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HEERINESEFIMEEHNIZHNHR

Rl R EERL THEL HUA
L e ARl A £ R 5 8 9 TR T 5 B T TR RS eh 0, JE 5 1000835
2. WA U T s U o LR BE T 272100)

WEUHMAENEEMB  REEATERARRE S E FHOMA BN T Y, B
BEELD R TRIE S (200~600 MPa) % & B 18 (5~25 min) . i& # . (10~30 mL/g)
PR M A (20~60 EDANE RN FadEFESEN P m, A £k Ea EXAwE @&
MEFES AR LR ERERTT I LM, EFXU.ERTEH K 300 MPa, L #
H20mL/g MBREEN0ENAHT REFEANEEFEFEESERSE, N 20.50 mg/g.
HAHBTERBREAEAZRBRARIMEA B RPN EFERH,E BTN AR
R BT %

KR A JE A R s R B e T R
FESEE. 0521.9;TS209 X ERARIRAD . A

1 35

SR R 2= FRHE YA (Citrus grandis (L.) Osbeck) 5 5 # (Citrus sinensis (L.) Osbeck) 4238
r R, EA A AR I AR D s, B R 2 RS SR Y 30 00,90 00 LA A B DU S 08 ek 4l 7 L BE
15 Y T IEE SORH Tl B2 09 A RO T o BRIk S 2R A Al B2 SR T A 7 v B TIAEL 0 7 o RS ik L B IR 26 4k
BRI Z A R 4 R TRl B i W] AR A R AR & TR AR

AR SRy A B b 32 B RS R R s B AR R | k0 P Wiy A 2E S G Sl A O A O L B
S TR A LS5 A KBTI R AN R B e LSRR L B O AR R 2 AN VS R L S5 TR Al
J& T HE A 3 5 (Eremophilane) £ B XU 2L W5,y 1 E45 fiiR R TK 5 8T Sl S il i i i &
FERFAE AW 5T, T EL B S SR P — 6 Al DO T H B A AR e A A R R s o . R R R 3 AR
Sk S N T R B A AT L A% AR R B BT AR 4 Redoukian Research News [ 2002 4F %8 &} ik
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ZE MR VE B U B B Al B T A (H A B e v 1T L 2 RO il e 36 A0 1 5 R Zh A, A G A
s B 3 0 P o R BB R RS 2 B Tz e

7t T i BB AR 2 R T P AR A i R A ) — R R B BRI SR IR B Y A5 A
T 6T JEORL T GH i N 100~ 1000 MPa B i A4 % s g £ — & I [, DTG 35 20 PRt | i 28038 By H i
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A R P o TS 5 AR 2 MO Aol Bz o 500005 3000 0 o 245 5 WD IO TRT 23 A D7 125 00 532 W) vl KO i 12 BB 3
K i 3 P B 73 Y 3 R AT U0 A s SR O 3 B IR A CRUTR (i B GC-MS) X i 3145 RS il 1
£33 0 A 9 SR AU @5 (LR TR GO AR A il v 59 32 2080 AR 0 73 4 8 R 2547 7 120 B, AT
Fff i 48 U B2 A 1l ) A T 20 D S B Bz 9 £ A0 T B IR R i O S I 488 46 B0 < 3 A B R S

