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Analysis of essential oil of Dendranthema morifolium cv. Chuju
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Abstract: The chemical compounds of essential oil from the flowers of Dendranthema morifolium cv. Chuju
were studied by comprehensive two-dimensional gas chromatography-time-of-flight mass spectrometry (GCX
GC-TOF/MS) combined with supercritical carbon dioxide extraction (SFE). The effects of SFE different
parameters including extraction pressure, co-solvent content, extraction time, extraction temperature and
CO; flow rate on the essential oil yield was investigated using orthogonal array design. The results indicate

that the optimal extraction conditions are as follow: pressure 35 MPa, co-solvent content 16%,
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temperature 55 “C, extraction time 3 h and CO, flow rate 5.0 kg/h. Under the optimal extraction

conditions, the essential oil yield is 6. 40%. By searching TOF/MS spectral library and comparing the GC

X GC retention indices with database values, 92 compounds are identified. The major constituents in the

essential oil are terpenoids which make up 66. 74% of the identified volatile compounds. In addition, three

important {loral aroma components, 3,4-didehydro-g-ionone, B-Ionon-5,6-epoxide, 3-Hydroxy-5,6-epoxy-

B-ionone are rudimentarily found in Dendranthema morifolium.

Key words: supercritical fluid extraction; comprehensive two-dimensional gas chromatography-time-of-

flight mass spectrometry; Dendranthema morifolium cv. Chuju; essential oil

0 3|§

TR2G A RHE Y A 10 TR SRAE Sy » 197 T %
bR, AR A R H L B R
H B8R G ) 5Dk R 25 28 PTRTE M. 2
HIFTE A 4 AT il 2H 2 HL 2 B A )
GrtUL EET S RAGRS T R R 2 R K 2R AR R
FITR] I 28 058 2 O 7 s B A ) A (HL 4R R
% Lol B 2R A A B0 ) BRI
Gt CO, WLARFE I CSFE) 4 U & AU PRI A
TR AR A5 o i JOORS T 1 A A0 T BEE . A RS il
2053 H O @3- B I 75 (GC-MS) ) fH]
fegi—4E GC-MS 70 P2 F0 REUEAR . 7 B HOCR A
L HE LIRS 2% IR O MR AR AT MER SR E . 4 T4k
SHETE 5 AT I A SRS R HR (GC X GC-
TOF/MS) HA7 U 7545 70 B4 w5 L 70 25 BE ST 98
S MR S5 R A5 © SO £ AL T AR PR
RSN ST S e s el DR R
Fplsl,

ASOR I A CO, FAAE BORR SR I i 1
Pt SFE AU 3 L Jeli i s e | i BE | i fi) A
CO, JLRXTTIHAE BRI 5 € SFE fRfER
. FIH GCXGC-TOF/MS AR, 454 GCXGC f#
45RO TOF/MS 3% iR 28 S8 H i 1221
IR B E

1 K5

1.1 x5

PRUERE A L) -4 A L 8 ik 1 b a2 B8R
B BRA B s o 1 1T M L B4 5 O S 42 K
ChromaDex 7 ®] 77 iy 5 3-H 3&-2-3F O M il 4 H A
TCI 23wl 7= (Al FE ) KT 9820). Co ~Coo I IEHY
Lk (4l 95.5%) K3 E Sigma-Aldrich 23 &) 7%
fh. S A e e Ar ) S 78 [ Merck 24 R 7~

i s 2013 AR BR A i b R T IRR 4G AR T S L.
1.2 UE5iEE

7890A 4 —HES A Ak (3L [H Agilent 24 F])
Pegasus 4D "KATH[A]) 1% (L E LECO AR ; KT-
2001 FIYA 155 378 i f )8 % (35 [H Zoex /3 7]) 5 SFE-2
AU I AR 2 U (36 B Applied Separation 23
F]) 3 7890A-5975C T AH 8 3T i 1k X (35 [
Agilent 4 d]).
1.3 @if-RiENERES
1.3.1 GCXGC-TOF/MS 4# 44

