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Preparation and Slow-release Properties of Cinnamomum cassia Leaves

Essential Oi1l/B-Cyclodextrin Microcapsules
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Abstract: In order to further broaden the application of Cinnamomum cassia leaves essential oil in food, feed and other fields,
C. cassia leaves essential oil/B-cyclodextrin microcapsules were prepared by co-precipitation method with B-cyclodextrin as the
wall material and C. cassia essential oil as the core material. The preparation conditions of microcapsules were optimized by
orthogonal experimental design. Essential oil/B-cyclodextrin microcapsules were characterized by using gas chromatography-mass
spectrometry (GC-MS) and Fourier transform infrared spectroscopy ( FT-IR). The results showed that the suitable preparation
conditions of microcapsules were wall-core ratio 6 : 1, temperature 50 °C, time 4 h and stirring speed 1 000 r/min. The
encapsulation efficiency of C. cassia essential oil of the obtained microcapsule was 74.17% . The GC-MS analysis showed that the
main compositions of C. cassia essential oil were trans-cinnamaldehyde (81. 39% ), followed by o-methoxycinnamaldehyde
(7.61% ) and the main compositions of C. cassia essential oil in the microcapsule were also trans-cinnamaldehyde (78. 68% )
and o-methoxycinnamaldehyde (9.34% ). FT-IR analysis showed that C. cassia leaves essential oil and B-cyclodextrin formed
good inclusion complex. C. cassia leaves essential oil/B-cyclodextrin microcapsules had good thermal stability and slow-release
properties.
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HATSRIE S AT A, P, B G RERCR R ™ it B T 3 05 SROBOR B Ry, U BB AR 45 )
FHR AR B w25 R 85 70 TR BERS B AN FJE A 08 G B T Bl — b s B o S ) o ) 52
ARB G G AR T R o S5 AT 25 10 3 i 0 (R A PR A R A R
Y] AU ARl BORHE & 3R 7RISR o RS T AU A8 A ] o AN LR il 1) 57 7 1 45 A
TRER |30 BEAT R R T I M B A3 1 AR R, ATRT R R R E R B o B-BMIHRE J2 1l 4 TR e
FEEER il s iR 2, R A Bk WHE L (%5 T HRek JRDIse ka5 B BOA IR B
AFIBERF BRIV, RS B VR T T (A BE A (L B 0T, PRz d i i kT LT OB R Al
PUBEAE (BB S A B R DT BB 20 B-PRMIRT I ACK T BFFIES | I B 220 T 0] rh e b o
VR FE 53 WS ORI S0 S AP 48 VA (T A0 BV SR A L B L ) i/ HLRE IR 1) 8855 T4
VAR it Tl rp ol i T A L R vk, — B LA RN S AR AP OR (A  2Eb A S5 A A3, ELX
PRAEN U Ll Bk m 7, RUTTE R A B-FRRDRA T S R A 1 HOIRES T HEATHEE e J 2
J& P BIUTE WP 2 il % R T R AT 3R A F R (TS B R T SR A I R AR R R
WFFE LA B-BMINNG Jhy BEAA | PUREMRT I s, L DTTE ik 0 o 1 PR RS Il B- PR RS U ¢ | R T
FEIE-BUE I (GC-MS) 45 A M L AR BT AN (FT-TR) X S e b A7 1 3R Ak, LASPRE it — 22
VESRBEOREEFR ARDRHAS AN S | S P IR R A2 U A 10 FH S A PR il

1 MRSk

1.1 #RGKF 5 EE

PIEERT 2018 47 8 H I [ 7 V8 S84 2 A W BHE A BRA B, G IR b MOl K24 4% & 22 55 M IRk
( Cinnamomum cassia Presl) M, H SR X1 J5 M i B F T igas IR (8 £4) CHEfF . B-FRMIKS . Tk
B YT ol KBS oK, L E H

Magna-IR560 E.S. P { HLH AR {21 463 (FT-IR ) 4, 283K KA Z-BH (R ) A BR 2 7] 5 6890N/
5973 RUSH - FRG R F ( GC-MS) 1Y, 26 [ 22 FEME 23 )
1.2 PAEEMEmAIRE

B0 e 3 075 A P RE 3 2 kg, B T RSB AN 10 L 258 TRk % 18 & Moy Btk 28 <
HH R S 8 VA B 2 SR T, MR AR Tl FH T K B RR AN T, A e /NP &
1.3 AHEMERAS S

