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Carboxymethyl Bletilla striata polysaccharide-chitosan@curcumin polyelectrolyte
complex films: Preparation and characterization
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Abstract: Objective To prepare carboxymethyl Bletilla striata polysaccharide-chitosan@curcumin (CM-BSP) polyelectrolyte
complex films, optimize their preparation technology, and evaluate its quality. Methods CM-BSP was synthesized, then CM-BSP
and CS formed water-insoluble complex by electrostatic bonding, the Cur-loaded polyelectrolyte complex films were prepared by a
volatilization of solvent method. The formulation and preparation technology were optimized using an orthogonal design method and
the morphology and structure were observed by scanning electron microscopy and fourier transform microscopic infrared
spectroscopy. Results The optimal prescription was of CM-BSP 117 mg, CS 233 mg, glycerol 25%, Cur 20 mg. The mean
thickness of Cur-loaded polyelectrolyte complex films was (74.0 = 2.0) pm, drug loading capacities was 95.41%, and in vitro release
rate was 93.78%. Conclusion The obtained polyelectrolyte complex films displayed an smooth exterior inspection, uniform
distribution, good drug loading capacities and in vitro release rate.
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PCF) IR K B — PR T, & T R
i, — O FR A A AR R LA R T 5 K FEE
e KT 5Ny i i e 51 ) BAE B
IR R TR AEMED, R—fms 18
HEMEL. BT RANEEEEY, FTUEA SR
R, WD TR HIRE RIS TR AL
AR, H &R R A A B e
A, X NARFE AT FEI,

M & Z W (Bletilla striata polysaccharide, BSP)
BAPLR . DU DR, US4
TEIEE AERRINE TR, B ThRege Rt
H &Y. CRRITER . B 5 13 SRR D), B
FERIL, (67 i In BSP AT A 255 v W W ik e A
CIES Iz S5, 0T LA 8 A ) 11 s 200 1R 1 30
A, XcE M s R RE AR R (CS
& H R B AT A2 G JLAE R LR
JIE /A= A 285 B PR AE R P A3 5 kS 1 DGR AR R B AR
FAME—H GBS TR RARZHE, CS EEHM T A
VISR AR 29 Rk 2R L H R TR 5 N G
JRUAIST ) i sz 25913235 2% (curcumin, Cur) BUK
MEEAPR. Puomes. USRS int:, i
PER AR BN 35 J LA 53R Cur %)
173 28 J 46 D8VRN 1 s ool OV A 38 R R

ARSI K F A ] BRI BSP A CS SN A
KL, E i BEAGVECPOT BSP HEAT IR AL, fiidp
PEZ W LA, WK T Z2REREN, e T2
PRIIZG55, PR F IR B T I A TR B . AR
KBRS, O —Fh 2R B B 7
ERU, eSS BSP 5 IE FL CS i F H AR A
TE R LR R 2 A2 )& T 1l 5tz B 1)
A Cur R F AL E & ZHE (CM-BSP) -CS &
iRl 2 A (CM-BSP-CS@Cur PCF), A& B 7Y
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F B R TT 29 HE & SR
1 BEE5RG
1.1 {425

Lambda 35 54b-1] W73 66 E A%, Perkin Elmer
AT 78HW-1 B E R 1, MR E
WUAFRAT]; BT125D H-FRY, fHEEZEZ R
Hl s EATAE, BEAHRT TR E 3 500, dEHEKE
EYRHEA IR AT FD-1A-50 A GTF-L, b5t
TS S B A PR A )5 PHS-3C B4HE % pH it
ERAES s B A, St H
KIERIRG 2, ST AR ESRGIRAF; 0~
25 mm JE M EA, W5 A R A ] s Bruker
Avance 400 MHz #% i J63% (X . VERTEX70 A1 4h
JEREAL, Fit Bruker 23] ; S-4800 14 B 1 A BE
HAHAH .
1.2 RF

