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M . TR Y20 e 7 B 3t 2 o
SFE HEMRIE R T2

%A A TR kAR k¥ P keg™
a( FEFHEABE AL AT AT T i X P OCRMT 59 5 810008)

o PEBEGEG AR LT 100049)

o BEMEAHARAR PHTH  810003)

SR WA R A AG T R S AR B B b 5% FR R RS 1) 2o 3k AR HRU T I 9 R 94 FE R
£ 3 AR NBEHLE T, 7E 8RR MR RT3 R 3 /KF BoxBehnken H O A SR, LL 55 H
FE R AT 22y e AR HEAT R LT A0 AT o B A S P P PR B A B v SR T R RS 1) 5% D TE SRR TR]
61. 6min, JEF AR F 80 90. 5%, $2 BUR FF A 53. 9°C, 558 Y FEp i 15 R BRAG M0 0. 3403% , B iE {8
0. 3389% , W53 8] (AR % 254 0. 4% , Sl 5 B A &, W% AL 7 VL] 4T .
W 87 TRV 5 7B P i L S Hb 35 53 PR e
:R914; 0657.7 2 A : 1004-8138(2011) 03-1261-06

1 55

Mo e % 75*4(50r0phulariaceae) % AR HE W) I B ( Rehmannia glutinosa Libosch. ) ) B
MR R R, AW ZRNE, BT R ARREZ), 1y b5 2 B2 At 3
(R Jaf i, FOA Rkl SEAE, BB BT e, &k M), AR S HM F & & T AR 20 £
A, 2005 23 CKs SR T BB S-Hydrox ymethylfurfural, S-HMF) W3R Jy 2t 5 5 & 42
FIbRAEPIRE Y, M B TEA ) I TR v, 22 BB A 23 A2 Ak, M) I SRR RO A SR LS B
N, TT B 5 SR S A SRR B SRR 3 A S B0 S RIVRE 4 B SRR A T
RERE AR RN S-HM F o JXM 58 39 22 (30 AR T-rb 25864 S, BLZE &oan, B Dok, At L, & 1
RIS S # 2 I B 5S-HM Fo A28 S-HME 24 BRI 9T R BH, FonTRese e &5 b — RN
It T A BTG Ry, 78 HR 2 S5 Hh T RERFE AR 250 . BT b, A5 0 BOGF Bkt B 1) R
PERSY SHMF BT 5L, ASSC B 7E i i T VAR A s v S HM F 32802, SN ) 2Rt F de 4t
—ENZ%.
2 Eheuliy
2.1

Agilent 1100 75 R0BAH (L35 AL (S 1H A gilent 2 7)) : Agilent 1100 G 1314A SAMMIAX, A gilent
1100 GI311A PYJCZE, Agilent 1100 B & 1b 2% TAF 3fhi; FW80 =y #Uby FEHL ( K 28 Bk A #]) ;
ABI104-N H 7R ( MR R 2 A F]) ; Autoscience AS i GV as ( KRB BEAFZE BRI A F]) ;

®© BERA, FHL: (0) 13519703453; E-mail:lingfengzeng@yahoo. com. cn;x fzhangg@ 126. com
PEE A 1A 08(1983—) , 5, i B3R N, TR L, BF 7807 D9 B A AL o
Wk H 3 201050623, 3% H i 2010-08-03
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Milli ZQ Element A KA TEHESF M illipore WHE]) .

FAMO T 25 A0 E 5 M T 26 g5 52 F BRI S-HM F) R RS BB L 24 AR A R e
B4t (b5 111626-200806) « FEE Ay tal ali, HA A o frall . Seas F7K ok 4K .
2.2

AERFAFREL S-HM F X B 1mg, B 80% HEE ISR, T 25mL =i+ DL 80% H € 45, #225), 19
iR EY 0. 04mg/ mL H) S-HM F F5 #EE W
2.3

¥ ZH EE A Y) B 0. Sem X 1em K/NEITT B £E 80 CF- 452 24h J5 Fafite i 80 H i o vHER AR 24
A 1g BT 100mL HEI , I 80% FEE 30mL, #8745 1h, i€, & B N 50mL A&+,
T 80% W EEEFR B2 %%, #2257, BN (R
2.4

2.4.1 & LM

A E1617069-C s (1% 4 ( 5um, 4. 6mm X 250mm ), FHEE—K( 8 © 92) Jy Wi shHH, Kol 3k K
284nm, il 30°C, J# 1. OmL/ min, FRIEEEAR $d% 5S-HM F 5 A F 5000,
2.4.2 HMXFEFK