FH GC-MS 234 AR M ALY, (3548 DB-17MS BB 404 HE (30 m x0.25 mm,0.25 um) , 7%
KEWE 270 C, IEAME RS AR 1.0 pul, Wi 1.0 mL/min; R 7E 100 C AR EE 4 min, 2R )5 L
5 °C/min FHEF T FF] 230 °C,HFF S min; KR AARRE 280 °C, B FIR(ED R 230 C,
HLFHEN 70 eV, FHEE R 15 ~500 u; B SIS 5 NISTO2 Jiik 22 kit b e P, BERORG i 20 i 2 ( LA
AHX 06 T AR )l i 0 — RS 3
1.4 HHEMEHERETE
1.4.1 At EicEwE  HIOKZEEBLCE 10 me/L 8 A REMAS AR, 16 L5 kT
PR, ATGK LB R 25 AV e RO BE (X I A 9 1 B kg PR - el A e KR e it 4 SR
WERABCE 1.5, 10, 15, 20, 25 mg/L B AR MRS T £ BV TR, 78 H B RSO 1 A s WO G BE A, 514
HARERRZR . 28, S RSO A 285 nm  ARifERRZE 1A 72 1y =0. 093 34 —0.023 5,R* =0.999 2,
R DT R B FIROG B 22 [ Ze ML RAT
1.4.2 $RZRE  FHIUEE SIS AR /G-I MR (%, o — IR s i de W% —
T G-I MG VA R AR IS 1Y L/ K (IRFLEE A 1:2) IRA W, il 2 U A ER RIS LK IR &, KA
FERE AR FRLE 1:20 ¥ T J0K OB, ARG 1% A B-FRMIRG VA W, BE 0 42 I i LA il ik 301,
6:1,9:1,12:1 15:1 PREFII AL 73515 R 30, 40, 50, 60, 70 °C i HkEtal3nlh1,3.5, 7,
9 h, BEFEHEE /3 B E A 400, 800, 1000, 1200, 1400 r/min, PEATALHE | AU 5 H 2 M IE , AT A5 #]
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TEVIe VR Bk RN T/ B-FRRIDRS TR 2 , R G IR AT

A AEL0. 1 g AR RS IR GO R K 2 ), — 13 10 mL JC/K LB EUS 78 25 °C 444,500 W
P ANFR 30 min, (i BCAEREAT BERE G0 T I0K CEEH 2 385 K U8 ToK S BEANE 10 mL; 55—
FH 10 mL Jork Z Bt v i, v i85 FJC /K CBEANE 2 10 mL, PRV 20 5000 58 W6 AR U
PRVEE RS T bR o 28800 BT 500 75 2, 40 A AR 38 T R VR (€, mgy/ L) B fol e 408 3 i il ol it vk
JE(C,,mg/L) o $EIATT AXIHARE AR (1,% ) .

c, -C,
Cl
1.4.3 E3RE AREAERRAKES R, EBEES(6:1, 9:1, 12:1) AIEE (40, 50, 60 C) f2
PREFIE] (3, 4. 5 h) FIEFEEEE (700, 1 000, 1 300 r/min) H FEEHM K X ] H DPS V8. 01 &4, LAk

JE eI R A EEARAR 4 Ly (3Y) BT IE SSRGS, 0 e el 2 T2
1.5 REMNERHKES TR
1.5.1 4o ARSI U 28 b B B R S R 2 ORI . B 100 mg 19 TRVAE IR Tl /8- 34
WIS R 2 e 8 mL BB /K  BER A 4 mL (IIEC KL, IR Y E T HIEMTHIEE P, (85 =
2) CHMFTFARBIMINS min HERMIREE , RGFRA YR BN . WCE &AM IE O GeA , 7K
FHIECBE (4 mL) LA 2 WK, 1E & be i JC/K B EREN T4, GC-MS 23047 .
1.5.2 HARZMAZAFEWLSH 10 mg MY RV KRG IHAE 50 FT 111 mg B PRA: P O8G Vi1/ 8- 20 WG Tk Jie 28
(K24 T 10 mg BYPEEHEIH) 76 45 °C | 250 r/min BYEE3 T HEHERW 0. 15, 30, 60, 120 min, Y8
0.5 mL &4 ARSI 0 IO AN 250, #4214, 2 15 59 5 sk e R ik & o (6 0 W 45 B, v o
THREE MR 4% /8 1. 4. 2 5 TR O Ik R OO 3% rh 3 A 1 PRRE RS T T I0 e R T i
1.5.3 FT-IR A4E  [A]2 mg B FFHIA 200 mg KBr #E17 ) H-, 7E 4000 ~ 500 cm ' L N FAHE , 3515 A
FEMAE 0 8-SR A1 PR RE I T/ B- IR RS U #E  FT-IR 514,
2 R 50He
2.1 WEMEHRAS DT