GCX GC —4E4E K HP-5MS 8,35 4% (30 m X
0.25 mmX0. 25 pm), — 44K DB-17HT {4 %+
(1.5 mX0.1 mmX0. 1 pm). —4EFEH) IR EE 60
°C, 4@ 1 min JFLL 5 °C/min FHEF] 270 °C, {4
5 min; 4RI IE 70 CLfEJE 1 min JFLL S
C/min FHEF] 280 “C . fR%F 5 min. A 35HERE A
250 °C, HERER 1.0 pLo 403 EL 50 ¢ 1 B N 4l
KT 99. 9% A, i 1. 0 ml/min. V8] & 4
s. TOF/MS By 255 (ED L FHE & 70 eV K 2%
HL 1 650 VAR5 E 260 °C; B F IR 230
°C 3 RESIZ 100 Hz, T 55 E 33~450 amu.
1.3.2 GC-MS 4#7 44

DB-5 A4 9 B 404 4 60 m X 0. 25 mm X 0. 25
pm; THEFEF 4 :60 CL,4£%F 1 min, P4 5 °C/min Jt
HE 270 C, PREF 5 min. & 20BN A, W 1
mL/min, 23 HE 10 ¢ 1. 3ERE CREE 250 °C ALk
JELRE 260 °C L iFFERN 1 L, ET IR TRES 70 eV, i
EHHWTEE 50~350 amu.
1.4 HEmblE

FRELZ) 55 g W4 F A (40 H) F SFE L2
(IARFR 100 mLL) A, AR5 2R R 28 3000 F1 IE 3SR g0 15 1
M Wl E AT IMPGRBE KBRSy, B EA
50% LKW IS CO, TR AIY U
I TR T 2SR M0 RE B 30 min, % CO, Vi ik
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AT BASFEEL 38 B B A B E 1Y I a] 5 O A .
TR AR B €0 TR 2 ) B 25 45 T Bk IR 11 0R
PR3 KRR S T 15 mL M BE. 2 0. 45
pm (A HLIE B, #E4T GC X GC-TOF/MS 438 5
YTE.
1.5 #iERE

¥ M LECO 24 #] ) Chroma TOF # {4 (V
4.32) RIS M R T 100 YAk, Bk A 358
B SRAE L B3R B NIST 8RR 2. (0% {4 1
FEECH A 8 A AR B Van den Dool 1 Kratz 23
KGR R, 3 g B 5 B NIST 3% % L
XF I A A A % e R

2 AR5HR

2.1 BlsFREZEREZEHMLL
2.1.1 RHZHBIXE

Il A CO, It AR 2 B 52 e PR 264 46 26 U
T3 ety TP R N FEWGE R L FE B[R] L CO,
P SO MR SR 7, 12-13 ], SR FH L AR 4
RIS LA 50 %0 CEEAKIE TR It 77 o 59 i 5 A8 B
JE 41k 15, 20, 25, 30, 35 MPa, 3¢ 4 % 75 Jin & 0.
8%,16%,24% ,32% , 2 BUIR B 35, 45,55, 65,75
C, A e 1,2,3,4,5 h,CO, Jfi& 2.0,3.5,5.0,
6.5,8.0 kg/h FJZMF T B 545 TR 2 0 R 4800 il 2
HUARAR /NI 45 53R ] AR mkE TS R 0
Il S AL H S A A A B F1 30 MPa, 32 75 551 s it
16 %0 KB BE 45 C  ZEHURR] 3 h A1 CO, i &
5.0 kg/h.
2.1.2 EREITEB

TEHL R R A R 00 i SE Atk T, BECE R T e
IR I ARG EE 2R B ] L CO, it s 45 &R
B E SR A 4 K, 2 1 sy
Lis () IEACIT %8 647 T 16 5. 1153 & A
RAEARF KT 15 580K T 75 28 1 - B ME ey ) FIAR
ZROMEMHIFFHR 1 . RETFHH R B E NS
B, H RN FRIR R F A8 bm 2 R B A KD
H 2 1 A AL EIGA CO, ZEBUSR A0 45 K ih 15 %
SR R FEE P R/ I Sy 24 B g =S FI S i =
FEPOR B > ZE U [ > CO, . 315 SFE FfE
T A R ZEIUE J) 35 MPa, J&45 57 i b &
16%, Z U B 55 °C, ZEHCHE E] 3 h, CO, i &
5 kg/h. TEM AT T EE 3 RAEBGRIG: 1056 K5 b Y
SFHIAFEN 6. 40 0.