BSP, JRETEL 90%, P BAFEEMRIH AR
AT CS, B 80~95, EZGERIML S RHAE
PRAF]; Cur FELZ, i 74 98%, it 201406,
g T AR R B IR A E] s N TR, o
R RFE =B AR dithoK, SE5
FEAG HRRAI A4,
2 FEEHER
2.1 BSP BURFAEL

K kA4 4 CM-BSP. | g 2 FEAEUKIG 54
NAIAE] 20 mL 20% NaOH AP 28 5¢ &5, SR
JEHIA 30 mL S5 P EELR SR8 FE 30 min, 3.25 g —&
LR KRG SN, THEZE 55 CHiR: 70
min J5, MVKESERR pH Z ik, F#EHE AN T
JR L3 500 PENTESIENT 3 d Ja e 28R4 VA VR T Ji B
B3R W EAL B BSP24, Bl CM-BSP. HUE
(DS) ~0.84, MK 1.

OCH,COOH

K

HO 0 ——

- CM-BSP -l

1 CM-BSP H9&HK
Fig. 1 Synthetic route of CM-BSP
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2.2 CM-BSP #J DS lE

R Z MR A RTE 100 C IRIRIR A
W] DUE R R, R R S R e AR
BERE, YRR ORI EWREE 15~100 pg/L K,
FLR R IV e M B - PR e 4, 38 TR AT E
AR ()32 H Lk Ak 2 1241

TERRFRIOR 2462 BE 10 mg, H 0.25 mol/L
NaOH AR, i %E 25 mL P ER (04
mg/mL). HUFMEES 1 mL A 25 mL B 28R
H, N 0.1%%8 48 BR 15 (100 mg 525 R BT 100
mL =, A 10 mL &K S G, B¥ K+
FWRB IR EZ) 5mL, 1 mL KBRER, Kk 0.5
h, ¥ER R=E, W0 30%OMREER, &
HIEERENBEREZE, ML (4 P, k5
{HE Hh 26 BT 15 (B )3 07 R B2 W ot B UK R S N
X T DS,

DS=162 m/[76—(81— 1)m]
m B TER AR RE A YRR R ORI E (), 162 A%
B SKA AR (BUH ERRED BT R R (g/mol), 76
KNI 2R F R (g/mol), 81 Jy CH2.COONa [ /R i &
(g/mol)
221 R KHE  BURE O E A &S F
&, F 200~800 nm P KBTI, A
£ 570 nm A F RO K B A ERTER,
IEAf 2 570 nm 4 DS ARSI K .
222 &MXRRFLR WHHRE LR EGE (1
mg/mL, Z4i4b/KELH]D 04 0.2 0.4, 0.6+ 0.8 1.0 mL
T 25 mL HZEREF, H 0.25 mol/L NaOH ¥ £k
B, EHARFE 1 mL, REZMA 0.1%8 BRI
WS mL, REER 1 mL, /KM 0.5h, KikES
W, TN 30% LR, S HERE NG
WEZE, BEEEBAEE, 176570 nm &IE 4
fHo ARG AE (V) SHFERE 0O #
ITERAEENE, REEGFERN Y=23.611 X10.004 5,
?=0.994 7. 25 R R E AW 0.008~0.040
mg/mL 5 4 H 2 RIFMZEMHERR, HEERINA 6
EEWIRFRE -
2.3 CM-BSP Hy&EH3RAF
2.3.1 CM-BSP 4461 (FT-IR)D 434 HUE =
CM-BSP, JAAZLAMEIEACH, 4 000~400 cm™ I
BECE N, PR 4em™!, FRERE 32 K. 45
FOLE 20 FT-IR EIWE A H B T8 R R s g, 76
1590 1415 em™ i, il HiEF (C=0)

CM-BSP

4000 3000 2000 1000
viem™

2 BSP 71 CM-BSP RYLTh i
Fig.2 FT-IR spectra of BSP and CM-BSP

[ AEXT AR FIRT AR AR 4 4R 20 51215 3 300 em ™' it
IR ZHE-OH B e, F2 H B4k J5 IR 15 7 2%
Hiams o m%s), BHH-OH $igiml, #fRIH
T ZHE T (COO0™) FEEFM T NRLTh, Ui BH £ 4
SRR A T MR