PREEI RS T AL 53R GC-MS HEAT 438, AR A 38 A €0 1 45 UG T 1 1) S i I X 45 2 43 it A 1
G3AT, AR g i AR R R — (LR A A & i B R DR 1, SRS i 26 Fha 4y o5

RS 73 89 96. 529 , A I H A A oG ity A9 32 2 i o0 B X PR R I (81, 39% ) AT FH 48 1Y) ek
(7.61% ),

I = x 100%

F1 HEMERES

Table 1 Component of essential oil of C. cassia leaves

) PR T 1)/ min waEy XTI %
No. retention time compound relative peak area
1 3.237 JKFr¥f phellandrene 0.05
2 6.495 a-JEMi a-pinene 0.08
3 8.041 i camphene 0.05
4 8.585 HHIE benzaldehyde 0.01
5 9.021 B-IR)F: B-pinene 0.32
6 11.452 D-¥71EM5 D-limonene 0.00
7 12.025 SRFRFLARFFEE o-hydroxybenzaldehyde 0.01
8 14. 645 2K 2T phenethyl alcohol 0.19
9 16.190 RN benzenepropanal 0.27
10 18.037 I A EERE cis-cinnamaldehyde 0.50
11 18.738 LB A EER P B o-anisaldehyde 0.88

12 19.659 SR EERE trans-cinnamaldehyde 81.39
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g A1
=2 1 BR B R/ min &Y AR TR %
No. retention time compound relative peak area
13 22.566 SR A HE R R 0-methoxyphenylacetone 0.24
14 22.678 - ELH a-copaene 0.59
15 24.522 a-BEE TN a-cubebene 0.46
16 24.895 LM caryophyllene 0.21
17 25.422 ZFRAH:RE cinnamyl acetate 0.15
18 25.400 % coumarin 0.13
19 26.009 Q- 223 a-muurolene 0.12
20 26.583 B-B 245 B-bisabolene 0.09
21 26.623 B-FEFMG B-cadinene 0.29
22 26.793 AR R 4L A AEBE o-methoxycinnamaldehyde 7.61
23 39.192 2B AU trans-nerolidol 0.58
24 43.993 ML espatulenol 0.91
25 51.099 AT caryophyllene oxide 0.90
26 54.376 K H R EHE benzyl benzoate 0.50

41 total 96.52

PRAE IR T A2 2 R A e (8 A A T2 AR, R 1 AR e 2 A Ry 2 R R 1 Bk
T ARG TR SRIBCRI AT 5 VRSN 6 52 i T A 1) DRI 255 0 {51 Gn A 0 1140 R B B R 0 S
[IFRAL Y, FEUCYRBIFSE ol PR R R il S22 o3 5 SCBRBIE HEA T L5, v AW 3 e Al A5 4 H
A AR B Ry i
2.2 HEMERBKERNENEERKE

BSOS LA AR A s ) R 3o 3 %o 340 o2 5 i g 2 R 25 5 SR LI 1, BT 1 () Rt
PEFEE 1000 1/min, AEIHFA] 5 h ALHEIEEE 50 °C 4fF T | AN [RVRE M Bt (T PRV I T e 8 1 1
R B 1 (a) AT BELS FOAEDG (UBE 2 ARG Tl A 33 2 MR A R 3R AR BE S LU (B 6 T 9
i BEIAE 70% LA E, 9350020 T1. 5% A1 74. 66% o BEM AR /N (3) B, RREE RS il R B B-2R M £
B AP R A s B FUAE AT S (12 F115) B, f 3R PR A AIG | 3K S8 ph T REM B-FRS i f ik, BE M 55
O LA R RS RE S LR 9
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Fig.1 Effect of different factors on the encapsulation efficiency of microcapsules

