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Extraction of flavonoids from jujube residue by deep eutectic solvent method
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ZHAO Xing', XIAO Xiao"

(Shijiazhuang University Chemical Engineering Institute, Shijiazhuang 050035, China)

ABSTRACT: Objective To study the optimum extraction process of flavonoids from jujube residue by deep
eutectic solvent method. Methods The extraction rate of flavonoids from jujube residue was taken as the evaluation
index, and the Box-Behnken (BBK) experimental model was used to optimize the extraction process on the basis of
single factor experiments of deep eutectic solvent type, mole ratio, solid-liquid ratio, ultrasonic time, ultrasonic
temperature and ultrasonic power. Results The optimal extraction conditions were as follows: Choline
chloride-glycerol-ethanol (molar ratio 1:1:1) as the extraction agent, solid-liquid ratio 1:60 (g/mL), ultrasonic power
105 W, ultrasonic temperature 70 °C, ultrasonic time 32 min, the extraction yield of flavonoids was 5.88%.
Conclusion Deep eutectic solvent is used to extract flavonoids from jujube residue, and the extraction rate is
significantly better than that of traditional ethanol extraction method. The results of this study provide theoretical
support for the full development and utilization of jujube resources.
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{45757 (deep eutectic solvent, DES) &5k T A H#/E
FRA AU — P IR AR | LA R . AR AR AR AR Rt
USSR T R st b TS A, IR A ST aE %
B, DES {1 J—Flugr B i S BB R et oy T B2 |
M2k ZHE . ARV IS PR I SR I, A O R T
PRI FE BRI,

FEGEAE MR =, BB B IR E X R
FEAERFTR, A W, #EEREIE, o E e
AR R AR R AR AR AL Rl e B B A, AGR %,
3 A B IS YN, SRR, A T ESE A A K
TEYITETEYI R, HAn AT SR R AR A S R A R, ot
FLHRFTHREL, ALV SR S .. B s
A AP E EOR FL G CBEHREG: a RO 2
P X A P A THR AR, AR, R IR S A PRI B
A2, REBCR N 0.743%F1 0.55%:; fa 37 25 250 A
LU - 7 P U B I 4R IO e T, T R B R
1.5%; IR | #EE 3 FRBOT L - TSR,
I R BCICR R A, AGEREAE R 1.76%; FgH 4l
R PR PR AR BOCEAZ B, PrfSsiii & it 7.53 mg/g; Xl
ARV P 75 Ik B 2 P AR A S I, T A I
ok 2.361 mg/g. HETAIF DES 158 A A Hp $E I
T A R 1E, AT s R AR %E, E— & DES 7
T PR YRR, A AEEXT R DES £ 2 rh 4R HL
BT

ABIFE LA N A T8 A soR, R DES X
R Y B TR, IR 04 A (Box-Behnken,
BBK)S: g A X SR B L 20 AT Ak, S v iE P
A4 HUR AR 1 B, ARSI 7 Mk i SR T T A
Ei Rk bR A B A B ST

1 MR5ERE

1.1 #MR5E

A AN .

FACMBHZE R 99%, Fhr T35 (i) A RA
PET (B =98%, VLV HEIFEAYBEARAA); &
BE(oAral, R |tk TARAA); =B gal,
KA mie & AE AL TRFFTRT); Al AR A0 (43 ali, K
T L LA A ED; R (o bral, Rtk
G R A, AEARB (AP al, AR gk e Ak TR
HARA ).

1.2 UFE5E&&
DF-101S S HGUHE IR N $aE S 58 $ 88 (L 1 R IR T

{UZRBHH A BRI FD); TGL-16G 15 3 DML ZE B2
#8/7); KQ-3200DE & | KQ-100DE BBt s il i v s (R
T A A PR F); FA2204B HLFRFGREE 0.1 me,
F VRS B Bl A A BRZA D), L6S S AMAT DL Y B it (
TR A BTN B A R A A .
1.3 LWHE
1.3.1 DES #j84|

BaEMESEZEuE 1 PIRBEREHTRS, T
70 °CIEIE/KVAEEFE 1 h, BEWH—&EY, ZEHLEF
KFERE, 1335 KA 20%0 DESUY, Wi EEIR, %44,

%1 DESE#HI%
Table 1 Configuration table of DES

Fe s DES FER I
DESI SACNAGH -2 1:25
DES?2 FACAABH - = 1:25
DES3 LB -TEAE- K 1:1:100
DES4 AACHATH - = B 2 B2 1:25:25
DES5 AANamg-FL iR 1:25