2.3.2 CM-BSP [ BC-NMR 7#r  Bli&E& CM-BSP
A1 BSP Jll5E BC-NMR., 5% LK 3. M BSP [Hil
EIrhE 1, 6100.11 A1 6 76.15 43 HIALE B-1,4-H &
BEM) C-1 A1 C-4 A28 . 0101.26 A1 677.28 43 HIALE
B-1,4-H % i C-1 F1 C-4 £7 BB, CM-BSP ## T
BSP C-NMR BB B0 T 6 177.76 (%, HET
R ILEE M )-COOH, SR RS AEIEAIE B T 38
FEEHI ST, £ CM-BSP ) BC-NMR &,
JR AR B ) 2 B TR C-3(5 91.88) I 2k, T #E 0 79~
85 MM —RIEFIEN C-2. C-4. C-6 BUKS
C-3 sz, YtBHEURR BIAE C-2. C-4. C-6 fii |
H#AH KA. CM-BSP 3 & 53 J5i BSP (1) C-6 155
U B T3R8 R T (K3 #8 80, M 6 48.71 (C-6)
% 6 60.75(C-6"), X A& T 7E C-6 1--CH,COOH
FEPBIER T I, C-6 M 048.71 MKy (LX)

A
[l
B
| n
180 140 100 60

o
3 BSP(A) #1 CM-BSP (B) HJ 3C-NMR
Fig.3 '3C-NMR spectra of BSP (A) and CM-BSP (B)
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R, NIXEIERTACRE, YN E, R
R 5 NFEFE N C-6>C-4>C-2,
2.3.3 CM-BSP i1 BB (SEMO /i B
EETEEE CM-BSP THmE b, BT E Ik
Hl— 2 5 L A I AT R, 25 S L 4. 1 SEM
BIRTLUE i, BSP AF Sl 5 A tREE B AR HERR, RiH
EEOLHE, LR, &R REEE—. 1 CM-BSP
B R, 2R BSP R A 4Rtk 45 1
PemlIR, SEMmirs, RAEER, HETE
B FHZ TR I (1) [ T AN FL
2.4 CM-BSP-CS@Cur PCF B

FREL CS 233 mg, Cur 20 mg, H7il 92.5 mg T

4 BSP(A) 1 CM-BSP (B) ] SEM
Fig.4 SEM of BSP (A) and CM-BSP (B)

100 mL HETZIE AT, WO A 25 mL 0.5%HCI %)
THL R E2WEMER 025 mol/L
NaOH ¥/ pH 2 5.5 % H . #RHL 133 mg CM-BSP
25 mL 4ifboK 58 2 i 5 10 P 1 N 18
CM-BSP &WEHINE CS AW, KERIMRES
WHBINTRE IR TR TN 40 CHEF, %
HMTFKE 15 min JF48HL, BI1S CM-BSP-CS@Cur
PCF, BCEH R
2.5 EXIREMIE CM-BSP-CS@Cur PCF 475
MR SOk -5 s ZARIGAR R P2, LA MR
IR BB 0. 3258 K2 RV NV
fekr, X CM-BSP 5 CS L. sk HmAR
DA T R R E 5. Hd CM-BSP 5 CS
(RIEE A e e DA R 45 24 B 52 o B 7)1 12 B
CM-BSP 5 CS [JLbfdE#: 1 5. 1:3. 120 1
1.5 111, 3 1#7%%, CM-BSP 5 CS B &ik
$£200. 250. 300. 350. 400. 450 mg FATH %,
Hm I EIEFE 10%. 15%- 20%- 25%- 30%- 35%-
40%H1T5 5%, Cur A EESE 10, 15, 20, 25,
30 mg AT HLE, SR NE 1.

