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 OE By IR R P 6k RACE ) (B-A T DATARE A ER ATk vh AT ER BB A ) e
E. ik RRAAREE- SR AR AR, &ik4 A HP-5MS £.49 4 4 (30 mx0.25 mmx0.25 pym) , R A A R A, R A KR A 1.0 ml/
min, #A 2B EH 220 C,BFITE;BTRACEELHR, EFHEANT0eV, BT REEHN 230 C,WHEAFRE A 150 C, 4
2R JE A 280 °C, T 42467 B A 40~400 amu, %5 R : f-B et b D-A7ARK AT ER AT ok v (A ST BR e B- T A M 0 R 2R JE
2% 42 0.003 18~0.031 80.0.042 26~0.422 60.0.351 68~3.516 80.0.019 34~0.193 40.0.611 20~6.112 00.0.007 98~0.079 80
mg/ml & B A5 & A @mARRoE 2 RAFA9 KM L A (r o %) 4 0.999 3.0.999 8,0.999 4.0.999 7.0.999 9.0.999 5) ;#5% E . E 4
M AR X 349 RSD 3 <3% ; 3 Ankf w5 55 4 99.22% ,98.34% .98.05% .97.56% .98.22% .99.06% ,RSD 2-#] %4 0.86% .
0.92% .2.28% 1.21% .1.61% 1.17% (n ¥4 6) . %% k5 Bikik JEHE S T 0, TR THIEL b 2454 .
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Content Determination of 6 Monoterpenoids in Volatile Oil of Schizonepeta tenuifolia by GC-MS
SHAN Ming-qiu, YU Sheng, SUN Wen-jun, FENG Xing-xing, DING An-wei(Key Laboratory for High Technolo-
gy Research of TCM Formula, Nanjing University of Traditional Chinese Medicine, Nanjing 210046, China)

ABSTRACT OBIJECTIVE: To establish the method for the content determination of 6 monoterpenoids ( f-myrcene, limonene,
menthone, menthofuran, pulegone and S-caryophyllene) in volatile oil of Schizonepetae tenuifolia. METHODS: GC-MS method
was adopted. A HP-5MS (30 mx0.25 mmx0.25 um) column was used with helium as carrier gas at flow rate of 1.0 ml/min. The in-
jector temperature was 220 °C by temperature programming. Mass spectrometer conditions were: ionization mode: El, electron en-
ergy 70 eV, ion source temperature: 230 °C; quadropole temperature: 150 °C, interface temperature: 280 °C, mass scan range:
40-400 amu. RESULTS: The linear ranges of f-myrcene, limonene, menthone, menthofuran, pulegone and p-caryophyllene were
0.003 18-0.031 80 mg/ml(+=0.999 3),0.042 26-0.422 60 mg/ml(+=0.999 8),0.351 68-3.516 80 mg/ml(=0.999 4),0.019 34-0.193 40
mg/ml(#=0.999 7),0.611 20-6.112 00 mg/ml(»=0.999 9) and 0.007 98-0.079 80 mg/ml(»=0.999 5),respectively. RSDs of preci-
sion test, reproducibility test and stability test were all lower than 3% .The average recovery rates were 99.22% ,98.34% , 98.05% ,
97.56% ,98.22% and 99.06% ,and RSDs were 0.86% ,0.92% ,2.28% ,1.21% , 1.61%, 1.17% (n=6). CONCLUSION: The estab-
lished method has strong specificity, high accuracy and good reproducibility. It can be used for quality control of volatile oil of S.
tenuifolia.
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FRITFER 45 228 B v B 24 DR SR T R M RE AL TR
FAEEILFR 1. BORIFR R d i, B 2010 4E R 2 i ) (—
T B S A S S IO R A T K ZE R R IBGE R
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R1 I0HHITFRAER
Tab 1 Information about 10 batches of S. fenuifolia decoc-
tion pieces

- i EE ine)
1 ZH SMTPLRT 110202
2 ZH THERRE AR RARA 110411
3 d CREEATRARAT 110307
4 4 CHEBALKRARAR 20110501
5 LB TR RER A AR 110701
6 ZH TP R A 101201
7 L3 EEyAR 20110818
8 # BMZHPL AR A 110601
9 ) MR R R AR 110606-1
10 e WA R AR A 090801

2 HES5ER
2.1 GC&fH

a3 FE . HP-5MS B HE (30 mx0.25 mmx0.25 um) ; 4%
SES (He) s 805003 2 1.0 ml/min; SEAE TR B . 220 °C; 725
FHRL B G IR EE R 50 °C, L 10 °C/min THE % 90 C, {145 15
min, FELL 5 °C/min FHE ZE 200 °C, #4555 min; PEkEE . 1 ul; 4
W20 LIEFIER - 3 min, fEMETESAMT , SR A2
()5 B oL A (i WL 1.
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Fig1l GC-MS chromatograms