132 RizHEARIR

WERFR I — & R AR, EFELEP, A
DES, #E% 4], iE 20 min 5, TEhE%E 40 W, 60 °C
FHEE 30 min, $2HUK 1000 r/min 2.0 15 min, B EIER,

R,
1.3.3 7 T AR/ sh ik o Be )
WERFRIBUS T AR MES 10.0 mg, ] 95% L BAUE R

% 50 mL, SEIFEEWIE N 0.2 mg/mL FIARAESHIFHR
1.3.4 474t &R0 4)

TERR U TARUES AR 1.0, 2.0, 4.0, 6.0, 8.0 mL,
BF 525 mLAERMA, i1 95% LA E 10.0 mL, 1R
G¥EE, A 5% NaNO, i | mL, 5], ## & 6 min,
B 10% AI(NO;); I 1 mL, $£57, #E 6 min, HIA 4%
NaOH & 10 mL, FH 95% A REREZE, 7451, #
B 15 min, T 500 nm b GE W RO LU T AR v S VA T
W AR ARAR(X, mg/mL), LA IALAR(Y), 22l
Frufehsk, S8 EIH5RHR Y=12.64X-0.0093 (r’=0.9992),
1 0.008~0.064 mg/mL JE N LEMESE R RIF .

13.5 #WegnghFmFEiti

TERRIR L 1 mL A W E P IOR 2 25 mL HEEH @
b, HARRIER 1.3.2, I REAROHE:

X/%= M x N x0.001 xV, xV, 1900, 1
m

)T, my A b T 0 2 R R
mg/mL; n R REAEEL V) ok 8 B e AR I A SR IR
R, mL; V, S R A 42 IO SRR m g RO Ry T i, g3 X
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(1)DES A4

4y {diF§ DES1. DES2. DES3. DES4. DES5. 95%
XA W WA TER R, FERHE L 1:20 (g/mL). ML)
100 W, 75 (] 40 min, 7SR 45 °CF, AN
DES ZE# %} ¥ il 42 BOR A 5200

(2)DES EE/R L 1E#R

Ay HIEH DES4 BYFE/R HE A 1:25:25 . 1:5:5, 1:2:1, 1:1:1,
HARSAFIR] b, AR IR HOT SR R A

BB TR AR

FEREFFRTTE] 30 min AR 60 °C BRELE 1:40 (g/mL)
FIAMET, ARG 2R 60, 80, 100, 120, 150 W,
25 SR D) N B R OCR 5

(4VBHR L B

FERRFE AT A] 30 min, IR 60 °C. HF Y% 40 W
ISR, A AEBCEE L 1:10, 1:20. 1:30. 1:40. 1:50,
1:60. 1:70 (g/mL), ZFEEAS PRI LX) 6 R E& B 14 R

(5)HA 7 i [ Ay

TERB IR 60 °C A D)3 40 W BRE EL 1:60 (g/mL)
FIAAET, Ak EGE 7 I E) 10, 20, 30, 40, 50, 60 min,
5 SR P S (0] o 5l A EBCR B S

(64 75 T3 Fry ik 4%

TEHF IR 40 W A HTE] 40 min JBRE L 1:60 (2/mL)
FAEF, Sy BIEBGEAS IR A 40, 50, 60, 70, 80°C, *
B P YA T A ER B R
1.3.7 @ @ik RACRIR T

MR L RS Ye 25 R, U A % AR .
] 3 AR MR R, DA ER IR A N AE, BT
O T S, DL 2T,

®2 MEEERKFERBE

Table 2 Factors and levers of response surface test

. Hifit K
AR
-1 0 1
A BRI R/W 105 120 135
B i 7= iLE/°C 50 60 70
C H A} ] /min 30 40 50

1.3.8  Hdaiba

AW SPSS 25.0 B HEAT i 4 BT, R
Graphpad 8.0.2 ZK {43 7/E R, i1 Design-Expert.v8.0.6.1
B AT 7 TSI 55 A2 PR

