ". C18:1, R=7
& —o—C18:2, R=7
3 60 T G181 R=R
& CC18:2) R=8
= TGI8 R=9
Q 40 ——C18:2, R=9
p G181, R=10
- TC18:2) R=10
% 20
3]
0 5 10 15 20 25 30 35

M a]/h
5 [Eiktk R =3 ~ 10 B e B B B5 70 30 i B8 B B
SETHHEBE (P =100 Pa)

MPES AL e, SRR A 2] 8 h )5, 4
KEFH, B G EESARUET 2 a0 ),
15 ]ﬁuﬁ’]@@&ﬁﬂﬁﬁuﬂﬁ‘{ﬂﬂ@&ﬁaEaﬂ‘)iifé“%i%ﬁjt

o FRAERFIRILE] 8 h 5, ASIE] [ 3 L il AR R
%H]]Z{EE PR PP I 114 S P 98% o



74 CHINA OILS AND FATS

2018 Vol. 43 No. 6

2.3 kMgt C18 Fe iR W BE 4 & ZUR 49 %00

U TR 25 SR AT, 5 AL 8 TR A vy 2
(1) C18 JRITIIR PR , I e 22 A AR Y 35 T A g DA
SR BT LY, B 48 — YRS I 5 T & /7 60 Pa,
B EE A 10, K L — UK 18 & £ 301 C18
JEWTR HERIR A 4 QiR T IR & 29 85% , W IR
HER S 2 13% , N5 IR H BR & 1 24 2% ) 1 R it
BE, YRR C18 5 IHIR FP R & A2 L LR 6,

100 140
PR o
135
B 60 25
&« 20 =
z 40 15
3) g
20 10 2
5 0

= e
00 36 O 12 1518 21 24 27 30

B [R)/h
B6 XtEBCISEIBAEAE
KB (P =60 Pa,R=10)

M6 T LUF i, ORI R, BEARAE I TE]
4 S Y R P T 7 o 22 L R e, Iy R H R 5
BEREAR, BE IR IR R & S LT A, IR IR
00 it v R R TR 1 o s 2 50 94. 7%, B — UK
TR EKMHEETE 7295 DM E R HIREEHET 2R
e LA (ALK 188 , T — 20 B T35 T o rh il AR
Tk 9 2, ST IR PP G Al B I FIY T R IV e 2 FHY
RAE 20 3 15
2.4 FHARE BRI

K7 LA T HEE ] 60 ~ 160 Pa Z54 T 15T C18
N DR F i 5 A SE IR 2 R SRS R

100 150

(a)@o=o=o—o—o g
s 80T mcig0s( -o-CI80RIL '405ﬂ
B ol ®CISIEEE OCIS B |, °Q
e A CIS2% I MH & CI82BHUHE &
EOAF A A (200
@) e
20 10 %
O
0 B ———
40 60 80 100 120 140 160 18
EAEIE J1/Pa

100 150
®eo—b6—0—o0—0 o g
. 8O N o140 13
I & CI8:0L I 0 C18:0BE LU &
B g0l @CISILKM -O-CISIBHIE {30 o
i A CIS2LI{H & CI828 UK =
% 40r 120 ©
<
© 20+ 00— LA 110 %
O

0 0

40 60 80 100 120 140 160 180

VB J1/Pa
E7 AREBREEAT C18 fEiEs BRI E
S5EELE (R =5)

(EETINEYR ey ey iy i o R R VAR T D 7
1F, ST RTINS A SR A5 5 AR RASELLR o
P R IR 2R 55 0 38 45 9 NRTL ) 22 AR R 18
oy B FREHLIE S BatchSep FEER

P 7 TR0 DR S 3R (EL W) 5 BE B B4
PR A A A RENE S e th B SR OO, L il T e A%
PRI/, BT LSS T df b C18 I R Y 1 5
ARAEIREAN K o FEBE SR L, #E— 2540 TER U R A
FE A9 B R LA 8.

100 (o) wci8:1130
=CI8:0 | I
s Ofescsnes +C18:2 72 ]ﬁ
F Al (V1 L Y VORTUTTIVVTTTTTTTIT ]
& saidys Z
@ 101 {10 >
3} <
60 s =
&}

50 1 1 1 1 0

0 400 800 1200 1600 2000

TR F1/Pa

1001 1 125 .
s 90fene 120 1=
= Qi
izl 80 | --C18:1 _15<N
i +C18:0 T
; 70 +C18:2 110 ©
3 s
“ 60 15
O

50 . . . . 0

0 400 800 1200 1600 2000

PAEH F1/Pa
B 8 Aspen #EIRIEIE 13T C18 RERLHER R B
SERNEME(R=5)

H1& 8 (a) A& 8 (b) n]JI, B A1 I J7 Y3
o, 5 TB et 7 1 A0 I 7k PR Y R 9 e oy o 08
R AR RS TP A5 o 00 B2 1) ik 1 Y 7 A0 I 0
PR PP Wi , 3 A4 e T EAE 100 Pa LR

B9 HBR T 100 Pa A [ [0 30 b 4% 1F K £5 T
CI8 [ R FH I & ) S B 2 R S B ZE R

TP 9 Al DR S HR (EL W) 45 BE B, B4
JIA B AP BEAS St B OL o (ELAE [ 3 LE
3 ~10 FFE I C18 i e H g 5 i A2 A i AN B
2, Pt — 2590 SERLADL T L AT L, UL A5 2R L
K10,

1 10 (a) AT, HEOR[RIR LL ¥ RE S w5 C18 i
TR R 2% B A e o B 10 (h) AT, [l
FCHEI, R PG A v 5 R 0 O, X [l A L
20 I, B& T R PP I 25 1 3K 31 92. 2%, $%3 — UK
TETAREE R o DA, 7R X0 35 TOU R Y i 5 2R AN
P RO, AT RLARCEE B8 O[] 370 HE S B — 0ORS 1
FHIE 7 B RCR o