A. mixed control; B. test sample; 1.f-myrcene; 2. D-limonene; 3. men-
thone; 4. menthofuran;5. pulegone; 6.5-caryophyllene; S. naphthalene
2.2 MS&fH%

ETUR T BE (ED 5 H PR R : 70 eV TUZAT L
J¥: 150 °C5 8 IR : 230 C 3 H2 MR : 280 C 5 JFrim 141
[l (m/z) :40~400 amu; 1431 0.20 s/scan. 6 FFEIIfL A
Y MS 1 ESHiE 2 2.
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R2 HIFHER M 6FU S MS EEEHE
Tab 2 MS data of 6 compounds in S. tenuifolia

H5 AW {REABIED, min R AR MSEEfT
I MG 812 136.23 CuHls 27,41,93,136
) D-FEEM 9.80 13624 CiHie 69,79, 136
3 HE 18.46 15425 CHO 69,112,139, 154
4 g 1935 15022 CH.0 79,108,150
5 B 2476 15203 CiHiO 105,112,137,152
6 p-Hf 315 20436 CisH 105,120,133,204

2.3 RMIRARIIEE

TZEIE 1, I B A T AR R BB 1 ml 5 5 mg (I
W, B
24 #HRSBARNHE

IR IF 4 400 100 mg, G2 FRE , BT 10 ml B, in
i B B 20 B, $25) R % B UL VAT 5 ml R BRI 1 ml,
BT 10 ml S, I B IR RS 2R R0 B
2.5 RAXBEBRNEE

K BRBO B -7 475 3.18 mg  D-F1 B84 42.26 mg 7
AT 351.68 mg . HEATFIENG 19.34 mg 5T 611.20 mg . f-A
i 7.98 mg, BT [Fl— 10 ml B, 0 v g - Bk 2 %)
B BEAT RIS
2.6 ZKMEXRERE

A )R %% e IR A 6 IR 1 0.1.0.2,0.4,0.6.,0.8 ., 1.0
ml, B F 10 ml I, 20 2 A I BRI L ml, 0
FBEZE I P85 o B RS |, 7 A GCUE , i
SRR, DAASRRIAL A 95 P9 br i D T B ERAE () S A Ak
b, & R AL A 0 BT B R 3 (x, mg/ml) g AR bR, HEA 728 kA
T, A3 mE R, B AR R IR R LR 3,

R3 BUEUMEMEXRERLER (n=06)

Tab 3 Linear range of each compound(n=6)

k& OlEpiE r LI mg/ml
T y=6.784 0x+3.858 4x 10 09993 0.003 18~0.031 80
-zl y=0611 9542110410 0998 0,042 26~0422 60
i y=0994 0x+1.938 9% 10”2 09994 0351 68~3.516 80
LD y=0926 8x+3.871 §x10°* 09997 0.019 34~0.193 40
Bz y=0728 513109107 09999 061120~6.11200
LR y=1023 243687 7x10°* 09995 0007 98~0.079 80

2.7 BREMRE

B —3RIF R A (S5« 1) A6 SR o 1, IR it
45 F 0.1.2.4.6 .8 h AR , ie SR AR, 1A%
FEME A5 bR g T AR HL (. 2528, 6 F L A1 RSD Ny
0.85% ~2.16% (n 3424 6) , FR LA IRE 8 h NEUE
2.8 RBEERR

BUR — 1R A (405« 1) A6 VA TR0 B, B Rl 4%
PSR RE 6 IR, i S TR, T35 R AL & 1 5 AR G g
A . S5, 6 LS RSD h 1.42% ~2.59% (n ¥4 N
6), A A AT
2.9 ESHRE

B —Ht (25« DI 8 &, 356 03, 341,37
TOFRIRBUE K, B2, 47T il s i i T, 4 Bk
IRIGAAEIEREI 2 , 1O W T R, LAAS R AL & 955 IR (i
WFR LA AR S it . G50 B-T 0 D-Fries TEfr
T o R 5 o 8- A AT M B SF 38 IR A R
0.309 2% .4.184% .34.79% .1.971% .55.50% .0.769 9% ,RSD
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N 1.01%~1.83% (n¥2 6) , RWIA TR E M LT
2.10  AnEE R
)3t (G5« DI RIS B, 256 6y, 2342 1,37 55
I ITIEBREBUR A, A HU50 me AB AR E BT 10 mUR R,
IR B AR 2 4R 5 R R BGZI 5 ml AR
VU1 ml SR A X BRI 0.25 ml, B F 10 ml B i
At e 2R 20, BT, RV [l g i) B A i . IR
BRI AR RN SE , LA R INAL S 15 AR B U T AR LE
(B AR B, PRI [, 25 SR 3R 4.
R4 BUAUHIMEEYERRIELER (n=06)
Tab 4 Results of recovery test of each compound (7=6)