F1 BIaR CO, AR L, (4 EXIKE R
Tab.1 Orthogonal array design matrix

KBS Eh whnh EE %~ i s
5 AR IR B i /%
/MPa /% /C /b /(sgeh™D
1 20 0 35 1 2.0 0. 84
2 25 8 35 2 3.5 2.89
3 30 16 35 3 5.0 6. 16
4 35 24 35 4 6.5 5. 04
3 20 16 45 2 6.5 2.15
6 25 24 45 1 5.0 4. 14
7 30 0 45 4 3.5 5. 01
8 35 8 45 3 2.0 5.93
9 20 24 55 3 3.5 1. 86
10 25 16 55 1 2.0 3. 90
11 30 8 55 4 6.5 5.93
12 35 0 55 2 5.0 5. 81
13 20 8 65 4 5.0 0. 89
14 25 0 65 3 6.5 3.71
15 30 24 65 2 2.0 5. 74
16 35 16 65 1 3.5 6. 34
k1 1. 44 3. 84 3.86 3.81 4. 00
k2 3. 66 3.71 4,21 4.15 4.03
ks 5.61 4.64  4.28 4.32 4. 25
k3 5. 81 4,32 4.17 4.24 4.23
R; 4. 37 0.93 0.31 0.51 0. 25

2.2 BERBHUERINTBSETE
2.2.1 AZHAAREEG XS B

GCX GC 238 3 — A~ 1 il #5253 25 WL AN )
(AR €0 35 DL BB IE 1Y 5 ik 3 e — i 1 4k &R
£ N L Sl i b LB e 9.0 B0 8 W1 B s R s e
S AR AR LI IEAC A B A F B SR h TR
K =2 s 8Os TR AR A I
AT W PE HP-5MS (35 454 45— 44
FELH o3 A AT P R 77 50— 4 53 2 e AR AR
£ DB-17HT 3k N 25 4 Fe et R/ N kAT
554 . AN I CO, A HUIR 15 1 10 28 H
WAL A E T IR AR o — 4 s —
A0 384T 43 SR AR R ALK N GCXGC 43
BT R R SE CO, ZEBORAT %) B Froks 17 £
e AR R E 1 R e RS s E. i L
FIHT, A0 o A 7R BT X S S R T
PAEZS (], SEE T AP IEAS T 5. BARL & o
A I A R 40 1 ARG FRRE A TEE 1 1) a
X b XA B , o KOS, d KO RSP
IR e KOAKEIR IR, 45 LR, GCXGC R%G 2
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Fig.1 GCXGC/TOFMS total ion current

chromatogram (TIC) of essential oil

2.2.2 B FHESGEL

K GCX GC Jr %) i i 5t I A4 2 O A5 1
IR T 35 o0 2] L or s 313 NI, it 5
L AR eI o P B4 XK 3-H B2 34
s ) S5 o X591 1) 8 B B TR] A T L R TR s 5 £