®1 BRERLFER

Table 1 Prescription of single factor

W77 bl SE/mg BZiE/mg HWAERE/ % BER/um  SMWPERIR BT BEE/ % EIKEE% S BRI %
1 1:5 300 20 25 71.4+% 1.6 6.0 3 74.43 306 98.37
2 1:3 300 20 25 71.0£ 3.0 6.5 3 104.60 331 83.07
3 1:2 300 20 25 85.6+15.6 8.0 8 75.00 258 82.32
4 1:15 300 20 25 86.0+ 4.0 4.0 3 43.19 269 87.52
5 1:1 300 20 25 — — — — — —
6 3:1 300 20 25 — — — — — —
7 1:2 200 20 25 — — — — — —
8 1:2 250 20 25 546+ 4.5 2.0 3 65.32 232 46.52
9 1:2 350 20 25 77.61£13.2 10.0 10 84.10 231 84.35

10 1:2 400 20 25 84.6+11.4 8.5 5 75.82 280 81.42
11 1:2 450 20 25 108.0+18.0 6.0 2 92.21 265 61.37
12 1:2 300 20 15 — — — — — —

13 1:2 300 20 20 69.4112.6 5.0 4 104.83 329 65.50
14 1:2 300 20 30 71.6+13.2 7.0 7 69.04 264 68.32
15 1:2 300 20 35 88.0+15.0 6.0 5 96.11 254 63.60
16 1:2 300 20 40 88.01+24.0 3.5 5 57.90 288 86.20
17 1:2 300 10 25 82.0+ 6.0 5.5 8 68.37 280 82.66
18 1:2 300 15 25 77.0+ 54 7.0 8 81.97 293 90.73
19 1:2 300 25 25 68.6t 4.7 7.0 5 84.26 288 93.76
20 1:2 300 30 25 71.8+ 3.2 6.0 4 77.52 258 35.15
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AR R B EN I EEEIRFET CM-
BSP 5 CS ML (A). B&E (B) DA ZEE (C)
NG, VLB S A 25 BRI NS g

Pro KM Lo(3%) IEZWERZR, EWDHTEREAT 7347 o
R 5K IR 2, IR s R WAL 2, B AT
GRNAR 3, TTEAIRIE 4.

F2 L) EXRKERKFRLER
Table 2 Lo(3%) factors and results of orthogonal test

W75 A B/mg C/mg D (i#%) Zhibt 71 FRRIE % Sy
1 1:3(1) 300 (1) 15 (1) (1) 5 7221 77.21
2 1:3(1) 350 (2) 20 (2) ) 6 82.54 88.54
3 1:3(1) 400 (3) 25(3) 3) 4 75.16 79.16
4 1:2(Q) 300 (1) 20 (2) 3) 9 88.33 97.33
5 1:2(Q) 350 (2) 25(3) (1) 10 91.46 101.46
6 1:2(Q2) 400 (3) 15 (1) ) 7 85.28 92.28
7 1:1.503) 300 (1) 25(3) ) 8 71.22 79.22
8 1:1.503) 350 (2) 15 (1) 3) 8 77.21 85.21
9 1:1.503) 400 (3) 20 (2) (1) 7 80.34 87.34

®3 EXRBWEWS 2.5.1 HPUUEE  F Bl £ 2 I P IR 3R AT L 5 H 2

Table 3 Visual analysis of orthogonal experiment
R RIS
A B C D A B C D
Ki 15 22 20 22 22991 231.76 234.70 224.01
K> 26 24 22 21 265.07 251.21 251.21 239.04
Kz 23 18 22 21 228.77 240.78 237.84 240.70
R 11 6 2 1 3630 1945 16.51 4.97

K

Wk, WA, kit BECESREE, KiEEE
AN, BT 0~2.5 7, i AN S .

252 FMimiE BRI 502 BT 8% A
1 b, HGHEFXS S e A N THERIR 12 30 min
Ja, BIHC1 em? 502 IRESME T 2 B H 1
N THERCE 3 1 Ap IR VR S, s J A
ASEEMERIPE R 2 B T b, S 2 R