K& fiket,mg FESRSE,mg AR, mg WEHEmg FIURE, % X,% RSD,%

b~ 50.65 7142 7950 15626 99.17
51.26 7835 7950 15763 99
4944 75.57 7950 15509 10003 9922 086
5038 7701 7950 15628 997
5107 78.06 7950 15569 9765
5111 7812 7950 15685 99.03

D-FrElE 50.65 104719 105650 208955  98.66
51.26 105980 105650 207949 9652
49.44 102217 105650 206317 9853 9834 092
5038 104161 1056350 208566 9882
5107 105587 105650 210082 9891
5111 105670 105650 209841  98.60

Hh 50.65 874472 879200 1715399 9565
51.26 885004 879200 1771294 10081
4944 853582 879200 1696937 9592 9805 228
5038 8698.11 879200 1719496 9664
5107 881724 879200 1755033 9933
5111 882414 879200 176094 9.9
T 50.65 49485 48350 9B09 9891
51.26 50081 48350 9047 9114
4944 483.03 48350 %Ll 909 9756 121
5038 49221 4350 %025 9680
5107 49895 4350 9934 9729
5111 49934 4350 942 %615
T 50.65 1394648 1528000 28964.06 9828
51.26 411444 1528000 2876653 9589
4944 1361330 1528000 28990.84 10064 9822 16l
5038 1387213 1528000 2900830  99.06
5107 1406212 1528000 2899077 97.70
5111 1407314 1528000 2901036 9776
p-Hiftl 50.65 193.56 199.50 39200 9947
5126 195.89 19950 39008 9739
4944 188.93 19950 38922 10039 9906  LI7
5038 192,53 19950 38857 9827
51.07 195.16 19950 39205 9869
5111 19532 19950 39501 10015

211 HHEENE

ISR AR R 18 a2, L 3 00, 43 A 137 00 Ty g
B R, B 2,47 0T Jy vk il sl i A, 4 B i 25 1
HEREINZE , i SRR, LS AE S0 5 AR I I TR RR LB N
BRI SRR i o i S5 R L 5.
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*®5 HEEENELER(%,n=3)

Tab5 Results of content determination of samples( % ,n=3)

BRGS  pRIE  DREE  WeW  WERW  OORN pATR
1 0.3057 4.135 3453 1.954 5507 0.7643
2 0.2851 3612 23.69 1434 64.25 0.569 4
3 03201 3115 24.86 1.039 65.56 0.899 1
4 0.7354 2.346 19.47 1.994 1.7 0.3552
5 02181 1.819 43.60 1.106 4786 0.501 6
6 0.2452 1873 3321 3455 59.84 02423
7 02713 1.757 40 0.988 49.98 0.208 1
8 04503 2430 19.79 0.569 74.19 0.506 0
9 0.280 8 4878 25.79 2780 61.71 0.591 8
10 0.6862 3.798 26.11 3.208 58.16 0.5166
3 1t

A GC-MS B F 2 45 5ok L - s . D-Frisis
SHE A ) YA T R Y Ao RN B AT M X 6 Al BT 28 E B
TEIRFTH R 5 A AR A E ], S SR R4y, BRI AE A IR
I BEBRTA I S 1 D AR AR PR 53 o

A% 5K T AN TR B 40 A A [HP-1MS (30 mx0.25 mm
0.25 pm) , HP-5MS (30 mx0.25 mmx0.25 um) , DB-WAX (30
mx0.25 mmx0.25 pum) S X /BRI . 25K, A
HP-5MS £ 414541 (30 mx0.25 mmx0.25 pm) i, 6 F B 24k
G5 B Z B REERAT R0 53 B AR

ARG AR IR S HINTT T FIrASH & i 6 Rl 28
A5 T 48022 AR K, 3K AT R SR 2 A 1977 |l R WSt
&) 7= HA I 1y =8 O B A 2 R R R AT, W
2 L ) BT 22 e ABT AL E S o ORI R A i
FHEEIY) , 28 T2 8 P S 2 R0 R AR AR IR, T b A 2R

i e BIIL, A5 R LA T A% 1) B A

5 b AR R IR R R = R M v RO
FER M A JTT il , A LB SR v A i o A v S AR -
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