TR (A B 48 50l . TOF/MS fi NIST i Fg
17 FCHR L IR LARRARLEE F0 AR BUEE KT 800 MbmifE™
ARSI R AR T R Y 92 Rk A . 1 LA
— AR A A e LA AR e S B T ALY
40. 54 %0 G5 RHN T3 2. O MRS w24
OYE RIS 33 PSS 18 Pl B2 17 B EESE 10 Fif
a2 6 F G ALY 5 MRS 3 P H BTN A
SRR R 240 4. 96 %0) L B T (2. 64.%0) T
MEFH (2. 17%)  1E -+ /\ ki (2. 08%0) , At ks dk
YL 7400 %6 WEARALA W CEr I me Js Ak 1 i
I T S s D 2 R Ay, F e AR
66. 74 Y0 , 10 5 Ik RF T Ut 24 B R ISR TR
KRGS —4E GC-MS 4325 R %5 5 W 46 K Tl i 4k
LWL ASEIANE 2 fR i) GC-MS B T, 14
Gi—4E GC-MS E P 18 Fdeke .12 FhEE. 5 Fi |
A PR 7 BRI A ALY SE 46 R AL Sy e ]
WL, GCXGC-TOF/MS 3 43 25 4 78 H brok i
Hr Ak 2 R A

=2 BEHMESE GCXGC-TOF/MS £¥E&4R
Tab, 2 Identification of chemical composition of the essential oil by GCX GC-TOF/MS
PRER BT E] /s RS
P CAS & FRAE L Y
S, Yk S e

R

IR M 1367, 1.830 1364.7 1376 3856-25-5 0.08
B 1371, 1.850 1404.7 1389 515-13-9 0. 24
Fatisn 1419, 1.940 1439 1423 87-44-5 0.55
R o F AR 1431, 1. 840 1446. 8 1439 13474-59-4 0. 22
Bt LA 1431, 1.910 1446.9 1390 13744-15-5 0.03
(E)-B-4x AWk * 1451, 1. 840 1 460 1455 18794-84-8 1.01
oA P« 1471, 1. 960 1473.2 1457 6753-98-6 0.11
FRI 1483, 1. 940 1481.1 1484 109119-91-7 0.14
Y- 1499, 1.950 1491.6 1479 22567-17-5 0. 32
ESin 1503, 1. 990 1494.3 1484 644-30-4 1.22
(Z,E)-a- & B W 1507, 1. 860 1 496. 8 1495 26560-14-5 0.1
B M4 A W h 1511, 1.920 1491.5 1461 28973-97-9 0.97
GO -RARFH D 1513, 1. 990 1499.5 1480 23986-74-5 1.38
) -FW 1514, 1.910 1501.2 1489 495-60-3 0.14
BIETHE 1519, 2.020 1502. 2 1476 17066-67-0 2. 64
oI 1520, 2.150 1506 1489 339154-91-5 2.17
(- BLLIR I 1535, 1. 890 1516.6 1517 495-61-4 0. 25
afAE 22 0 1559, 1.950 1533.8 1523 20307-83-9 1.88
- NS 1567, 2.020 1539.5 1527 56633-28-4 0.33
A5 S R L R 1707, 2.320 1642.1 — 527-84-4 0.07
1-H 31,40 =W 383, 1.500 767.9 — 4313-57-9 0. 25
X 1499, 1.670 1491.4 1315 41446-59-7 0. 05
1, 13-+ Pude — 4 1759, 1.920 1681. 2 21964-49-8 0. 06
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PREZETE] /s PRE AL
S, o SERGE 2% (0

BEag B 1 859, 2.580 1759.3 1735 529-05-5 0. 86
1-—+ =% 2137, 2.120 1 996. 2 2188 1599-67-3 0.17
IET bR 1203, 1. 600 1249.7 — 629-59-4 0.01
2-ME- ke 1311, 1. 690 1282.9 1764 1560-89-0 0. 36
2,6,10, 14-PU I S+ 4t 1455, 1.610 1462.5 — 18344-37-1 0.02
Tk 1883, 1. 780 1778.2 593-45-3 1. 06
2.7,10 =3+ "k 1919, 1.630 1806 74645-98-0 0.51
= 1939, 1. 830 1824.9 — 112-95-8 0. 35
E Ak 2027, 1. 900 1.899.1 — 646-31-3 0. 69
IEZ A 2 355, 2.050 2 010.7 — 630-02-4 2.08
2SS