®4 FESHER

Table 4 Analysis of variance

N 1 _ Zhibt 71 _ _ SRR _
2= ~F 5 Al Flk B i 221 J5 Al Flk A e
A 2 21.5556 97.000 0 P<0.05 2839128 66.520 2 P<0.05
B 2 6.2222 28.000 0 P<0.05 63.160 9 14.798 5
C 2 0.888 9 4.000 0 51.244 1 12.006 4
D (iR %) 2 0.2222 4.268 1
Foo5(2,2)=19.00 Fy1(2,2)=99.00
efph, [FINFA 100 g FEASJEIE S mine S min 5L 253 EKENE  BERBTEER 1 em? KN, RE

Ah77, RO EY 2 W/, FREIT 2 Bkt
MRV K S8R 2 AR, BIORZREET I 7
(IR, BB DA IEAS VAN R LRI, D
g/em? i1, 0~10 g/em? N 1 47, 11~20 g/em? N 2
43,21~25 g/em? N 3 43,26~30 glem? Ny 4 43,31~
35 g/em® N 5 43, 36~40 g/cm?® ) 6 43,41 ~45 g/em?
N T4, 46~50 g/lem® N 8 4, 51~55 g/em® K 9
45, 56~60 g/em? A 10 4, - NEH FEEPY,

FE, N 20 mL A THERH, KA E TE
37 °C, 50 r/min fHIG/KBIRG 5+ 2. 5. 104 20,
40, 60, 120, 240 min, FIJEARN TR 2 4K
gy, e R, ERARTEEKE (SR).
SR=(W:— Wo)/Wo

Wo TR TR B, WA ¢ I8 0B F) R e

254 HWAEMME H CM-BSP-CS@Cur PCF
0.5 cm?, FRE &G BIESE S0 mL &+, LA



)

Chinese Traditional and Herbal Drugs 35 51 % 25 4 #1 202042 A © 983«

2.5 mL Atk A H 78 K 5 e K B2 40

A Cur 780V, 0.45 pum fEFLUERRE, W
& AMH, $ahniE M Ze s B A 7 R TR 25 i 2k
B, iR E.

BAE=W wusne/ W s

(1) R RRE : B Cur X HE S 02 (5
A&, MK OB MRE 21 Y R EIKE S
JEIE, 7E 200~800 nm ¥ KBFEATELIMAFE. Cur Xf
FRLTE 422 nm A BRI H 2 B BTG IRL,
A5 422 nm A Cur FE K .

(2) BMEXRZRFLE: TLKLEERS] 0.1 mg/mL
Cur X} B ¥ETR 50 mL, HITE/K ZEERCH] AL 04 0.2+
0.3. 0.4. 0.5. 0.6, 0.8 mL % 25 mL &3+ FTK
CWEEZ, /P HIE 422 nm Ak Al DUGTIE 5
W AE (Y MHBEERE O #748M5% R A,
BEIH5FE Y=146.46 X+0.016 6, *=0.998 5. &
BHKH Cur 7£ 0.8~3.2 pg/mL 5 4 1 & B IFHIZk 1
255 Z4MMRSMEERCE I E  7E (37£1) CRE
50 mL A eV g7 fE, FFLL 50 r/min PR35 .
7] (1 em®) BRI R, R, B —
BTG 5 mL 9, RO ot Bkt AT
MBI EIRR P AR & . BORES Kb 7e 48
LA R 2 R
25.6 iRt MRIER 2 &fFHI% CM-BSP-CS
@Cur PCF, FFlllE R 71 5k 40 RABRUE, 455R
W 2, FTEMERNE 4.

H#E 3 BN, A>B>C, Hf Ay>
As>A;, B,>B3;>B;, C;>C;>C;, B CM-BSP 5
CS 7 H g% B B o FORE TR s e e K, FL o —
TR, RERRAE. MK 4TLEH, CMBSP
5 CS A 2 R B D s B
EMER (P<0.05), HRABRIAEKT LLEE
PEZR, CM-BSP 5 CS & L flxt A4t BB
sz BA BEEZER (P<0.05), —FHEEE
W EETEKT EEREEER . Hik, kT
SN AsBCo, Bl CM-BSP 117 mg, CS 233 mg,
Cur 20 mg, HHHE 25%.