2 M5 RFE

2.1 XZmawrs
A (S T b 5t 56 B SE B ) e B Al Bz R R K e, 5 IR T S U0 /N B, v R T
20 h J5 (AR T Ja Rl E & K 52298 0.3 %6) IR RRBLR B8, 45 FH 5 JC/K SR O3 AT ) 5 i S T A 1 it (4l i =
98%) , 3L T E Alfa Aesar A H] .,
2.2 LR
R L R 2 HHP-700-6 U & 3% 45 N 58 i A Sk B R i R BB A B 9241 28 /) A2 775 LGJ-25C
W URTERAL, DUERRL 22U AR ) s GC-14C SAH AR, H A HES F] 5 Agilent 7890A/5975¢ B GC-MS, &
EZHECAALXI- BHE KA & 288 00, g% SR 22 UE ) ; BP221S K% L 1 K F, 3
Satorious 24 Al ; RE-52A Jig#h4 78 k4% SHZ- MG /K BT, il W IR AR & T ge by e dl . K
HEZE W AR R A PR ]
2.3 XWAHZE
2.3.1 BEERINMEREH
VB U 1 el B A e A TR R A 2R S SR AR b A — @ AR B TE K 2B, 1B BEAT B
B BEASFE S 10. 0 g 7 — 2 FR 3 R AT AR R S L Clr T KA A% F A i S T BOTH R (8 B AR AS B T 7 1)
B Sz AR AR AR SO Sk B G R b R S LR TR 5 1R S B0 (3 900 r/min, 30 min) 45 8 R IE W,
TR I 2% AL 25 T A o T e 40 YRR AT R0 T B TG TR R R L A5 B0k B CORG Th L B OB BB 2 A A
FEAE M TooK 2B R IFE A H) 25 mL AR S T 4 CRIKM N . &,
2.3.2 MIEFEMA GC-MS EMES
(D A &0 Oi% A 248 DB-5 B4 HE (30 m X 0. 25 mm X 0. 25 pm) . FHiE T ¥ I
100 °C %% 2 min; P4 10 °C/min 3R FFFE 165 CL, 46 ML 1.5 °C/min FZE 170 C 4% % 2 min; L4
1.5 °C/min JF & 183 °C . /5 L 30 °C/min JF & 260 C ,f£4F 2 min, #EFE IR 250 C; 8N HALA
LW 1.5 mL/mins HERER 1 L R
(2) &M BmTEGEDE TE. B TRER 70 eV Filk 3 R 250 C LML IEE 250 C,
BRI 230 °C s s HAE R (n/2)30~500,
2.3.3 MEBHEERTEASNEESH
SR AR €8 335 SOKT 8 v i ECAS 31 1 A B2 A el v S R AE 4 43 2R AT R A AT, BT A 3 A R oy BT
AN 2. 3.2 W FTIR SR FH AR bR o it 2k D
T 7 R 00 8 ST A B BRBOGHE R B AR E S 100 mg BT 25 mL & ESH P FHJCK 2015 5E 45 e
WeER 4,000 0 g/ L (R I W5 43 0 RS 2 WG B - R AR ME VA W 3. 0.3, 5.4, 0.4.5.5. 0 mL, & F 25 mL
ZER N TCK CBEE 2 SERE 1 L, DU 04 TR s DABR 7 & 3 O B AR AR oo, W TE RN PN AR AR v 23 1
PR il 28, 75 20 [|1E 5 R (R A S R B -
y = 4423362 — 140 497(R* = 0. 999 3) @))
Al B2 A i P R R T A RS R 2. 3. 1 TR AR BRI 1 mL, 0. 45 pm BEALAT ML UE B
1 8 A BB S BERE 1 L, DU 0 DR PRSIl b v R R A i (AT RS L T RD .
iR A B (mg/g) = W R B /R R (2)
2.3.4 BEERXK
- FREBUR B2 By 10. 0 g fEHEEUE 7 (200,300,400,500,600 MPa) f# H B 8] (5,10,15,20,25 min) |
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WORHE (10.15.20.25.30 mL/g) B R AR B (20.30.40.50.60 H)4 MHEEK 5 PIKF T #4788 R ZE 5L
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Table 1 Factors and levels in single-factor design

Factors
Levels
Pressure/ (MPa) Holding pressure time/(min)  Liquid-solid ratio/(ml./g)  Grinding degree/(mesh)
1 200 5 10 20
2 300 10 15 30
3 400 15 20 40
4 500 20 25 50
5 600 25 30 60

2.3.5 Mo Rz R 4L SR 36

% H Design Expert # 4, #R #iF Box-Behnken Design(BBD) Ji # & 7 B2 8, DU BUE F7 20 W)
B 20 HEEEE 2y FEN AR TR X = (o, —a) /A XA EHITmE ., . X, AR5 5
T e, Ry FR S LS o RS TG AL R B B SE, A HZS S BB K, DLl R
P 2t A e AR Ll S [] U R ARE AR A N 3 A S A KRS Tl A B R Ak . 3 R KO R
0. 05, Bl P<<0. 05 M, 25 5 .35 . WAL I AL SE B e i I3k 2.