2 HER5SH

2.1 DES ZBIpN%EIF
DES ZS7 {1 $F H 3252 i 21 85 1 ) R BUHCR, XF 4 Fh

ANIFIF) DES HEATHER, A5 RmE 1 Frn. MIE 1 Al
DES3 #1 DES5 X4kt i #2422, 1RBORIKT
95%Z. 1%, DES1. DES2. DES4 HIIRBUE B EHT 95%2
fi#(P<0.05). AI ML, SEGIRBGANIAELL, W& A A DES Af
DA 255k v T (B R . b, DES4 X 1Y) 2 Tl £ R
e, X ATRES %A R b R B R 2 A K, ok
DES4 y $ BA i#5 # i (4 e AR 75 571

4 -

LA E R
[\

DES1 DES2 DES3 DES4 DES5 95%Z.M%
LRV
H: E P RER R R 22 57 1.2 (P<0.05), FH-.
Bl 1 DES ZREIREFE(n=3)
Fig.1 Selection of DES type (n=3)

22 BEEREILE
221 FBERIMRBREYHH

Z %% DES4 /Rt s IR BOR 2, 25 R 2
JIt7R o B 1 2 AT, SN2 A b7 R R A R, X
A REJE B T A2 R AL IR fE R R i & b, 23
MRIGTE414r 5 DES 22 [l AR AR A 7202, S 4 Ak B -
N = WE-Z BB IR FE A 12101 0 1:2: 1 200 B ) R R 22
SN2 (P>0.05), (HATHFFRINEE &, MEFEAL

EEIR L

NERE-TN = - 2 B BE R A 1101,
I
1:1:1
B2 R LR IBCR A5 (n=3)

33 -
Fig.2 Influences of mole ratio on extraction rates (n=3)
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222 AREHFIRRENI A

AN 75 T S A T R R R A i N 3 R .
FHE 3 A5, EE TSR T A R R IR 2 . 1
60~120 W [ P 2 T £ T 36 I 4 8 75 T R 14 i 484 K
TE 120 W iRBImKME, Z/EIRBCRREIR, X e M T
REE SUp N Ny L i et A R I T S N B
H 120 W,

48 =

HERERIR/%
» »
E =)}

»
)

4.0
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&3 SRR R A S0 (n=3)

Fig.3 Influences of ultrasonic power on extraction rates (N=3)

223 AHRKAIRIRE R0

AN TRPERAR T2 3 i S BCR A2 IR AN &) 4 B i
B4 AR, RB XA B i BRI R, B
BHR LI, BRI CAE W O, X AT RESE 1 T DES
B HE T B AU RY, SRR EE R 1:60 (g/mL)iE
FRIWCR AR e, ZJ5, DES By &6 Al aE o g in4id
R 2 STABIT H, AT AR ALK A 9 ) B B3 20 ks 25
B e R HE o 1:60 (g/mL).

6.0 -
55
5.0

4.5

HERBER /%

4.0

3.5

1:10 1:20 1:30 1:40 1:50 1:60 1:70
I H(g/mL)

4 RHR HE X R BOCRAYSE I (n=3)
Fig.4 Influences of solid-liquid ratio on extraction rates (n=3)
22.4 7 EESHRIRE 6 m
AN T P S TR X 24 i ) B2 A (R 2 e 1 5 S

PP 5 mI%0, 7S A (A) X A i R AR IR A S e 2, B
25 S RT3 N, RIBCRZ I, 40 min B, $RPCRE
Bl mE, ZJEZWT R X AT RER TR i ] $E
AR AT P A 4% A B R 0, AT B2 I T B 4 L
RO R PR B R 40 min.
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50 |- b
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L ERT

4.6 {=

44 | e
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Fig.5 Influences of ultrasonic time on extraction rates (N=3)
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AN [ P X AT B AR R (W R AN 6 s o

HHE 6 AT A1, B IR R IR B B R, R R
W& IR 2 T S G IR, T 60 °CIABIEm A B . X 7]
BESEH THE 40~60 °CYLREIN, IREMIRTHA(LFME T DES
MZERE, [RINHETE T 8 9 BR 5020, sk T
WA KR, YRR 60 °CHY, TN T H 414y
Ak, RS THRECEET . SOk Pa A iR N 60 °C.
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Fig.6 Influences of ultrasonic temperature on extraction rates (nN=3)
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C. L K ”IEJE"Z@(Y) 2 Design-Expert.v8.0.6.1 Table 4 Response surface experimental variance analysis
BT 17 A9, 5 AU BB, ks, PRI PR mikE s F P

