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Open-Tubular Gas Chromatography of
Fatty Alcohol Derivatives

Masaki KanEniwa*, Yutaka ITaBAsHI*
and Toru Takacr*

Abstract

High resolution-gas chromatography (GC) of acetates and trimethylsilyl (TMS) ethers of
fatty alcohol derived from the fatty acid methyl esters of sea urchin lipids was carried out
on a wall-coated open-tubular (WCOT) glass column coated with cyanosiloxane, SP-2300.

Effective separations of positional isomers of monounsaturated, methylene-interrupted
and nonmethylene-interrupted polyunsaturated fatty alcohols were obtained, though the
peak resolution was a little lower than that for the corresponding methyl esters.

The GC for acetates and TMS ethers respectively showed about 50 and 80 peaks under
similar conditions. These results show that the acetates are more effective derivatives in
obtaining high resolution gas chromatograms.

Acetates and TMS ethers of fatty alcohols were analyzed by three different column
temperatures. The TMS ethers can be analyzed at a lower temperature than the acetates, and
they are useful for analysis of long-chain polyunsaturated fatty alcohols derived from marine
sources.
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TAa— B LTS L FRO A WCOT GC Ik » CHRETH B BB L &,
ABMETE, HEBEMBEESOEWY =DRBA FAL=RATALOER LB 7 A2 —A D
L7EF—F, PUAFALYA(TMS) =—F L0 BoOFEBEY ZAF TR L WCOT GC
OB 2FEEOERH 7 2BEOB VR I AHEOEXVHE LT,

XRB F &

REAFANIATILIORN HELBOBETCHEESIhIT 2 47+ F v = (Stron-
gylocentrotus nudus) DBRNEY) (IR, HILE, KE®KE) » 6 Bligh and Dyer 25V it X b
MU AEEEERCB G 2EE L 0 10% BIL7 e Fr—2 8 ) — A BERE B TR £
FALERFALRTAB LI, 2FA=ATFALRERB 7 =1+ 75 74 — (TLC) (BEABE; n~*
P =—FA=85:15v/v)IC X DR L 7o,

BERF7Z N a—I)LOERML fgH5 7 v 2 — ik, Walton and Kolattukudy o 582 iy, KE
Ry Fva7ri=va(LiAlH) ZHCT, BHBRAFL=ATAERBLTTHZ EICX AR
Lz, BB A 54 =27 A 50mg % 50 ml A=A 7 5 XA 2 iKlily, Eff=—7 4 20ml,
LiAlH, 120mg M, <27 % F 9 7 A4 — 5 -2 AWTIBRL XA L, RIGHE, KEH
=—FARIOKEKEOEI B D E TN, &HK 109 H,S0, &z TABILT 1 &
=g AOLGBYBER IR, =—TAYHCTRIGERD Y L, TLC (BHBHE; n-~+
viz—FA=85:15 v/V)ICX ORBEH LB T A2 -1 2B,

BB ZAI—LFET— FOBRY B 743 —AH10mgHa A7 ) a—% v » FAHELE
ey, EKEBR-C Yoy (11 v/v) & 3ml g, BRL, 80~90°C T 1 BRIME L fo, RIG
BAKEMz n-~F9 v CREEXME L, TLC (BEBE; n-~*¥ v :=—51=85:15 v/v) T
TOBBL, Bl ra2—1TE2F— 2B,

7 O—IL TMS T—FILOBEMS [EH7 A2 - A 10mgH A7 Y 2 —F v » 7fHE
wEICEY, ke )y iml ~FH A FAT5¥03ml, FY AFA 7R 5 Y 0.1m]
FzERL, FRCTIBEKE LB 742 -4+ TMS = —F A %5/ L 72,

