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[ Abstract |

Dendranthema indicum var. aromaticum, and provide the reference for the quality control of D. indicum var.

Objective;: To establish GC-MS fingerprint determination method of volatile oil from

aromaticum medicinal materials. Method: The steam distillation method was used to extract the volatile oil from D.
indicum var. aromaticum ; the combined technology of GC-MS was used to determin its fingerprints, and Fingerprint
Calculation Software of traditional Chinese medicine recommended by State Drug Administration was used for
calculation, in order to establish the common fingerprints of volatile oil from D. indicum var. aromaticum. Result .
There were 23 main characteristic components in the volatile oil from D. indicum var. aromaticum, and GC-MS
fingerprint with these 23 common peaks was established preliminarily. Conclusion; The method is repeatable,
accurate and stable, which can be used for quality control of the D. indicum var. aromaticum.
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F 37 2 B ) e SO B SR B A R 2R R 1
BT W 2 4 L R AL B A A
LESESE PN TEN b IR v R M S S R
CHER OGRS B I A i e b 2 I i
Pl A R BB AR AR Z 5 R R i R L )
SRYEG A Ry 1A DA AR e 3 25 bF ) 4 2R M B 43 43 T S
Bk 2 B X T #l A & 35 1Y GC-MS §5 8L &% i 2
ST B IR R WA L RUGE AR SR 7E FH GC-MS ik
X AN TR Uk A A B 48 HE & M 4y o3 A S e 1Y Ak
e HESE T MR A A A R M A GC-MS 8 S g
Ry P A A 48 25 4 10 O H T M L GAP S it i AL B 2
WA
1 #
L1 U8 RIS, e (R,
1 000 mL,350 W,220 V), ALC-210.2 # i F K F
(Sartorius ) , KQ-250E AU 75 i 75 ve &% (R 1L &F 3£ ),
6890GC/5973MSD AU <, Jit Bk I AY ( 36 B % B f&
F) ), NISTOS 51|45 i 1% A , i 24 €83 4 250 151335 AH A
JEVEAN R G0 (A W) , A )i B iR B BRI S 8 R 40
B[ MDIS, 36 [ [ 5 b5 fE £ A BF 58 Be (NIST) 42
fit],
1.2 259 IEA kel R AL 40 g+ L' (C8 ~ €20,
Sigma, Lot#BCBK5370V) , it X FI ¥ Ny 4 dr 4, 15
HEAE 23 ) R T B R AR R IR A BLRIET
AN [) Hiy DXAS T) Hsf i), 28 380 b o s 2 R 2 A 25 BT =
A A5 W R R 5 e ¥ Ol 45 R 4 TR R ) p AR A
Dendranthema indicum var. aromaticum ¥ T ¢ 3k R
¥ o
2 HEEER
2.1 BEECRVARE R 1S HEOK R AR B A 2 M 45
50 g(BIHE) ,Jm 8 ik (400 mL) /K230 3 h, 9K 5 4%
HE 2010 45 g € e [ 245 B ) 4 28 S 100 S % 4 B0l AR A
BGHE R, TSP S b AR, ¥ R TS I
BV, E T UKAR T, AR Ry A
2.2 g4 fF HP-SMS E4845 41 (0.2 mm x 50
m,0.33 um) ; B 7 FFR, @55 4 0 4R R E R 50 °C
PL5 °Cemin "W THE BRI E 145 C,RIEHLL 2
C-min " B IHEERTFE 165 C, H L 20 C -
min "' [ TR TF E 250 °C {145 5 min, HERE
T 200 °C ,#599. 999% K., AR 0. 8 mL-
min "' AN 200 1, 3E I AER 3 min, £ 44 HLTR
1.2 kV, B FIRIEE 230 °C, DU ATIR 2 150 C L
THE 70 eV, B iR & 280 °C ; Jii &= 76 [l m/z 35 ~
550, 2 U5 EL 5, 45 #E 8 2 NIST 05,
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2.3 IROUENG Ik AR

2.3.1 MHEHE I SRS 2.1 W
2 A A VA R RO 1 L, R 2.2 TR R
LA ELEIEAE 6 K, il SR kK, 5K 2,14,
16,17 ,22,23 5 €033 0 AH XoF 4 B8 HSF 18] AR X e 1 AR
) —%kE . DL, 15,13 min 4 24 5060 2 BIE 1T
A% T2 A0 W A X R P ) AR B T AR, A R R
WY, 25 32 S5 0 3% 0 A0 X £ B B[] B9 RSD 43 51
0.03,0.1,0.1,0.2,0.4,0.2, % 3= % {a % I A X i
A RSD 43 %Ik 1.0,1.2,0.1,0.3,1.4,0.7,
¥ <2% , R WLERHE 5 B A5 R LR 1,2,

