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Response surface optimization on ultrasound-assisted extraction of
hemp cannabinoids and study on anti-oxidation property
LIU Na"** | CHEN Ling-zhi' , ZHANG Yan', ZHANG Li', FAN Jing'
(1.Department of Chemistry, Hengshui University, Hengshui 053000, China;

2.Department of Pharmaceutical and Cosmetic Engineering, Woosuk University, Jeollabukdo 55338, Korea)

Abstract: Taking hemp seeds as raw material, hemp cannabinoids are extracted by ultrasonic-assisted extraction.
Through using total phenol (TPC) and total flavone (TF) of hemp as well as extraction rate as response indicators, and
using FRAP experiment to evaluate the anti-oxidation ability of cannabinoids, response surface methodology (RSM) is
used to optimize the extraction time, extraction power and methanol concentration for ultrasound-assisted extraction of
hemp cannabinoid.The optimization results show that the optimum conditions for the extraction of hemp cannabinoids are
as follows: extraction time is 15 min, ultrasonic power is 149 W and methanol concentration is 80%. Under these
conditions, TPC and TV contents can reach 318. 05 mg GAE-g™" and 39. 11 mg QE-g™' respectively, the extraction rate
can reach 11.28% and FRAP reduction ability is 17. 84 mmol AAE-g™'.The indexes of extraction assisted by ultrasound
are more than twice that without ultrasound. It is identified by HPLC that hemp cannabinoids composite mainly
cannabinoids and tetrahydrogen cannabinoids.
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DURR S (TPC) VR (TF) BrE LR (581
TR EGEJFBE 1, FRAP) LU K ARBCR A R 1 5 , 7
JH HPLC XHURRAL & ) KR Z (CBG) | U & KRR
(THC) #4755 AL ESPEA, LAY hy 8 75 i B 42 B
DURR ] 28 DURR 2 H2 HEHR AR
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DUBRKE )P AR F s e by R TR
& B A,
1.2 Y8

JY92 - 1IN 75 20 M #5 WEAIL, 77 I8 2 AR W Rk
FBAn A BR A W A2 77, TU= 1901 UG TR 248366
FETE, db 5t 3% A ad AL AR A R T AR A A A
BSA223S L1 KF, AL nt 28 Z R B 2= AU A A R
AA 77 5 AB SCIEX VAR (033 B i 16 FH AN, H A i
A7,
1.3 HEmiaiE

Pk I8 AR 1 DURKF , Ve #9142 0.5 mm
i, T 4°C A5,
1.4 XRRKRRERRE

BU5.00 g #E5h S 100 mL I EE/ KR, BT
250 mL = A, A0 R 55 DLl SR s R 28 4
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1.6 NaRZ fEEMR AL

e R R Al L, UL TPC TP TS %N
WA N , 5 5845 IRV 28 S HAZ BAE FXE TPC . TP il
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1.7 XRAXBRERESEHNE
1.7.1 EB(TPC) ¥l &

I R OAR B I E 4R B W TPC, 2 IR
Ainsworth 251 B3R (9 05 ¥ IR #E AT B e in . %
0.5 mL #2H 5 2 mL #EARE 0 (K 1:15 %
B)F 10 mL HEIRP AR A2 min JFITA
2.5 mL 7.5%1% Na,CO, K, & 2% J5 16 g 45 1
RN 2 h, #RJE H &S - 0T 0L 4y o6 % B I AE
765 nm AN TE WG, LAAS AR IE (RS R B Y
AHTE) J7 25 i 4 25 W) o T BT 6 VR R Y L O
0. 1~0.5 mg/mL 7% B T BR 09 b5 o 1 W 24 i 4 U
Mgk, Sl LIRS i E F R Y iR, RN
mg(GAE) /g,

1.7.2 BZER(TF)#n <

SR Teh 2517 B Jy P50 72 S8R 6 1 mLL 42
BUES 0.1 mL 1% 2-242 £ 3k Z 2R BE 002 46 1P
VW (AR T 10 mL FEHPRA ER, K5
FHERAM=0] WG YT T 404 nm AW,
PIZS % . H0.05~0. 3 me/mL 2 ZE 2
R M 2, BB DLRE e e R Y i,
mg(QE)/g &R,