FEREC HE S 9 BHEHUE 1 000 v/ min, (3FE] 5 h @240 T, P75 HEEE R 30, 40, 50, 60 Al
70 °C, WFFEAN ) L B2 X AR PRSI AU 98 (R AR A5, 25 SR LR 1 (b) o IR R LI Y Bl
JEE T v R i e e B0 H R B S T i R B, MR R RSN = 50 °C, f M AR Gk B f
(71.4% ) , ZJa b il B AR, AL R AR 0 35 N e, o LB Dl B e 0 B- BRI 5 At 2 A/, T 25
O3 MELA SRS IR BUURE R , B LATHIRA F) T 52 i A EROR s (HIR BB i 50 °C, 238 iU & i 2, A
AT EEP IR, I, EHC S0 CAE N R btz

FERESS LB R 9 BEFEEE 1000 o/ min, BLHEIRLEE 50 C RS T BUB AR (1,3,5,7.9h),
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R A IR AR UL 1 (¢) o PR PR T A 2 3R I (0 B () A S 34, 76 5 h Bk B4R K
(72. 1% ) , Bt i b 2L s () S G 300 3 G0 2 R U 000 D DX ] 2 p T B A T 6 R OB il xfe
DABERE T B-PRMIAE G0, (H A A s ] | AN P G el e A RVEE RS I 35 . R, PRRE 4 T
Tl 2 0 T 2% () e AR AL MRS )R 5

TEREWSHLME A 9, (IR 0 50 C, 3Rt 5 h A9 200, T B FEE B2 o 400, 800, 1 000,
1 200 F1 1 400 v/ min , BFFEAN [A1450 10 B2 X PRIEE RS T AL R A 52, 25 A& 1 (d) P, Bl Tl
FEE AR HE AN, PR R T e 20 0 1 S S B B T s A 95 7E 1 000 v/ min 45 3 2 e 98 A0 3 440K e
KAE(70.9% ) , Fifi 5 B0 1 T 114 184 M0 60 3L S50 8 R0, K1 Ay > o ol 32 A AT S A PR A9 it
BEM B-FRITRG (0 3 F800E 25 N0 T (00 308 1 T2 o 900 e 2 3 v s O Tl 0 4 35 TR I B- WA
W5 53t , AR AR SRR, R SR BO PR 1 000 1/min,
2.3 HEMBHERENSEGENESZREMRL

FH Ly (3%) IEACRI T, X REES LY A IR R A 35 (]R3 B 4 52w DR 3R P Ab e 3%
Tl A& 25 F , SR LB WA 2, T 2T s R L3 3,

2 EHMBRESNENESREER

Table 2 Orthogonal experiments results of microcapsules preparation

e A B C D HIHAR/ %
No BER L IR/ C LIRS 1]/ h BEFEHE/ (romin =) encapsulation
’ wall-core ratio encapsulation temperature encapsulation time agitation rate efficiency
1 6:1 40 3 700 65
2 6:1 50 4 1000 78
3 6:1 60 5 1300 62
4 9:1 40 4 1300 58
5 9:1 50 5 700 48
6 9:1 60 3 1000 45
7 12:1 40 5 1000 61
8 12:1 50 3 1300 63
9 12:1 60 4 700 46
ky 68.333 61.333 57.667 53.000
k, 50.333 63.000 60. 667 61.333
ks 56.667 51.000 57.000 61.000
R 18. 000 12.000 3.667 8.333
x3 GEERFESN
Table 3 ANOVA analysis of orthogonal tests of encapsulation efficiency
BES P 27 J5 #0 1 Hi F{E B
factor squares of deviance freedom F value significance
A 500.222 2 2.198 *
B 253.556 2 1.114
C 22.889 2 0.101
D 133.556 2 0.587
1R 2 error 1.56 2

HIEE 2 TR, 2% DR 3RO ol 0 A0 SR B ) R/ NP AR U < A (BERS TR ) > B(ALHIGELE ) > D (it
BEE) > CORBRmTE]) o FEM AN A B,C,D, , RIMLAL IS 26 F M BE RS E 601, AR 50 °C , (1
INFIA] 4 b A 1000 r/min, FHJT 2200 A4S R R, BE S LU R I 1 35, LA 4% PR 3R 0 (L 1R OE
FRW, KRS (3 WERE SR  FERMUANTE T AR R IR 74.17%