2018 4F 55 43 45 %5 6 1) h o 75
100 ) 170 MBS SR M) G B B, AU T 1R 45 31T LUK T
o0—0—0—0—0—0—0—>0 £ ) e
< 0T wcisonpm ocisone 40 ﬁﬁ Ml EASERSY 2 Lol IR P A 2 o
= O CIS:ILIH  -O-CI8: 1B RIH ¢ .
o 0T aCisasmi &CI1s2Mn 1702 %3k
% 40} ettt 120 © [1] ARAEJL, SEATEY. SRR o — S RRAR R IS 20 BEAIF
© 20 F 410 2 QH‘E[JJ EF[EJE[:-]HE,2012737(9)44_47
oL G=—f—t—f—p—n——n—a | * [2] #hH, i, HE, 4. C16.CI8 -G ARIIIR M BHIAR
2 3 4 5 C]‘rgt 8 9 10 11 WG T]. AL TR, 2014, 33 (12): 3139 -3143.
al)
oo “ [3) Gk, £ M. 5 PR AP (R 0 9850 7 T
(b)oso_o_o—o—o—o—o R #:.CN102503912A[ P]. 2012 - 06 - 20.
s Y wciwonmm ociwopmm |0 % [4] CHONGKHONG S, TONGURAI G, CHETPATTANANON-
S R ) i 5
i@ 60y :gigéﬁﬁ% Xg:gégiﬁ% 30 g DH P. Continuous esterification for biodiesel production
% 401 120 U from palm fatty acid distillate using economical process
S = S S S T ; [J]. Renew Energ, 2009, 34(4) :1059 - 1063.
ol E—————o—n—n | (5] AL, #HolE, TREW]. RIYIING 2 AR IR 5 5

2 3 4 5 6 7 8 9 10 11
Il 5 L

9 AREIERE &S T CI8 fghifs FESHISCIn(E
S {ELE % (P =100 Pa)

100 - 150
(@) s
80 140 1z
: L Tem s

- :
i@ 60F = Cls:0 130 &
2 40-W {20 ©
O S
20t 110 &
.‘,rrliﬂna/"_" 5
0 2 4 6 8 1012 14 16 18 20 22
(B3 L

100 150
s 8OF {40 g
& *Cl8:1 4
0 eob & Cl18:2 130 @
4 =+ C18:0 %
% 40t {20 ©
3 =
< 20} 110 %
O

0 2 4 6 8 1.0 1‘2 1‘4 1.6 1‘8 2.0 220
18] 34 e
10 Aspen K3 [E] i bk 33 C18 B i B FR g
SEMHI (P =100 Pa)
3 4 8
(1) AR A ey EL 25 (R EOR TR H AR T Jie 1 %)
PEARMLEY C18 AR F TR 73 BSR4t oY, LASE T4
FEJI RN B 50 42 i — IR e B4 (Rl Ok 1
AP R R P - TR R, B A B R
1E 98% LA_F B3R F R 55 M R HY R 540
(2) 75— YK 18 I 45 7 W) B il B R AT — UOKS
TSR0 B 94, T% )R W IR, Hb— UORS 1R 1
ERERTT 25 MET R
(3) i Aspen 5400 /55 3025 [] B 26 18 3 2, 45

HEEME[T]. &M TR, 2011, 32 (10) : 281 -284.
STROHMEIER K, SCHOBER S, MITTELBACH M. Sol-

—
@)}
[

vent — assisted crystallization of fatty acid alkyl esters from an-
imal fat[J]. J Am Oil Chem Soc, 2014, 91(7) : 1217 —1224.

[7] ZHANG H, LI H M, WANG S, et al. Optimizing condi-
tions for refining unsaturated fatty acids from Hippophae rh-
amnoides L. seed oil by molecular distillation using re-
sponse surface methodology [ J ]. Acta Aliment Hung,
2015, 44(3) : 333 -341.

[8] CRISTANCHO C A M, PEPER S, JOHANNSEN M. Su-

[

percritical fluid simulated moving bed chromatography for
the separation of ethyl linoleate and ethyl oleate[ J]. J Su-
percrit Fluid, 2012, 66(SI) ; 129 - 136.

[9] BRA. ZAMEAIRITRRTEA 2B D], FH . Wit
Tl K2, 2015.

[10] Rl 55, R, 5. A5emh C16 HifiE5 C18
PRIk L) 1. A TR, 2011, 39 (2): 6 -9.

[11] B30, 2568, B s, 5. ARV s s 28 M
WL SRR FE ], KRR AR (A AR E S TR
FARM) , 2015, 48(1) ;13 - 18.

[12] Xz, B, sk, 5. ZEESR LB A
Yo rp Rl T . PR, 2017, 42(4) : 69 - 71.

[13] JANA K, JAROSLAV V. Hydrogenation of fatty acid esters.
I1. kinetics of hydrogenation of methyl (Z) —and (E) -9 —
octadecenoate catalyzed by a ziegler nickel catalyst[ J]. Col-
let Czech Chem C, 1992, 57(12) . 2583 —2592.

[14] ROSE A, SCHRODT V N. Vapor - liquid equilibria for
the methyl oleate and methyl stearate binary system[ J]. J
Chem Eng Data, 1964, 9(1) . 12 - 16.

[15] CHEN R R, DING H, LIU M, et al. Isobaric vapor — liq-
uid equilibrium for binary system of methyl myristate +
methyl palmitate at 0.5, 1.0 and 1.4 kPa[J]. Fluid
Phase Equilibr, 2014, 382, 133 - 138.