®2 MEBRKERKER

Table 2 Factors and levels in response surface analysis

Factors
Levels
Pressure/ (MPa) Liquid-solid ratio/ (mL/g) Grinding degree/(mesh)
—1 200 15 20
0 300 20 30
1 400 25 40

2.3.6 ZHIKEBMREREH
R GB/T 14772—2008 7715 . 2k A TE/K L BEAE R R BOA R L IR BUR EE S 85 °C L3R INA[H] 2k 8 h, 1%
PP G AT B2 e 4 ARG R GC-MS 43 Mk o b v 5 i 19 &5

3 HREGHMH

3.1 BEZEXW
3.1.1 RBREEAMEHPEFRSENZNG

A &1 W] LU S 3R B I 7E 200~300 MPa 3 BB A 11 i - T 109 75 o B o 45 300 J 14 315 KT
AW s MR IR J) KT 300 MPa &, o R 5 5 0 W T AR g . 5= IR o M s e B U RO 4 1Y
Ji 3 23 A A0 N AN B KR ) 25 Wl YR AR i 45 4 5 = U R BBl ) R BB i B aE R
AT K 3 $2 B R0 5 4 B F7 K F 300 MPa Bif, 41 it B 11200 it 55 2 98 i IR L 40k 2 348 Jin 48 B ) A 30t
P IR A R R A P 5 i AR 8 4 PN R 43 0 T S O S A O T R I 1 4 e ek 5 4R
B 71K F 500 MPa J5 b R ER A & 2 2 20 F R, 285 % 18 4R BUE S $8 300 MPa,
3.1.2 REMBEEHPEFRESEHOZME

ERES AP I RSN S DO 1 i A7 N R 195 1 1 NN € 2.2/ = S B N <9 v 0 - Ry i ]
A 5 S RAR A, AN DY I BSOS 3k 3 T BT T N I B A S K AR T I 1] R BE N 3 4R R R Y
i B R 15 min 542 ERFE] 5,10 min 25 5 & 3% (P<<0. 05), 1145 20,25 min A B EHEZF
(P>>0.05), Bk, ZERATZE £ % FE B[] 15 min,
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Fig. 1 Effect of pressure on the nootkatone content Fig.2 Effect of holding time on the nootkatone content

3.1.3  BEHE XA I RS B R0

& 3 0] LUA OB EEAE 10~20 mL/g 2 18], Bl 35 W08 LU A 39 R 1 TR 257 42 A5 W 38 0 5 {FL 30k
FER T 20 mL/g Ji o 45 1 B 55 0 A9 800 08 8 o 9 il /s o 7 2 BB e v e R 2 R — A AR B AG £5 T
AR FE DN B B RE S 4R v A2 T B g o i v I DA [T A 2 T R WA A b, DA B R v R
5 (H YRR S R B — R AL Sl Ty N FEAR . PRI R R TR S R O R B RORE L B B R T AN
Wi R TRUEN . ZRA B IRV AR FUS W AR B S PRMORE 20 mIL/g SAEL
3.1.4 HIEFBEENBHPEFRSENRIT

MNP 4 AT LA H Bl AE Al B Ry R A B A W s/ 3 1 i 5 o 52 B S B s B AR R s B T AR A B
e qE 30 HIN IR BN e KA . A JRURDRLAR (4 80 /0 o b 3 10 ARG K o 45385 1 R 6% 37 308 B in b 5% 4 4
P s A REAR I /D L TR B AR B v [ I 0 BRSO A i, B TR R T R R A R i 2 A B B i
2B MR R AR AT R T R GORN B AL BB D L R R AR . LR A R,
TEAEAL S5 Hh By B B RE 4% 30 H .