F1 MREFELRMISLEIL S EFERARERE RSD

Table 1 Methodological study of RSD of fingerprint relative

retention time %
PaC i # E HE M Fe e

2 0.03 0.10 0.22

14 0.14 0.17 0.97

16 0.12 0. 06 0.03

17 0.16 0. 04 0.03
22 0.42 0.13 0. 05
23 0.16 0.09 0.45

F2 WMREFHEXMIELELEFEFEEZEATIETR
Table 2 Methodological study of fingerprint relative peak area %

S g ik R T
2 1.0 2.0 2.6
14 1.2 1.4 1.8
16 0.1 0.5 0.2
17 0.3 0.5 0.6
22 1.4 1.7 1.6
23 0.7 1.7 1.6

2.3.2 FOEMHLE W1 SRS 4K 2.1 50 F ik
il 25 B S A T, 7R B A T 45 )5 0,2,4,8,16,
24 h KGR IBCHE A R 1 L, 4% 2.2 TT A9 S5
P8, 23 R e S AR 1R, L) g 15,13 min g 22
W, 52 2,14,16,17,22,23 5 (o 35 05 (1) FH X 8 B3 B[]
AT W T FEL, 45 S AR X B3 BRI A RSD < 1. 0% , &
B AT WA AF W 068 7T AR A RSD < 3. 0%, 136 B 3% RE i 8
WFE 24 h NFSE 45 ILER 1,2,

2.3.3 EEMHSE WIS E2.1H )
T T A AR A R, RS R R 1 L, 2.2 TR A
P& e R HAGER, LA ;15,13 min B 5 R,
FHH2,14,16,17,22,23 5 o 3% W A X ) B4 B[]
IV XoF i T A — M, 4 R 2 I (4% 06 A
XoF (B B ) R 0 TR 85 TG B A Ak, A xR B
HFIA] A RSD < 0.2% , 3= 5 3 A7 0 A1 %o 0 1o A Y
RSD <3.0% . U6BHiZ 7 ik KA 84 ity & 52 1, 45
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R L,2, 0.79,0.92,1.27, 1.31, 1.32, 1.33, 1.35, 1.41,

2.4 GC-MS fsguAif sy Rk E R GC-MS &
PEXE 1S SEUCHI AR T 35 45 St 47 20 A, DA T A5 3
WAl 9 GC-MS GBS 1 L 18] 5 F3F Bir A7 2 70 Jo 33 K dle
ZTH S PLAL B NIST ARE G 151 PR KL R 4 5E , W20
B E AR A B I A AL S o RIS A 24
PR GC-MS S B Ui 181 BT 22 Aoy 08 %80 e £
e s [ R0 T AR 558 AH O 2 B DL RO o S e A5 2R
T2l (3 4 SO A LR T A R 4T (2004
A) BAEXS GC-MS i 47 4b B8 3B , it Sz pf e
AR S GC-MS 5 2y [ ik LA B, WA 1, 254t
UM A T 2 45 5 i B0 B T &, DAL 2
LRI R

5.22

10.44 15.66 20.88 26.10 3132 36.54

t/min

El1 #AEHELMGC-MS IELEHFHER
Fig.1 GC-MS common fingerprint of samples
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Fig.2 Overlapping plot of GC-MS fingerprints of Dendranthema

indicum var. aromaticum

2.5 QREWMBUENE  BOEMBERIR G M, 1%
M8 2.2 WUT 89 @38 26 7F 21T GC-MS 20y (FERE&E 1
L), TC SR A A AR e a0 i i ) £ B I ), SR
i1 AMDIS i Ak B P 4K B Kovats {4 B 15 % (RI)
(T3 2% ORI 25 4 M2 1 R

2.6 fROCEE I o B S A

2.6.1 JCARZUEMIRE LR R AR T 5 5
K GC-MS 54U 3 b JLA HE GUig A 23 4>, Hp
4 Sy B ERF R R HIETE RS E , Bk B 2 )
W, 54 50 ( LTRATT BEERR) A L, H Al 22
AN LA F8 L0 VA 1) AR X £ B I T Y Ol 0.51,0. 65,

1.46,1.47, 1.51, 1.52, 1.63, 1.68, 1.74, 1.75,
1.88,1.93,2.06,2. 14,

2.6.2 JLAFEOUEHEIFILL 23 AN FE arig iy s
A GC-MS A It B 0 A 5 48 15 % 1l s 0 v AR
(¥ 70% LA I,

2.6.3 MREHE LRI IE TR AR
JT i ] P2 NISTOS £ % , I 45 & 48 3¢ SCHk, 2 A # 4k
T 5645 ST 48 S0 B v i o 06 1 4 I 38 3 A 7] 43
BT 55 T TE A8 e A X L 11 S 0G5 0 T S 45 1 1

AR X O B A, 6 AT W I 3 BT 45 2R L3R 3

R3 MREBEFERXMBYLEEHHEFTERS ST
Table 3

fingerprint of essential

Componential analysis result of common peak from

oil in Dendranthema

indicum var.