AE RIS IREE A 0. 04mg/ m L XTSI 1, 4, 8,12, 16, 20uL, ¥E N AR 3 4%, 157 g
AR o DARERE (o, pg) OB ARAR, X R SIS TR FR A () AN AL AR, bl R ikl 2. 45 519 75 72
y=910.35x— 3. 8269, r’= 0. 9999 . £ LEBHLE 0. 04—0. Sug JEIF P, HEFE &5 T A 2 B IFH 26
HERR,
3 R 5tk
3.1 5-HFM
3011 ME BLE B At R

B3RS BRVRAE 2. 4. 1 il 2500 R, S FES IR, 5HM F IS AL RSD= 0. 32% , Ui P AXA% F
PP [ s EUH B 2R K d% 2. 3 TR A SPAT Il 6 O BV, DA 2. 4. 1 T SR AT
5E, 5-HMF & FH RSD= 1. 67% , 3 W A J5 v I R4, B ARy I 4E 1, 4, 8, 12, 16, 20h LA
AR T IE, RSD N 0. 74% , R 5HMF 1F 20h WF et BRI
3.1.2 i ENLE 0-297

AERA PR N & B AL A R 6 4, I —
FE LA IR h, 2080 R A6 7 1 46, WL ik 3 0%
W SR EAT I, TH R R, 45 BEEREE S-HMF [ ;
AR R 101, 2%, RSD A1 4% , R AT i 4 2]
AR AT

0.26,

3.2 30 50 76 50
FRURES 1] #/min

3.2.1 ARECETIE] & S-HMEF /3569 %5k
TE V8 70 AR 43 H0 AR BE 2y 90 [ 5 4 809% Al
55 "C IS G PP TR] 5 S MR AR 1520 BB Lo RPN S0 78 3050 80min PR S-HMF AR Tak R i1

Bl 1 SEHU R S-HMF 526 10 5 0
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AL, ABAE 50—60min PIATHCK AU IGIN, B ) B IR 1] SE - 38 JF A B &2, £E 60, 70min A1 80min A&

5-HMF SR LR FZER(P> 0. 05) « HJEIFE] B, FIHLESE 60min 1F09 fefE SR TE .

3.2.2 BAMRMS A SHME 4 549 %0 |
DB [ 1h, M9 55 CHIFREL AT, 25 22 B AR

Hoor SHMF 7595 195 0.t 2 700 B 170 AR 2 B 38K

S-HM F 192t 2 3% 151, 15 B 80% W ACE A2, Bl AR B0k 4%

VTR B0 90% , BUI P70 AR B 55 o A AR

5-HMFB & /%
<
=

3.2.3 B M 5-HMF FF %06 015} - o
SRR [R] 2 1h, W ANARR S 809 909% I, I 0T 5-HMF 43 ERUEELH0%
FMFCMILE 3. B IR 30—45CHUBN SHMF BREAR ) woimmmr saur
AR, To 3 5 (P> 0.05), (H B S LT &, HAT SR K, 155 ) B
50 CHFIARITI A5, b5 XORE T T R TR 2 7 B f
— VAR R, R AR N B, B 23 Ah 5 0.321
SOM R AR RN . TR T e R R R S BT .
Ho 5 P o i AR SR AR T RO, B AR :g )
RN . AR I 50 CHE R HRI B AR FE . ‘g 0.29¢
3.3 5-HMF "'“
1E R ARG Al B HEAT 3 &R 3 KT 026 , , ,
Box Behnken F /02 A TG 1B A X 1, X 2, X 3 30 0 %.—Mg—/vcso 60

Y 53 AR 2 BUR A, 5 73 PR A 3, SR DGR 3
MRS SHMEF 535 R IGH Z0KP Bt 7
FMEERILE 1. 21 1—12 BRI, 13—15 s ik 3. 34> AR IR LU THse ik
URZE o WA ML 20T AR ] SAS RSREG R X Bl 198 kAT He e /b o S8 LABEAL XY 2#E4T, LA
5-HM F 133 900 NAE AT 270 0k [B1A 434, 459180 95 F2n

y= 0.332167+ 0. 010838x 1+ 0. 008X2+ 0.017588X s— 0. 026833X 1.X1— 0. 010633X:X3-
0. 005575X 1X = 0.0025X 1X 3~ 0.028808X2X > 0. 003525X 2X 3

K 3 EEX SHMF BRI

1 Box-Behnken 5-HMF
s X 1(min) X2(%) X5(C) Y(%)
1 - 1(50) - 1(80) 0(75) 0.2507
2 1(70) - 1(80) 0(75) 0.2875
3 - 1(50) 1(100) 0(75) 0.2767
4 1(70) 1(100) 0(75) 0.2912
5 - 1(50) 0(90) - 1(60) 0.2637
6 1(70) 0(90) - 1(60) 0. 2864
7 - 1(50) 0(90) 1(90) 0. 3080
8 1(70) 0(90) 1(90) 0.3207
9 0(60) - 1(80) - 1(60) 0.2651
10 0(60) 1( 100) - 1(60) 0.2893
11 0(60) - 1(80) 1(90) 0.3032
12 0( 60) 1(100) 1(90) 0.3133
13 0(60) 0(90) 0(75) 0.3313
14 0(60) 0(90) 0(75) 0.3316
15 0(60) 0(90) 0(75) 0.3336