WCOTGC ¥ BB F+r=2F1, JGE7Ara—AT T —+, lBHE7A 2 —21 TMS
=—FADEFEMEKE, n-~F 3V THERLTI0% w/vBEHKE L, 0 14l % WCOT GC 447
R, WCOT GC 434712, 28 : Bl GC-6AM (KEL A + v LEHE), #F4: TR
FZ22% 5 4, 50 mx0.28 mmegp, SP-2300 (Supelco Inc., Bellefonte, PA),  + U 7 H A : KFE%®
AW TfToto? 7 6 BEIFTNFNIEHEBAFAL AT 190C, B 72— 7 T — b
180°C, 190°C, 200°C, fgfi 7= —A TMS =—5 o : 165°C, 170°C, 190°C iz, F/c@EA D, #HH
BEEITNT220CLRELL, FY—70fFRMSI - 27EEE 7 <ty 7 C-
RAX(B&8) X AVWTHIE LR, £ — 7B /M Ikt L o i, AR EFRR]
DB, FERERFEREFRFREROBERBGROFIA, BIH7 v =2 —ADOERTH 5 RIS A 71
TAFADEREDODHE I YEEL X,

BREIUEE

REGOHR SFBAEOHEHERERRE (RRT), ECL{E, #5% Tablel 257+, AHERT
WCOT GC 5#ic k » Tl bhto v — 7 Fut, JEisE~ 571 = x5 4 (FAME) 88, gk 7 /L =2 —
MNTF =+ (TEF—)T70~T79, lEE7Ara2a—ATMS =—5 A (TMS)47T~49 CH %, 7 N
2—ADFEGEE, FAME O - 7 B & T35 L, 725 — P TR10~20 KD — 27 25, Fio
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Table 2. Separation factors and AECL of positional isomers of monoenoic components on glass WCOT SP 2300 column.*

FAME Acetate Acetate Acetate TMS ™S TMS
190°C 180°C 190°C 200°C 165°C 170°C 190°C
Isomer fs** |AECL** fs AECL fs AECL fs AECL fs AECL fs AECL fs AECL
n-15/n-11 — — — — - — — — — — — — — —
n-13/n-9 1.052 0.16 1.023 0.07 1.023 0.07 1.023 0.07 1.000 0.00 1.000 0.00 1.000 0.00
18:1 n-11/n-9 — — — — — — — — — — — — — —
n-9/n-7 1.025 0.08 1.028 0.09 1.026 0.08 1.023 0.07 1.030 0.08 1.028 0.08 1.023 0.07
n-7/n-H 1.034 0.11 1.033 0.09 1.032 0.09 1.030 0.10 1.035 0.08 1.035 0.09 1.030 0.09
n-15/n-11 1.024 0.07 1.000 0.00 1.000 0.00 1.000 0.00 1.000 0.00 1.000 0.00 1.000 0.00
n-13/n-9 — — — — — — — — — — — — — -
20:1 n-11/n-9 1.025 0.08 1.019 0.05 1.020 0.06 1.020 0.07 1.000 0.00 1.000 0.00 1.000 0.00
n-9/n-7 1.025 0.07 1.023 0.07 1.022 0.07 1.021 0.07 1.021 0.05 1.021 0.06 1.019 0.06
n-7/n-5 — — — — — — — — — — — — — —
n-15/n-11 — — — — — — — — — — — — — —
n-13/n-9 — — — — - — — — — — — — — —
22:1 n-11/n-9 1.029 0.10 1.033 0.10 1.029 0.08 1.000 0.00 1.035 0.09 1.036 0.11 1.026 0.08
n-9/n-7 1.019 0.05 1.026 0.07 1.022 0.08 1.031 0.10 1.028 0.08 1.026 0.07 1.023 0.07
n-7/n-5 — — — — — — — — — — — — — —

* Calculated from the rerative retention times and equivalent chain lengths in Table 1.
AECL : Difference of equivalent chain lengths of isomer.

** fs: Separation factor.

FQHEHS

09 LOOM Gy g — = v L JHEY



Table 1. Identification of fatty acid methyl esters and fatty alcohol derivatives.