eIy e 767, 1.820 1039.1 1038 470-82-6 0.01
-4~ A e 883, 1. 900 1 106. 6 1067 15537-55-0 0. 06
(S) -l T ¥ B s it 919, 1. 960 1127.5 1142 18881-04-4 0. 02
O-RA— T i 959, 2.030 1150.8 1140 547-61-5 0. 02
S g % 1007, 2.080 1178.7 1177 507-70-0 1.28
AT 1023, 1.970 1188 1180 562-74-3 0.03
a-FA T EE 1043, 2.000 1199. 6 1190 98-55-5 0.07
B A AR m 1055, 2. 060 1 203. 6 1212 19894-97-4 0.02
2- ¥R R L 1083, 2.150 1212.3 1229 18679-48-6 0.01
2,6- "I HL-1, 72 T3, 6- 1171, 2.120 1239.8 — 51276-33-6 0.01
P& A A 1611, 1.930 1570.9 1565 7212-44-4 0.38
G T 1651, 2.160 1599.6 1582 6750-60-3 0.41
RN 1763, 2.320 1684.6 1682 473-04-1 4. 96
AR 1 1783, 2.280 1699.5 1685 515-69-5 0. 74
Z-o LA A TFA 1879, 2. 300 1774.7 1697 88034-74-6 1.34
o F RO S PR 1031, 2.150 1192.7 1187 1197-01-9 0.02
RIPAYSHi:s 2123, 1. 880 1982 1882 36653-82-4 0.01
2

3-HJE-2-T 4 1 399, 1.700 785. 86 783 107-86-8 0.03
L 411, 1.590 799. 04 800 66-25-1 0.03
K 787, 2.290 1051 1049 122-78-1 0. 04
[LEES