T 15 B 3 A5 B Rl H LA R i 1.92 9 0.21 9.15  0.004%*

Y=5.26-0.042A+0.30B-0.16C-0.28AB+0.17AC-0.13BC

10.052A%-0.16B-0.29C2. A 0.014 1 0.014 0.62  0.4572
B 0.74 1 0.74 31.63  0.0008**
#3 MEESSKEER i
Table 3 Response surface experimental results C 0.2 1 0.2 8.37 0.0232
Sy A TS Bt C s Y i AB 0.31 1 0.31 13.44  0.008**
F IRIW WEEPC  I[E]/mi UK /Y%
i A i Tll/min  HRHCH/% AC 0.12 1 0.12 495 0.0614
! 120 60 40 322 BC 0.065 1 0.065 279 0.139
2 120 60 40 5.56 A2 0.011 1 0011 049  0.5054
3 135 60 30 51 B? 0.1 1 0.1 435 0.0755
4 135 60 50 4.96 c? 0.35 1 0.35 15.2 0.0059%*
5 120 50 50 453 HkE 0.16 7 0.023
6 105 50 40 471 FRie 0.1 3 0.034 219  0.2322
7 120 60 40 547 aiiRFzE 0.062 4 0.015
=1
8 105 60 50 4.59 B 2.09 16
R? 09271 Ry 0.8210 CV/%  3.01
9 120 60 40 5.26 j
T *3RR 22 5 .3 (P<0.05), **3IR 22 5l ik 2 (P<0.01)
10 120 70 50 4.96
11 120 70 30 535 M4 b AR RIAS 2 e 0L T 4B &, DL 7~9, WL
b 135 s 40 07 B ER R, 7645 PR AR S 038 AR AT R ORI
' AL RIS S TR, RIS R R AL shKF N 47
13 120 60 40 5.17 TEWEAE 127300 g 1T R4 100 3 2 R /NI 35 1 322 IR 35 o 7
14 135 70 40 504 Eﬁu["ﬂﬂ/‘]gﬁgg, 5ﬁ%ﬁ§&ﬁﬁ*ﬁ*ﬁf@éo
15 105 60 30 5.42
16 120 50 30 441 0
17 105 70 40 5.80 8

HIEE 4 AT, ISR P<0.01, LBHIZRIR 2% Pk
. F 4P R=09271, Ry, =0.8210, 285 R Mi(coefficient

of variation, CV) N 3.01%<5%, JiWiA P2, FKUZHR
7E 92 55 DX () Py 4004 B2 O Y, Rtk R4r, JF HoB 9% g R
82. 1% H R (E Ak, LA 38 1 T S R . PR .
V7 R AT ARG i R 4% DR 2R S A 2 T DG R o AR
3 ANARTR Y TT 2 WSS, P LA R I R B -
BB B3, 3 A R RO RO AR U BPAEFC 2 G I R
Dy P> > A AR, L HIiR AC 5 BC
LR 5 AB S i %iﬁ%o S ij o A7 R R LA (0-3)

’ Fig.7 Response surface map of ultrasonic temperature and
I B A FH i 2 ultrasonic power interactions (n=3)
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Fig.8 Response surface map of ultrasonic time and ultrasonic
power interactions (n=3)
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Fig.9 Response surface map of ultrasonic time and ultrasonic
temperature interactions (N=3)
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il 1 Design-Expert.v8.0.6.1 24X B804 5 R4 T
O3Hr, SRR A AR 105 W, AR
70 °C. FFEEFA] 32 min, 7S T B BRIS TG A
5.96%. TEMLARAF R H A SL00 3 Yk, A0 rp o i 1 S R4 B
KK 5.88%, 2% SCIGARLMER T 5

3 wgSiie

AWFSE AR A A WE R4, FIH DES 18 M,
Xof s B S ) T R G T T R ER . SRR, R
DES fENIRIGH, $RBCEMH B & TSN O FERIL . #
WFFEHY 5 5l DES H, i S AL BB N = - L IE(BE IR EE 1:1:1)
3 H45rF LY DES BEIE & T 40 S ER i 4R I . X 40 H
PECT 27 oy 1 SE B A Ak, SRR I T2k B

WL 1:60 (g/mL). HEFATH 105 W, A IREE 70 °C. #
P 32 min, FEMLARPFT, BEIRECRY 5.88%, S
2 SCRRABRERS FLO11), 5 o R 534 SIS
LRI, AR T T KRR TR AR,
[tk DES 78R AR W1 $ b ) b FH S A S AR 4
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