1.7.3 #F&nz
PP T 50°CIHAE T T 4 h(EFI B 24
PRI ) DN BEICH 1 7 56 AR EOCR
BIRE % = (my/m,) x 100%
Horpom, Wil FE &, g5 m, MY 55 1 5
o, g,
1.8 FRAP fnSEALEENHIME

Z: 18 Belwal %% firid )5 101 %€ FRAP $i%8fLRE
71 :3EL FRAP ( Ferric reduction ability power) % ,
¥ 0.3 mol/L pH 3.6 100 mL Z R #h 2% vh i .
10 mmol/L % T 40 mmol/L HCl Y TPTZ ¥ & I
20 mmol/L FeCl, PIAFEE 10:1: 174, ¥ 0.1 mL
PEH 5 mL FRAP AR A, 78 RKG Ak 37°CKT%G
HR N 30 min, AT UL R BETTHAE 593 nm
bW S, LS R E, HWEE 0.1 ~
1. 6 mmol/L BYHT YK Ml R 145 W 22 i) 12 M 1Hh £, #6 i
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FRAP LS AL BE 71 LAHT IR ML IR 24 4 7153, on A

mmol (AAE) /g,
1.9 IHRKKRELTE
Z I8 Baker %" BT 1%, | HPLC XHDURRK

RS EFT Y E . K H Phenomenex Kinetex C18
(150 mmx4.6 mm,2.6 pm) e tEdE1740 5 JEkE
BN 15 pL; st A(H, 0+0. 1% HCOOH) 1 B
(CH,CN+0. 1% HCOOH ) £H A ; #f & v Ji 33 1 ol
1. 2 mL/min ; Ji A A8 :20% B(0~1 min) 30%
B(9 min).44% B (13.5 min) . 100% B (16.5 ~
18 min) .20% B(18.5~20 min)
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KA FEMF R, AN, KIS ER N &4
BEAME AT R, Hit, BB
IR 50% ~75% MH.,

2.2 MM mERIEMLER
2.2.1 "R @RI s ERER M

RO A A B, B 5 A IR (A) |
A YR (B) M AR B C) xb TPC TF Al
RPCRAF I, oo A s T LA Rk 2
BioR

®2 POASGHRBIRITRER

AE S A WEEE PG/ TF/ -
s mhE R BN [mg(GAE)+ [mg(QE)- 20

(A)/min (B)/W (C)/% g '] g ']
1 0 0 0 244.71 38.50 9.57
2 -1 -1 -1 189. 47 34.91 10. 02
3 0 0 0 239.04 33.52 8.85
4 -1 1 -1 205. 89 45.02 12. 10
5 0 0 0 265. 31 36. 39 10. 56
6 -1 -1 1 200. 52 16. 89 7.02
7 1 1 -1 197. 83 46. 50 12.21
8 1 -1 1 313.99 37.24 9.99
9 -1.682 0 0 229.78 32.58 8.71
10 0 1. 682 0 240.53 39.19 9. 68
11 0 0 0 271.29 39.39 11.58
12 0 0 -1 210. 07 42.73 10.91
13 -1 1 1 267.40 23.06 8.36
14 0 0 0 245.31 39.97 10. 31
15 0 0 0 249. 49 42. 89 10. 20
16 0 0 1. 682 262. 63 25.36 8.73
17 1 0 0 254.56 39.73 10. 62
18 1 1 1 313.39 39.26 11.37
19 1 -1 -1 218.43 47.04 12.77
20 0 -1.682 0 228.58 31.44 8.75

2.2.2 PRSI E 5
FIFH Design—Expert 8. 06 A4 XF i 5 25 SR 47
R, G5 R R 3~ 5, 3 AREIHAFRIT .
Yype = 248.11 + 20.514 + 7.41B + 33.62C - 13. 06AB +
17.32AC + 8.81BC + 0. 684% — 6.94B% - 5. 14C*