aromaticum
No. " RL XA B Fi
/min
1 7.77 1029 p-sipks p-cymol
2 9.89 1091 JHfEp: linalool
3 11.89 1179 “HAkLIFams linalool oxide
4 15.13 1297 ZEAAIFHEEERS  linalooloxide acetate
5 18.39 1423 AN caryophyllene
6 19.27 1458 445 WM4E b-cis-farnesene
7 19. 81 1479 KK g-selinene
8 19.98 1485 - a-curcumene
9 20.12 1491 Fgentds b-eudesmene
10 20.36 1500 RIEFEHEB germacrene B
11 21.37 1 434 i & 95 f s trans-( — ) -hotrienol
12 22.02 1565 #&4F R nerolidol
13 22.29 1566 JzaURBAE R trans-nerolidol
14 22.81 1584 FiihMsms ( =) -spathulenol
15 22.94 1588 S Abaimls caryophyllene oxide
16 24. 65 1 640 g K I selinenol
17 25.38 1662 B-Fgnt g B-eudesmol
18 26.3 1689 Fisin a-bisabolol
19 26.45 1693 oA LIEH cis-Z-a-hisabo-
lene epoxide
20 28.52 1754 HRZZYMEEE AL ( =) -a-bisabolo-
M) A xide A
21 29.25 1776 4B FEWREEE benzyl benzoate
22 31.24 1875 1.3.3-3# fof J& 1.3.3-p-menthatriene
=
23 32.4 1976  fEfEz n-hexadecanoic acid

TE DR B I R 255 1S R B BT A B F I (n = 15) ¢

2.7 EEUEEMIRE R KIE R 15 HR

R4 GC-MS 8t T A 24 (3 45 S0 A

UBEPFA R GE ™, 1 57 #l R 7 55 45 & il GC-MS $i5 £

P A B, IR 7E I BBl b Ll 3% 0 % 0K (1] 119 AR

AL 25 S P, T3 4% A 7™ AR IO 4 BT 3 15 0 iR T
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PRI . SR, 1S HEUCR R 45 1Y
U e F A X O B ESF ) | A e R X i T AR ) 22 S
HHIN M EEH > 0. 90, 25 R LK 4.

F4 15 HRFERBYLEEEMUE
Table 4 Similarities of 15 batches of samples compared with

reference fingerprint

S1 2012-401 0.94
S2 2012-402 0.98
S3 2012403 0.96
S4 2012-404 0.90
S5 2012-405 0.96
S6 2013401 0.95
S7 2013402 0.96
S8 2013-403 0.94
S9 2013-404 0.97
S10 2013-405 0.90
S11 2013-406 0.96
S12 2014401 0.92
S13 2014-402 0.90
S14 2014403 0.91
S15 2014-404 0.90

3 hNEStg

A S AR R A S R AR T T KR
AR, R 2010 4F i € Hp [ 25 L) 8 % il £ 107 i
FEHCT 1S LM A A 4G 45 A, $2 BURAE 0. 62% ~
1.06% o 38 5z % (0 335 0 0 1 0 5k | (0 3% 06 14 73
BEAFA OGN R S B % 4%, e Zmfi € 1 H B i
AN A F . Tk 2 B B A R R % T iR S
A A 3 45 it 1 S0V T E B TS X 0 DAAE W)
S A Lo )WL A R L M A T 45 25 14 o B A
Y o

AN TR U A 7 3 v 2 5 A LR SR DT A R
5523 Bhsiay , o5 YR AR O 9 T0% DL, B AT
ZE AR R B LI 23 IR E AL AW I
e 3 57 A A 4 # & T GC-MS $8 4U Bl . LR
55 1 B G 5 ek R A 20% |, g iR A 4 5 i b I
N E BIFRAR , R 8205 k5 5 T DL AR o 2 1
e, g U T AR 1, At 0 T AR 45 T % e T
PR 2 BRI T AR Y L (B 1E 47 18 SCIRTIE O 95 2 % 45
AR UA L 23 PO o3 0 15 fE 56 4 a7 1A A 4 245 1
A R LT B AL 2 LR, 38 B 5 IR 2 AN (R
M 1) A4 B 25 4 R E ph T T L A R —
P, R A 15— 2B IRABESE

.62 -

A S5 1 R 72 S AL T AR A
¥ R AR 1 GC-MS $8 S0 3% 1) 70 B J7 %, 57
T A G L) GC-MS g 45 a0 B, % 5
fAT B, AT HR AR, AT TR TR M 5. B
o KRR AL E BB £ 5, T AE N 5 HAD R R
a8 3T 25 ol DX 08 s 1 S X, A b A 7 3 i B B = A
TN 9 B L o f 4 o 2 A4 B AR B B ok J5 SR ph A
B 354 M 1A ) 1 25T 0 i A e S dE
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