2.4 REMEHBKRERS S
R (LI P 26 B4 PR RS /8 PR TRURE 2 55 PAVRE RS il A L, B0 48 8 58 oy S XA R
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(78.68% ) FILp H AU I (N AETE (9. 34% ) ZHL 1, 5 PRVRE S vk 1 3 240 2 S X TR P (81, 39% ) FTAR HH 41
FEIRERE (7.61% ) S 25 5 AR, S AR B ARG 23 o d 132, 48 H 420366 PR A T ) AR O 43 I i
162, X 4> F i A F 132 162 ZBIALG Y T5 B-FOWIRS P304 s A2 T LU B-3RRIRG 45
A BB 2 A R R AT ARt T B-EOIDRG I (LRI AR 28, DA R T A A e AR O b 4 1
TEARFNRNTT PR Ry B-BRIRS il 0 2 T EL A I 5 S ik | HLA S K | T N s Jis S b i A 280 7 5
WSR2 A, DR LA K ME ) A HRGE RS S - PRRIRS AH LL , B- 3RS B 45 B R B e |
2.5 HEMBHEMREAREERER GRS

MG A A 2% i, W B AL 2eRa e TR i R R & AR R R AT X
IS £ A2 BRSO S oS I AL o B DR 2% SR B R RS

TER 2 HPO g S RAERGIITE 45 °CTRG Of BR S5 Bl e (] HE RS PR T B, 7 80 min HPHG vl £ B 4 B
TKEN 0% , T RVEE RS TH /8- A RSORS 10 2 1 AR R 1 B 8 000 PR A PR e, 0P 8 1 s ek 4 P SR B )
(B4R 2212 FAIK, 76 80 min B3R 80% . TR 2 v i) IRRE IS il bl 1 B- PRS0 78 | 15 kMR AI 384
T PRVEE 5 7 0 AR T B R R T
2.6 LISMEIRUTIE 5 #7

1 3 S B-FRMIAE | PRE G Vil A PRRE IR i/ B- PR TR B I 2L A0

100

HEIM PR R /%
I o %
S S S
T T T

[
(=]
T
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A ) /min HeH/om!
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Fig.2 Thermal stability and slow release feature of Fig.3 FT-IR spectra of B-cyclodextrin (a),
C. cassia essential oil/B-cyclodextrin microcapsules C. cassia essential oil (b) and microcapsules (c)

B-HRRE LT AME I FE 3390 em ™' Ab B O—H BYXTFRBL IR SR AE I, 17 2928 em ~' Ak B4R AE
5 C—H MHP IR IE 1157 11028 em ™' AL AR S 518 C—O0—C PXTBRFARXTFR B4R S ,
FEAEEHE 5 e R 7E TP ARAS AR AR L, 20 AP L3 A 2846 RS T A 2 41 b c—H
PR ) AR AE W I8 T 3028 1 2775 em ™' 22 06,1732 em ~ LR IR BEAE N C=0 W45 IRsh, 1E
PIEE K T/ B- PR IS L1615 |, ol DOUER 8] C=0 FHEHRSNIERE £ 1746 om ™' I HAREEREAL, 1T 1157
11028 em ™ ARSI (KR H C—0—C BIXTRR AR FRPLMR 3l ) (58 BEAE T Tt i, 26 B R I A
TFEA B-FRIRE 1 23 18 IR T AL B 4541 | C=0 $ER S04 14 om ~' AL 26 B PR RS il 2 22
J A 2 X PR R R 808 P 4R35 PR RS 0 TS 66 5 BT B3R MRS =2 TR I T & 5
3 45

DL B-FRMAE A BE AL | PRI IR A A, A FH 00 i o 1 4 1 PR A i/ B- IR WA Tl i % 3ot
PP R ANE SSRGS 7T, A5 B ) 2 U B S AR 2R R R BEES T 601 VBRI EE 50 °C A3 E] 4 h dii

1 000 r/min, T 2514 U B3R5k 74, 17% . GC-MS Z54 FT-IR X i £ 1 P A 45 i/ 8-
PRARE TR S AT FAE, 2 W ) 4 A Tl 4 P A Tl 5 PR ARE I il L R ) ) = A4, B e o PR e
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(78.68% ) FIAPH A JE AERE (9.34% ) , FT-IR 20 Hr 22 IH A RE G T 5 8- RIDRG T2 i 48 i 1 0 & 1) 45
P, AERE PE S R BV RE A3 BT 2% I il 25 (%) R R I b/ B- B A RS ol i 4 LA L I A AR R P B R R
fig,45 C . 80 min BB S ORI IR B 244054 80%
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