FAME* Ale. Ac.* Ale. TMS*

Column Temp 19%0°C 180°C 190°C 200°C 165°C 170°C 190°C
Time** 101.13 210.19 132.07 79.86 129.27 95.03 41.36
PKNO* COMPONENT wt % RRT* ECL* RRT ECL RRT ECL RRT ECL RRT ECL RRT ECL RRT ECL
1 12:0 0.03 0.142 12.00 0.124 12.00 0.139 12.00 0.170 12.00 0.102 12.00 0.108 12.00 0.134 12.00
2 480-13:0 001 0.168 12,51 0.149 12,51 0.165 12,50 0.193 1247 0.118 12.40 0.125 12.39 0.157 12.46
3 13:0 0.03 0.196 13.00 0.176 13.00 0.193 13.00 0.210 13.00 0.150 13.00 0.156 13.00 0.188 13.00
4 1s0-14:0 0.02 0.233 13.52 0.212 13.50 0.230 13.61 0.248 1341 0.176 13.41 0.185 13.44 0.226 13.53
5 14:0 7.84 0.275 14.00 0.253 14.00 0.272 14.00 0.290 14.00 0.222 14.00 0.230 14.00 0.265 14.00

6 0.17 0.297 14.24 0.282 1431 0.304 14.33 0.324 14.36 0.248 14.29 0.258 14.30
7 0.03 0.311 14.39 0.289 14.38 0.313 14.41
8 4s0-15:0 0.44 0.324 14.52 0.301 14.49 0.322 14.50 0.343 14.53 0.260 14.41 0.269 14.42 0.312 14.49
9 anteiso-15:0 0.05 0.342 14.68 0.320 14.66 0.340 14.66 0.358 14.67
10 0.03 0.349 14.74
11 15:0 0.39 0.377 15.00 0.355 15.00 0.375 15.00 0.394 15.00 0.321 15.00 0.330 15.00 0.369 15.00
12 0.01 0.408 15.21 0.399 15.28 0.421 15.31 0.443 15.33
13 0.02 0.432 15.38 0.410 15.36 0.432 15.38
14 450-16:0 0.29 0.449 15.51 0.426 15.47 0.446 15.47 0.464 15.48 0.382 15.39
15  anteso-16:0 0.03 0.475 15.68 0.452 15.63 0.471 15.64 0.491 15.66
16 16:0 16.20 0.529 16.00 0.515 16.00 0.532 16.00 0.547 16.00 0.484 16.00 0.490 16.00 0.523 16.00
17 0.26 0.562 16.19 0.656 16.23 0.577 16.26 0.598 16.30
18 16:1 (n-11) 0.15 0.673 16.25
19 16:1 (n-9) 0.23 0.585 16.32 0.566 16.28 0.588 16.31
20 16:1 (n-T) 1.96 0.602 16.41 0.582 16.37 0.602 16.39 0.622 16.43 0.534 16.27 0.544 16.28 0.588 16.36
21 150-17:0 1.86 0.623 16.51 0.603 1647 0.622 16.50 0.641 16.53 0.554 16.37 0.564 16.39 0.607 16.46
22 anteiso-17: 0 0.01 0.653 16.66 0.636 16.64 0.652 16.64 0.666 16.65
23 0.35 0.697 16.87 0.679 16.83 0.701 16.88
24 17:0 0.33 0.722 17.00 0.708 17.00 0.720 17.00 0.732 17.00 0.683 17.00 0.689 17.00 0.716 17.00
25 0.15 0.741 17.06 0.720 17,01 0.741 17.05 0.760 17.09
26 0.02 0.776 17.21 0.753 17.15 0.774 17.19 0.781 17.18
27 0.04 0.820 17.38 0.770 17.23 0.794 17.28
28 0.10 0.832 17.42 0.812 17.38 0.833 17.42 0.855 1748
29 ds50-18:0 091 0.860 17.52 0.844 17.49 0.864 17.54 0.883 1759
30 150 0.917 17.73 0.910 17.72 0.934 17.78 0.955 17.84 0.822 17.46 0.838 17.50 0.898 17.67
31 0.08 0.979 17.94
32 18:0 2.04 1.000 18.00 1.000 18.00 1.000 18.00 1.000 18.00 1.000 18.00 1.000 18.00 1.000 18.00
33 18:15 0.86 1.065 18.19 1.091 18.26 1.096 18.29 1.098 18.31
34 18:1 (n9) 138 1.120 18.35 1116 18.33 1121 18.36 1.123 18.38 1.091 18.24 1.097 18.25 1.108 18.31
35 18:1 (n-T7) 2.78 1.148 18.43 1.147 18.42 1.150 18.44 1.149 18.45 1.124 18.32 1128 18.33 1134 18.38
36 18:1 (n-5) 0.32 1.187 18.64 1.185 18,51 1187 18.53 1.183 1855 1.163 18.40 1.167 18.42 1.168 18.47
37 0.09 1.224 18.63 1.254 18.68 1.261 18.73 1.263 18.77
38 0.02 1.258 18.72
39 18:2 (n-9) 0.92 1.301 18.82 1.300 18.79 1.304 18.83 1.301 18.86 1.255 18.61 1.264 18.65 1274 18.74
40 18:2 (n6) 1.06 1.333 18.90 1.333 18.87 1.335 18.90 1.331 1894 1.287 18.68 1.293 18.70 1.299 18.81
41 19:0 0.12 1.378 19.00 1.392 19.00 1.373 19.00 1.380 19.00
42 0.19 1.388 19.02 1.409 19.03 1.408 19.06 1.399 19.11
43 18:3 (n-6) 0.64 1.479 19.22 1.515 19.25 1.503 19.27 1.481 19.29 1419 18.94 1431 18.99 1.440 19.12
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44 0.06 1.525 19.32