3 VBB B R I R A A A5 4 By EERE B X U R B S Y R R
Fig. 3 Effect of liquid-solid ratio Fig. 4 Effect of grinding degree
on the nootkatone content on the nootkatone content

3.2 REIZ&MEGHML
K H Design Expert #, ¥ £ BBD B, XF 38 3 45 9 145 I T 45 T T 20 A9 485 SR 6 47 1m0 031 43 T . 15
2975 & N
Y =—124.267+0. 179X, + 7. 357X, + 3. 373X, + 0. 002 36X, X, +
0.0022X, X, — 0.0325X, X, — 0. 0038X} — 0. 178X} — 0. 047 2X? (3)
ALY RIS X X, X 2SR BUR ) OB LG OB R R 3 S A A e (R
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Table 3 Experiment design and results of response surface analysis

Run  Pressure Liquid-solid ratio  Griding degree Area Run Pressure Liquid-solid ratio  Griding degree Area
/(MPa) /(mL/g) /(mesh) /(%) /(MPa) /(mL/g) /(mesh) /(Y%
1 1 1 0 18. 42 10 0 —1 1 16. 36
2 —1 1 0 14. 39 11 1 0 1 18.79
3 0 —1 —1 15. 44 12 0 0 0 26.55
4 0 1 1 16. 07 13 0 0 0 26.63
5 —1 0 1 17.92 14 0 0 0 26.52
6 1 0 —1 17.71 15 0 0 0 26. 49
7 0 1 —1 21. 65 16 0 0 0 26. 60
8 1 —1 0 19. 86 17 —1 0 —1 17.73
9 —1 —1 0 20. 54

[ A5 TR 1 7 22 53 A 2R B0 3 MR AG 56 20 i) LR 4 (GR v DOF KR Al EE) FIk 5. BN F(H
o 7.95(P<20. 01) , BEH T g BERL 7E 73 A 45 11 b &5k 5 060 2 {8 199 56 2% I 8 O S 35 5 [0 0 5 7 1) R R
H. 9506 BB DX IR 15 I R B0 P (E A R R P v 5 7 22 I K AR R0 i /N T 10, B B [l A 2R 2 ) k2
PEARV/IN o DRI T2 S 6 D5 i AT A 7 v T 48 BB 5 v I ) A BORS b 9 T AR AE A T

T4 R4MEEEFERFTEDHF
Table 4 ANOVA for response surface quadratic model

Source Sum of squares DOF Mean square F-value P-value
Model 286. 26 9 31.81 7.95 0. 0061
Xi 2.21 1 2.21 0.55 0. 4820
X 0.35 1 0. 35 0. 087 0.776 4
X; 1. 44 1 1. 44 0. 36 0.5679
X1 X, 5.55 1 5.55 1. 39 0.2775
X1 X; 0. 20 1 0. 20 0. 049 0.8303
X2 X5 10. 56 1 10. 56 2. 64 0.1482
X? 60. 77 1 60. 77 15.19 0.0059
X3 83. 62 1 83. 62 20. 90 0.0026
X3 93. 86 1 93. 86 23. 46 0.0019

x5 HNAFERHENEBEMERE

Table 5 Test of significance regression coefficient

95% confidence interval

Model term Coefficient estimate Variance inflation factors
Lower Upper

Intercept 26.56 24. 44 28.76 1. 00
X 0.53 —1.15 2. 20 1. 00
X —0.21 —1.88 1. 46 1. 00
X3 —0.42 —2.10 1. 25 1. 00
X1 Xe 1.18 —1.19 3.54 1.00
X1 X5 0.22 —2.14 2.59 1. 00
X2 X5 —1.62 —3.99 0. 74 1. 00
Xt —3.80 —6.10 —1.49 1.0l
X3 —4.46 —6.76 —2.15 1.01

X3 —4.72 —7.03 —2.42 1.01




790 = JiS 7] B 2% i 82T %

HR 5 BBD #5704 7 ] I 455 8 3 47 ) 17 T8 43 A7 o A 5% 4% DXL 3R () 3 B A 6T o 7 {4 5 e, 25 SR L
&5, LS5 AT LA, SR HUE ) RORHE By AR X 3 NI TR AT 2 4 R R 19 32 AR TR 23 %6 A il
AR T 0 S AR W R Y T 1 AN RO SR AR (E A BEE 5 A 2 AP ARG K R T s
R Y S T R B AR A — A B