2.6 IUESELE

SEMER TEMSE, Rl M %
T, Hl#% 3 AR BMmE A, WA
MsE ZTifabs, ERIFE 5. HE S Wk, Mk
T4 NI N 10 495, FHERBRUE N

=5 WIELWHER n=3)
Table 5 Results of verification test (n = 3)

. WL HKEE A B
G2 JEREum S BRI o
% %  BEE /%

1 744454 10 10 96.24 236 93.25
2 74.0+20 10 10 95.45 244 94.38

3 732%69 10 10 94.55 233 93.72

93.78%, 1M HECANRRE, HRIBWREONEAE, U
BiZ kAT, LEMERMERL .
2.7 CM-BSP-CS@Cur PCF FT-IR 734

HUi& £ CM-BSP-CS@Cur PCF ¥ i1, JAN FT-IR
B, 4000~400 cm™ ' FHEARE, AR 4em™, H
FEUCB32 IR S5 L 5.CS 7E 1 652.1 598.1 320
em ' AR, S ARSI 1T WAL I0 4
Fkf T e 1652 1 598 em™ FMR UL I A 5
4y S, CM-BSP AN R A FR IR 2h W e s 43 7 77
1593, 1417 cm™'. CS 5 CM-BSP ] EAE F T R
AR S GG, Tk 5 HR 5 (A) By 5 X 5L
iS4 TR, CS AE 1 652, 1 598 cm™! AL 4&H:
HEE, 1320 cm ' B 0 RIIETHE K. BAIGEET
CM-BSP H1f#) 1593, 1417 cm™' g R I &
1623 1417 em™'s 235 IR CS EIE/E R 1 2414
AR NH;*, 5 CM-BSP LRI 7 A
(i AR F T A R F R R B A

Cur

BS

m,ﬂ—ﬂﬂf\/\\ff\w
CW
e 2
B T
T A VR

4000 3000 2000 1000
viem™!

5 FAMRM FT-IR
Fig. 5 FT-IR spectra of drug-loaded membranes

2.8 CM-BSP-CS@Cur PCF SEM 734

BUE EREAFE T e b, BT IR
HiE— RS EERE, TN, SRIE 6. i
SEM KEIH] W, MF-TFI# R =& CS 2, CM-BSP
A1 BSP-CS 25 I35 AR IR . /NS — R ROREAR 1)
SIS ER A —i; Tl CM-BSP-CS@Cur PCF
DU B £F AR AN 2 TR A s 44, AN H AR

4.
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A. C. E. G208 CS #Z5. CM-BSP #25/. BSP-CS # 25/, CM-BSP-CS #25E()°F1H & B. D. F. H 7304 CS #Z5. CM-BSP #;

245, BSP-CS #ZG/i. CM-BSP-CS %% 24 15 1) 8% 1 X

A, C, E, G are plane diagram of CS drug-loaded membrane, CM-BSP drug-loaded membrane, BSP-CS drug-loaded membrane, CM-BSP-CS drug-loaded
membrane B, D, F, H are section diagram of CS drug-loaded membrane, CM-BSP-CS drug-loaded membrane, CM-BSP-CS drug-loaded membrane

Elo HARIAMEBIRE
Fig. 6 SEM of drug-loaded membranes

3 iTig
1EHLR R A R A L, iR CM-BSP-CS@

Cur PCF ZhBft /7544 4k B AURE ICRE 520 B 3. 35 (1) [

FHHTIER R ki, ik th 477y CM-BSP

117 mg. CS 233 mg. Cur 20 mg. HHE 25%.

ISR Rz TS T, A8, nTEEMH

1 ATAE AT A 7 R0 T2 — R D) S A - B
AR SRR FH AR ) AT B PR TR BSP AT CS 4

BE, @b x; BSP #EATER AL B G S5 IR R

CS #iT-NH;" 5-CH.COO™ 2 8] f & B A I Bk

AR R BT G, hle 17T H s

PN AT Cur (1) CM-BSP-CS F LR 2 A4 2%

JBE o $RTE T A 2R AR L Y L R s 35 1 71 2

O, Rt g oA 0 2 B0 0T 5 N AR AL 1T

5 I

S 3k
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