45 0.08 1.553 19.37 1.564 19.35 1.550 19.37 1.529 19.39

46 0.10 1.578 19.42 1.586 19.39 1577 19.42 1.550 19.44

47 18:3 (n-3) 1.95 1.641 19.55 1.646 19.50 1.642 19.55 1.625 19.60 1.582 19.24 1.590 19.27 1579 19.40
48 0.01 1.691 19.64 1715 19.63 1707 19.67 1.684 19.71

49 0.04 1753 19.76 1.749 19.69 1.749 19.75 1.728 19.80

50 18:4 (n-3) 3.94 1.824 19.88 1.826 19.81 1.827 19.88 1.805 19.94 1.753 19.52 1.765 19.56 1752 19.72
51 20:0 0.62 1.898 20.00 1.939 20.00 1.896 20.00 1.837 20.00 2.098 20.00 2.072 20.00 1.921 20.00
52 20:15 3.97 2.023 20.20 2.122 20.27 2.088 20.30 2.025 20.32 2.289 20.24 2.276 20.27 2.131 20.32
53 20:1 (n-11) 1.32 2071 20.27

54 20:1 (n9) 2.73 2.122 20.35 2.162 20.32 2.129 20.36 2.065 20.39

556 20:1 (n-7) 1.02 2.174 20.42 2.211 20.39 2.176 2043 2.108 20.46 2.337 20.29 2.324 20.33 2.171 20.38
56 20:2 5,11 4.73 2.269 20.56 2.362 20.58 2.339 20.66 2.270 20.70 2.493 20.47 2.492 20.53 2.354 20.63
57 20:2 5,13 1.64 2.303 20.60 2.397 20.63 2.379 20.71 2.307 20.76 2.522 20.50 2.522 20.57

58 20:2 (n-9) 0.89 2.378 20.71 2.658 20.63 2.652 20.71 2.479 20.78
59 0.10 2.456 20.81 2.482 20.73 2.455 20.81 2.378 20.86

60 20:3 (n9) 2.5560 20.81 2.521 20.89 2.435 20.93

61 20:2 (n-6) 2.35 2.531 20.90 2.634 20.91 2.616 21.01 2.535 21.07 2.754 20.73 2.759 20.83 2.605 20.94
62 20:35,11, 14 0.24 2.682 21.08 2.774 21.06

63 20:3 (n-6) 0.88 2.784 21.20 2.808 21.10 2.791 21.21 2.696 21.28 2.893 20.86 2.898 20.97 2.721 21.07
64 0.90 2.905 21.33 2.956 21.25 2.906 21.34 2.173 21.37

65 20:4 (n-6) 6.91 2.980 21.41 3.094 21.38 3.087 21.52 2.978 21.61 3.218 21.16 3.240 21.29 3.032 2141
66 20:3 (n3) 157 3.095 21.53 3.129 21.42 3.260 21.19 2.916 21.29
67 0.06 3.159 21.60