1 Design Expert BAEAE AR 5% 0 B2l 92 (RSMD 2007 9125 A 2 PR i . A B I e T4 R .
JE 71 300 MPa, KL 20 mL/g By REREEE 30 H , RS v o R B SF 2 & & 26. 56 %, 42T Design
Expert 24 BUMAA 26. 58 % . UL, SC 50 AR BB 75 B, S 00 25 LA

27.00- 27—
|

23.75! 24‘
= | = ) ‘
R 20.50! = = 21|
= | / 3 3
S 17.25 g o
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(a) Pressure and liquid-solid ratio (b) Pressure and grinding degree (o) Liquid-solid ratio and grinding degree
(Grinding degree is set as 30 mesh) (Liquid -solid ratio is set as 20 mL/g) (Pressure is set as 300 MPa)

P 5 4% PR 2R 2 H A i vz T [
Fig. 5 Response surface plots showing the interactions of different factors

F e e 0 A AR A5 B A T2 g e i EOA B ok i P v S R A 20. 50 me/g.
3.3 EEERIZESERRIUELLER

SR AR o 4R A 2 A S T b s R TR S oA 26. 56 00, 3R G B BT A5 1 0K Tl b s R R Y
S 1107 Y0, AT UL B v e BRI P ARSIy b O B oty RS it b B R R . 32 PR S i R R R — AN T
W5 o A DA it KON 3 P i T AR A AL 0 0Tl PR A R AR I ) e Ak B s e — S R IR
RS 5 ) I OR 41 ) B T 3 U TR R R R 2 R AR — R AL 0 1A SR X i R
Wi B 9 R AL 1A R A

4 & it

T I B BRI A R U T RORE LG DA R R R T AR SBORS Tl v v R IR S R 0 R e 2 TR R
I [5) % HCS2 ELAR/INBY S538 o DRk SR T e 7 T VR A0 P B RO g VBOR L R R AR 3 IR AR B e TR
S BUE S v R 04 e BORT h 9 DE AL T2 3R U 7 300 MPa, UKL EE 20 mL/ g, By AR JE 30 H , 7EIE 5%
PN A5 20 A BRI R R A 20. 50 mg/g.

P e s i B3 5 R R O A9 B RS v v R R 5 0 0l 26. 56 70 A 11. 07 V6, d B i TR
& WUH AR AT LA R 4 B0 5 v IS T A0 A B R i ELSCR R . 3 R A A e R AR IR R R A IR
A0 o B IO 5], A 20 R 1 o S B o 2 1 T R R B . DR T AR S el B2 R i 4
BRI T — 208 AR AR IR EOR AR BT AN L HAT 155 I (R L REFE IR A D0 ol iy T 4 UM B
K it B T 258 A il B 4 AR 25 A R TR (I T — 5 B BIE S
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Study on the Extraction of Essential Oil Rich in Nootkatone from
Pomelo Peel by High Pressure Processing

WU Yan-Mei,CHEN Qin-Qin,GAN Zhi-Lin, WANG Ji-En, NI Yuan-Ying

(1. College of Food Science and Nutritional Engineering ,
China Agriculture University s National Engineering Research Center
for Fruits and Vegetables processing »Beijing 100083 ,China;

2. The Second High School of Yutun Town ,Jining City of
Shandong Province , Jining 272100,China)

Abstract:In order to explore the effects of high pressure processing on the extraction of essential oil
rich in nootkatone, the citrus Changshan-huyou peels are used as the experiment material. Based on the
single factor experiments,4 main parameters,such as pressure(200~600 MPa) , holding pressure time
(5~25 min) , liquid-solid ratio(10~30 mL/g) and grinding degree(20~60 mesh) are studied. Then 3
out of the 4 parameters are optimized by response surface methodology. The results can be demonstra-
ted as follows: when the pressure, liquid-solid ratio, grinding degree are 300 MPa, 20 ml./g and 30
mesh respectively,the nootkatone content in the essential oil reaches the peak of 20. 50 mg/g. The re-
sults indicate that high pressure processing can extract the noootkatone from essential oil of pomelo
peel effectively. In conclusion, it is a time and energy-efficient method to extract essential oil from
pomelo peel.

Key words: high pressure processing;essential oil of pomelo peel;nootkatone;response surface method-

ology
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