Y, = 37.45 + 5.73A + 2.55B - 7.94C — 1. 85AB +
2.87AC - 0. 17BC + 0. 124% + 0. 368 - 0. 34C*
IR % = 10.10 + 1.074 + 0.52B - 1.25C — 0. 324B +
0.394C + 0. 15BC + 0. 174% - 0.28B> + 0.33(C*
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*3 TPC HFAEBEFENN
; B .
7 SR T Al By F{H pfH  WEH
LAY 20087.75 9 233197  14.20 0.0001 = =
BN (A) 4208.41 1 4208.41  25.63 0.0005 = =
HETI(B) 54841 1 54841 3.34 0. 0976
AT 1130513 1 1130513 68.84  <0.0001 = =
SIE(C)
AB 1365.3¢ 1 1365.34 8.3l 0.0163 =
AC 2399.65 1 2399.65  14.61 0.0034 * =
BC 620.79 1 62079 378 0. 0805
A 127 1 1.27 7.711x10  0.9318
B 13229 1 13229  0.81 0. 3905
c* .76 1 72.76 0.4 0. 5207
B s 1642.29 10 164.23
M 82.41 5 16448 100 0. 4987
1R 819.88 5 163.98
vl 22630.05 19
x4 TF MBEEPAERFTELSH
75 S R IR 2 AmE )y FE pE  REH
SEJ5
BT 1153.67 9  128.19 9.84 0.0007 = =
PRHTE (4)  328.32 1 328.32 25.21 0.0005 = =
HEIR(B) 6510 1 65.10 5.00 0.0494 =
FH A R 630. 58 1 630.58 48.42 <0.0001 = =
3(C)
AB 27.40 1 27.40 2.10  0.1775
AC 65.73 1 65.73 5.05 0.0485
BC 0.24 1 0.24 0.018 0.8947
A? 3.96 1 3.96 0.30  0.5935
B? 0.37 1 0.37 0.028 0.8702
c? 31.74 1 31.74  2.44  0.1496
2% 130.24 10 13.02
R AU 104.81 5 20.96 4.12  0.0731
R 25.43 5 5.09
§s¥ill 1283.91 19
x5 HBEOAKFESN
GaEe s SUi i AmE By FE pHE BEHE
Rl
LAY 32.77 9 3.64  5.42 0.0072 o =
PEHUREI(A) 11,56 1 11.56  17.20 0.0020 * =
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75 5 R o AmE ¥y FE i BEH
s VN qzjj*n )32, P A
TR (B) 2,67 1 2.67  3.98 0.0741
AR 15.73 1 15.73  23.40  0.0007 = g0 o 7 oy
SO © gy 6% 50500 P
) -
ﬁzﬁﬁ} '020.005.007'00 ﬁa;,w‘\i\'“\
AB 0. 84 0.84  1.26 0.2883 /% A

AC 1.22

1

1 1.22 1.81  0.2081
BC 0.18 1 0.18 0.27  0.6160

1

1

1

A2 0. 082 0.082 0.12  0.7340
B? 0.21 0.21  0.31 0.5872
c? 0.30 0.30  0.44 0.5223
i 6.72 10 0.67

REAUH 4.44 5 0.89  1.94 0.2416
R 2.28 5 0.46

pEp | 39.49 19

TE: o+ # 2 p<0. 01, ZZ R 5 N p<0.05, 257 B,

H# 3~ 5 A LIE I, TPC  TF F45- 5 [a] ) 4
BRI R % (p<0.001) , RAUTA B2 (p>0.05) , 1
I Z K053 M 0. 927 4 .0. 898 6 F10. 829 9, HJl TPC .
TF FIHEBCRAEWT I 0 2~ [ )5 X3 B AL & R
U, WA UGS 5 E W E, AR,
TPC . TF F145 R (0K % 5 43 1] 13.583 12,741 Al
9.820, Hh & K ZEXF TPC . TF FI15 250 i % 1
F HEAR BB (C) > BT ] (A) > ) &
(B),

MR 3~ RS ATLUE, BB ERIFARE
(p>0.05) , F A .25 K5 B S5 J08T 8103 407, 45
S R EE 5 B AR

Yype = 248.11 + 20.51A + 33.62C - 13. 064AB + 17. 32AC
Y = 37.45 + 5.734 + 2.55B — 7.44C + 2. 87AC
PIBCR % = 10.10 + 1.074 - 1.25C

2.2.3 HER X ZAERSH

FI Design—Expert 8. 0. 6 AT R R 22 H
A FH i 7 T S S v 2 I, AT B O kb Sz ke PR 2% (] A
ZHAERX TPC \TF AR sZ L AEE . ol
I 8] 55 Y REARER 38 (AC) 32 BAEHIXS TPC 500 B
KUK S s,