68 20:4 5,11,14,17 0.19 3.295 21.73 3.307 21.58 3.286 21.73 3.151 21.79

69 20:4 (n-3) 1.55 3.416 21.84 3.437 21.70 3.421 21.85 3.279 21.93 3.536 21.40 3.549 21.55 3.291 21.65
70 0.03 3.488 2191 3.617 21.85 3.591 22.00 3.444 22.09

7} 20:5 (n-3) 1147 3.663 22.06 3.800 22.00 3.789 22.17 3.624 22.26 3.956 21.71 3,982 21.89 3.681 22.00
72 22:1 (n-11) 0.18 3.868 22.22 3.946 22.11 3.873 22.24 4459 22,03 4.431 22.19 3.914 22.18
73 22:1 (n9) 179 3.981 22.32 4.077 2221 3.986 22.32 3.750 22.38 4.615 22.12 4.589 22.30 4.014 22.26
74 22:1 (n-T) 0.10 4.057 22.37 4.181 22.28 4.075 22.40 3.868 22.48 4.743 22.20 4.710 22.37 4.107 22.33
75 0.09 4.189 22.47

76 22:2 17,13 0.31 4.322 22,58 4.400 22.43 4.322 22.58 4.081 22.66 4.867 22.27 4.858 22.46 4.314 22.49
T 22:2 7,15 112 4412 22.64 4.497 22.50 4416 22.65 4.164 22.72 4976 22.33 4,970 22.52 4.397 22.54
78 0.04 4.722 22.85 4.819 22,71 4.704 22.84 4.405 22.91 5.298 22.50 5.292 22.68 4.668 22.73
79 0.08 4.853 22.94 4.956 22.79 4.866 22.95 4.574 23.03 5.399 22.55 5.411 22.77 4.788 22.81
80 0.07 4.990 23.00 4.982 23.03 4.710 23.13 4911 22.88
81 0.08 5.120 23.10 5.107 23.10 4.821 2321 5.776 22.96 5.039 22.96
82 0.12 5.422 23.28 5.615 23.16 5.409 23.29 5.016 23.34 5.289 23.11
83 22:4 (n-6) 0.33 5.671 23.42 5.814 23.26 5.682 23.44 5.334 23.55 6.245 22.94 6.263 23.20 5.510 23.24
84 0.13 5.778 23.48 5.939 2333 5.754 23.48 6.346 22.98

85 22:5 (n-6) 0.07 5.988 23.59 6.194 23.45 6.058 23.64 5.683 23.75 6.549 23.07 6.503 23.30 5.631 23.30
86 0.12 6.347 23.78 6.523 23.60 6.323 23.78 5.886 23.88 7.066 23.27 6.672 23.38 5.904 23.45
87 0.04 6.696 23.94 6.663 23.94 6.079 23.98 7.365 23.38 7.051 23.53 6.123 23.56
88 22:5 (n-3) 0.40 6.941 24.05 7.182 23.89 6.945 24.07 6.468 24.19 7.653 23.49 7.644 23.77 6.664 23.82
89 22:6 (n-3) 1.09 7.338 24.23 7.688 24.10 7.434 24.28 6.923 2441 8.185 23.67 8.189 23.97 7.164 24.04

* FAME : Fatty acid methyl esters. Alc. Ac: Fatty alcohol acetates.

0. ECL: Equivalent chain length.
*+ Time: Retention time of last peak [22:6 (n-3)].

Ale. TMS: Fatty alcohol trimethylsilyl ethers. PKNO: Peak NO. RRT: Relative retention time to 18:
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FAME 190°C Acetate 190°C ™S 165°C TMS 1013—&‘&)& <D -2 79”[110) vy
33 LERDRELTRIESATLRLC &R
3 ziz HBE L 7,
5o fi = KRGO STBERTTT 5D, £/
o E [ Y = v O RUABO FEAK (fs) R HH L,
v