2-CL i 355, 1. 460 736. 81 787 591-78-6 0.01
4-F -3~ IR -2 415, 1. 640 802. 41 798 141-79-7 0.02
2-J% 427, 1.790 807. 26 689 107-87-9 0.02
2- B 535, 1.710 893. 31 889 110-43-0 0.02
6-Ff1 Jk-5- B -2l 679, 1. 890 986. 74 987 110-93-0 0.81
3-H 332 O J R 683, 2.090 989. 43 — 31883-98-4 0.03
A-FIE-4- IR HE T IR 783, 2. 350 1048.7 1 043 1073-11-6 0. 02
3-FJE-2- R LA TR « 815, 2. 400 1067.3 1064 1193-18-6 1.37
AS)-C) A3 = 971, 2. 140 1157.8 1145 464-48-2 0. 34
[i) FFY B4 2, T 1035, 2.290 1195.1 1192 585-74-0 0.02
(9)-()-5-(1- K- 1- PR H)-2- P -2 FH-1-F 1423, 2. 480 1442 1424 60593-11-5 0.02
AN e 1871, 2.400 1768.5 1. 06
6-(1-¥2 - 1-H K Z ) -3-H1 He-2- 3 O - 1- i 1879, 1. 280 1773.9 — 87791-00-2 0.32
NEMRED 2R 1369, 1. 840 1 404. 5 1408 1604-34-8 0. 21
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&%
PREREIR] /s PRE AL
ZF CAS 5 s E %
S, o SERGE S%H
e SR 2 059, 2. 060 1927 1919.8 1117-52-8 0.01
3, AT A BERT 2 1507, 2.180 1497 1 484 1203-08-3 0. 04
5, 6-FR AL -p-28 B 24 1515, 2.150 1502.5 1488 23267-57-4 0.01
3FRHD, 6-IR AL 24 il 1791, 2.470 1706.1 1715 38274-01-0 0.03
i8S
3T 459, 1. 710 845. 77 875 503-74-2 0. 06
2-MIE-THR 471, 1. 720 844. 87 846 116-53-0 0.01
Pz 511, 1.790 875.2 879 109-52-4 0.01
2-HHE-2- TR 641, 1. 880 919. 41 941 80-59-1 0. 09
(W7 663, 1. 880 976. 48 1008 142-62-1 0. 04
ZIR 1371, 1.920 1398 1380 334-48-5 0.02
EES
LR M TG 977, 2. 220 1019.1 1009 3681-71-8 0.7
LR FEAC R R 1191, 1. 970 1246 — — 0.07
LR UK T 1199, 2.000 1248.5 1261 76-49-3 0. 64
T 1359, 1.850 1326.8 1328 110-42-9 0. 02
LRI -2- 3 A I B R 1367, 2.040 1336.1 1341 57709-95-2 0
TR 2-H 3, - SUKABE 1555, 1. 960 1530.9 94200-10-9 0. 26
AR N R 1591, 2.660 1557.1 1538 15356-74-8 0.03
P AU 2 TR TR 1663, 1. 980 1 648.5 1687 2306-78-7 0.17
R WHER 1891, 2. 680 1784. 4 1770 120-51-4 0. 04
figER-1-1-L R 2103, 3. 190 1 980. 8 2 106 822-20-8 0. 02
i AL
LA B ALY 1 655, 2. 000 1602.5 1624 83637-40-5 0.13
F ALY 1663, 2.190 1608.7 1583 1139-30-6 1.74
HTEmEA 1 1755, 2.240 1678.4 1. 29
R Z-a LI P R ALY 1779, 2.280 1 696. 6 — — 0.76
AR Y 1947, 2.380 1 830.7 — — 0.27
L) a (R8BS ERIE T NIST %45 % (http: //webbook. nist. gov/chemistry/)
b B % AR I W SR T
S ZERE K 22 F. @I CO, A UL £ B aio%
ol A PR RS RE=yd ihi 2 WL R
sE+7 | SFE 454 GC X GC-TOF/MS 455 % 52, 1% 26 %5 1
2z 4E+T Hh B A R 1 AL A3 S AL I (4. 9600 s oM A I
g ool (2. 17%) BT EAR Y (1. T4 %) RS A Ak 11
R | (1.29%)  JEM (1. 28 %)% , 1X 6 Rl 4 R 4G 1) £ 28
.| R PEI . S L SCHRT6 3R FH v e 2 4 B 422
op — : ' . . YO B A T, HL b B O it 43480 3. 47 %00 Sy B
500 1000 1500 2000 2500 PG T WA A AT R B R I e
retention time /s 9y T ARG . TR R [ e 2 03 2 i1 12 Bk
2 BRARALIH GOMS 8 & TR AR UL A% S BB 1 24 B0 M DR I
Fig. 2 GEMS fotal fon current REWEARC. DI B % 4 26 6 KL SR AL 0 24

chromatogram (TIC) of the essential oil

FE R MR SFE J7 i BA W A3
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Hgl RS LR E R 3. 4- R R 24 L5 . 6-3F
AALYIR- KD 2. 325, 6 M AL BHEY =
i 20100 Sk Al A ) i T B A AR A R ) TR L R A A
AW R. BI Y A 4G 2 h 5 &
%, SR SFE 1 GC X GC-TOF/MS J7 0] 52 3t
HR AR A B RS

3 #He

¥ SFE 5 GC X GC-TOF/MS 254, %136 55
TPEFT T BRI 2343 M. SFE e d: ZE A 1R ol 4
WU Ty 35 MPa, Je 47 FIUs in g 1626, ZE WU JE 55
CLZEBH A 3 h, CO, Jitit 5 kg/h, KA R K
6. 40%. 5 [F] B 2R AR AL MU L 45 SFE %5 B AR il
et 9 28 0 P A3 B T R ) 2R HUR . GC X
GC-TOF/MS L% R 454 92 Ffb 59 &
J25 33 P I 18 B BESS 17 Bh BRI 6 Bh LA
ALY 5 BRI 3 B, HAL S5 —4E GC-MS (14
FERE IR, LA, FE35 B A Y P B R 3, 4-—
PP 2.5, 6 ALY -5 22, 3R 5
5, 6- PR B2 S B A B TR Y . A K
3 R AE R AR 7 W B R R AR AL T B B AR
Ty
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