H L5 AT LA Y o niz ith T S 5 E S B e
T W 7 T A R R A, AR S R 2R Y RO A Y
BRI [E R 15 min 2247 HBHARFR 800 80% 224+
i TPC {HiK

XTOCAR G 1 3K (8] YA A58 Y 33647 0] 1o 18 43+, 8
AT TPC | TF AR BCR A A& H

K5 BEmESPEARIBRELERDH
TPC AR 2 by i o [ e 56 g 4

BFIE]2A 15 min G675 D460 148. 94 W B EE (R FH 3
Bl 80% , WM AE 43 51 A 316.906 mg ( GAE)/g.
37.695 9 mg( QE) /g 1 10. 88% .,

FET AT TPE DN K e AR B T A R
AEFE I E] R 15 min A DIECN 149 W EEARFR
Bh 80% , 7 I 5% 44 N AT 3 AT, 15 2
TPC . TF 14 W3 53 3 Ry 318.05 mg (GAE) /g,
39. 11 mg(QE)/g 1 11. 28% , 5 S (A X 1R 254>
WK 0.36% 3. T5%H1 3. 67% , i 525645 5 S
TFE BT,

2.3 HBEAIEXN TPC.TF . FRAP F5 R FIE200

AL FEX TPC | TF FRAP F115 2 1§ M 4 2

6 JI/R,
*6 BEAEMZEXEI TPC.TF FRAP
BELLER
TPC/ TF/ FRAP/ .
(mg(GAE)+ [me(QE)- [mmol(AAE)- 1
g'] g'] g'] *
25 EXT R 150. 35 10. 84 1.52 4.99
Py hsi] 318.05 39. 11 17. 84 11.28

H12 6 AT LLE ), 5 5l B $E B TPC | TF
FRAP FVG 3 A M B 2 82 55 (p<0. 01) 5 76 1 75 I
6] 24 15 min B IERN 149 W FRICH EEAR R4
9 80% , TPC . TF . FRAP 115543 %] 3 318. 05 mg
(GAE)/g.39. 11 mg(QE)/g.17. 84 mmol (AAE) /g
FI11.28% , L TCEBF AFE A48 hnm th 2 52, Il
G B P PO I 2 5 B A VR AR T4 & 1
BRI A IR 5 4 8 25 AL St P g e 3R
P SR IBCDURR KRR 2 P A Ak T v 2 BT, 2
JE R 7 R I 2 1 O B
2.4 NHARELTE

HPLC 43 B UM KR 2 14 15 JBE 1) ARG 7 2 1
fhgEFRME 6 fi



2019 F 1 B Pyl

17.24

A
ot 2L

=] 90e4: 17.35
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217,95
6 17.04

r \18.11
1.0ed} 1588 163016361649 16,68 1636 A /\ ALS20 183418.58

15.816.016.216.416.616.817.017.217.417.6 17.818.018.218.418.6
B} [A] /min

Ko MERRME AR EE

HE 6 rTLIE 1 il ok HPLC 3% % 52 1) £ 2L
R B 2 43 51 2 CBG %u THC,%%H#IEH%%%J
17.24 min 1 17.35 min, 55X BATAH LG, S fE RS
BRI 2 A5 T S BRI T URR R RR 2R 1 I
AR

3 Hig
A PO L BT IR R Bl £ DU

(4 TPC | TF FA3 3% 15 W i S AR FR B A 1 oy . 75
BFEIA 15 min B D308 149 W HBEIA R 43 550
} 80% , TE M 4 11 F , TPC . TF Fl 2 BUE 43 51 Ky
318.05 mg( GAE)/g.39. 11 mg( QE)/g Fl 11.28%,
FRAP 4 17. 84 mmol (AAE) /g, #7 %f B 4 BUMURR
1) TPC . TF RS2 ILTE R 540 T (JoH 7 AR FE) 45
Febr L HAU R RE ST (FRAP) L 2 35 % B WTiE 5
iy BB ICDURR KRR 32— Fh A R S (L R I R
28 HPLC %28 Iris DURR KRR E 258 CBG Fl THC,,
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