Table 2 IZ7R L7z, SP-2300 » 5 Al L A4
WTR, 75— i FAME & b 4 BEE
ECABEC B S R R oR S 0SS
%0, 5-20:1 & 20:1(n-11) D REFis 58
HELhih ot TMS TR E LI Z DF
EAEE<, 5-20:1 & 20:1 (n-11) iz,
20:1 (n-11) £ 20:1 (n9) & X v°5-18:1
E18:1 (n-9) Iz DT b BIRE e S AR
bhied ot (Fig 1),
AV = v OB TIE, £FEHKE D, 18:
2 (n-9), 18:2 (n-6), 18:3 (n-6), 18:3
(n-3),18:4 (n-3),20:3 (n-6), 20: 3 (n-3),
20:4 (n-6),20:4 (n-3),20:5 (n-3), 22: 4
(n-6), 22:5 (n-6), 22:5 (n-3), 22:6 (n-3)
L fe EDIRIET 1 2 — 1D B EEATEEC b o
e, A5 ABEDOEVGICE D\ DohD

20:2 5,11
-203:2 5,11

20:1(n-9)

=20:2 5,13

——20:1({n-11)

20:2 5,13
20:2(n-9)

\{ :

20:1(n-7)
20:2 5,13
—~20:1(n-7)

—20:0

o
o
~

o

=3

~

U s

30 min 10min 40min -7 & oebh, ¥ 7oz FAME <

Fig. 1. Parts of gas chromatogram of fatty SETAERE — 75, TET - TR

acid methyl esters and fatty alcohol BRICHEL 7o (20:2 (n-6) &£ 20:3 (n-
derivatives on glass WCOT SP 2300 9)) R bhi,

column. 20: 0-20: 2 5, 13 region. BAR G RO, v o= EEIER

nonmethylene-interrupted (NMI) < = v
DEBEHFHETIZ ERRELCVB, FTAWMGETE, 7= FAME X v &8 S hiclgii7 2
a— A HWT, NMIBELZE SR 74 2 — A ZFE A& SP-2300 %iHic £ 5 WCOT GC 4#7
ZRITL SRR L, TOKR, &FEMK LD 5,11, 5,13-20:2, 7,13-, 7,15-22: 2 D58
DHRINAN, 77— FTi2, 513-20:2 & 20:2 (n-9) OFBERTZELTH - 12,
e AR COSWELEOBRIL, » T ABEROVTDL T, # 7 ABERES
BRI IFER/EL L, WThOBEESLAMRCETHRES 5 2BE (725 -+ : 180°C,
TMS: 165°C) Ti%, 12:0-20:5 (n-3) DB BIFCH 50520:5 (0-3) LEORSEE v — 2
PELRT, AvFZ7r— 2l hBREIRE{ S E3EAYR L. BESFTCohEE &
oy, WHBREY L), BEARNOBEY LAY OFENE L LR A, Wiy
FhD ) 4 X% Teoted, #F52DEEEDEREDOMBEALD S, AFRCBTAES
77 ARE (7425 — b : 2000C, TMS: 190°C) -Tit, #12 20:5 (n-3) O BT BIFCA v 5
=2 I AL o fThbh T, 12:0~20:5(0-3) D — 7 Dt E A -TL
53D &7,
EFEEROEH 5 ABE I OWTOSHEEE% Table 112533+, FAME, 75—+, TMS®
190°C e BT 20 MEMA ILET 5 &, ThFRFAME: 1014, 75— b : §132 4,
TMS: #9415 CTH B, TMS 37 25 — it~ 1/3 AT ORI COSW A WRE T, REH 22 1A
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SESH: BF7 42 -1 FEED WCOT GC

LORBOBETEMT A2 - L OGHCENLHEBETHS LEbh 3,

HENRS—cE S THEGORE £APETit, FAME, 7+ 5 —+, TMS & % SP-2300
WCOT # 3 a % AT HM LIch, FEHEOEWC I AHHIEFOZR Y -2 BEE R %
B THEIERD it o7,

#H3H ATRCET A7 A2 — A EEEkD WCOT GC 4 Tit, DEENRELLE — 7 H\ <
DML, LL, KR CHWEE T7A 2 — ANy =8B A FL=RATF AL YL D ERX
nidoThyh, RAROEH 742 -2 ZDL 5 BHLERY D - bDXERREIRT
VIR, BE o THERE T O B B e R O KR OB 7 4 =2 — A o AT WCOT GC i
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