Gt e BRI E 2, P<0.05 N EZET, p<0.01 NEE EE . A EZE G K
P<0. 0071, Pt BR A A BAT Geivt 25 2 30 R PEOE REON'6199263, 1 1 Pie AN 0197932 )
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T p=0.06491> 0. 05, FXT bR 22N 1. 27% , 6 BB Y 5 SRl A PR, mT FH SRt 2 3%
AR SHM F B LE AT . 25 R X1 X2 X3 X 22X 2801 X 235 Al 12 3 T, %
5-HM FA3 R IR N 3, X1 X2< 0.05, HEF T, XX s Al X2X5 9> 0. 05, X S-HMF 3 % 5
M) AN 25, {5 XX s Rl X 2X s 5 01 8] FA2 AR AN AR .

2
75 7 RIR Rl H ¥ FiA P8
X 0. 00094 1 0. 00094 65. 79527 0. 00041
X2 0. 00051 1 0. 00051 35. 85225 0.00181
X3 0. 00248 1 0. 00248 173.2785 0. 00014
X1X» 0. 00012 1 0. 00012 8.70555 0.03187
X1X3 0. 00003 1 0. 00003 1. 75062 0. 24306
X2X3 0. 00005 1 0. 00005 3.48036 0.12113
XX, 0. 00266 1 0. 00266 186. 16311 0. 00014
X2X, 0. 00306 1 0. 00306 214.57572 0. 00016
X3X3 0. 00042 1 0. 00042 29. 23366 0. 00293
Rt 0. 00961 9 0. 00107 4.73856 0. 00012
21 0. 00393 3 0. 00131 91. 64201 0. 00014
LRI 0. 00548 3 0. 00007 4. 64551 0. 06572
AR 0. 00007 3 0. 00002 14. 55810 0. 06491
2R 7 0. 00003 2 0. 00002
i e AL 0. 99263
B IEHf E R 5L 0.97932
AR VEE DR (%% ) 1.27
4-a 4-¢
0.34

033

N

e 0w

PRI H0%
BRI C

51 57 63 69 51 57 63 69 81 87 93 99

LI [E]/min PRI [B]/min PRFRSYH 1%
B 58 i HRIE =50°C P ST : (4B =90% i 5 241 - 4R LR 14 =60min

B4 SRIUR ), 700 AR 2 BORIIR BE XS 5-HF M 75 2 () iR 32 T ]
K 4 7 AN RIEE 200 5-HMF A5 310 iy S B, Herr d-a A1 45 59 5l 2 [ 58 SR 08 50°C I,
B FU [8) AN TR B3 B SHMF 435 S0 (YR ] =4 PN S5 2 Pl AT rpm] DL 25 S B
() R FPUARR 0 B 3G 0, S-HMF 153 e 2 48 o 4 3R BN TR IA 2] 62. Smin I, ¥4 A AR 7 21
IEF) 2%}, SHME 13 350k 12, bR PRIEREAR; 4-c A1 4-d 73 il A2 [ e i AR AR 208 90%
I, 48 BT o) AT B 0T 5 ML E 453 SR By 1 7 PR S5 v kPl o OKIET oy LA i R ] 191 4
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i, SHMF 53R AR F K, 76 Brh R BUA h 22 bE e Gk, D0RA 78 2O TR 2 1R 78 A2 i, 4R 4R A
I [ AT R b P ) BB . T -1 B 58 ) R B 7 A AL BE S BN, S-HML P PR B R AR 4k,
AR, 1 FERE iR FE T Bl A 2B AR B AR o 4o AT 4 43 Sl [ B 18] A 60min B, V28 771144 R0 #
AIHEHUHR BEXT 5-HM F 45 285 Wi [ e S 1] AN 55 5 28 B AERUIRIRRE YE I, 5S-HM F B 032 I
JERS MK, il FEIAH] 54 °C J5 S20R 55 o T AR 2 200) B B SELMLR IR, 15 92% b — 5
K Eio B SAS M 13 2 B R WA S AR Y) B 25 DR 3R B B 2% 1 o B 6] 6 1. 6min, VA 77 AR 43
$90. 5% , 3EWURE N 53. 9°C, B FHK) SHMF fx K435 0. 3403% .

3.4

TE L W 87 THT VAR A s A B 4% A, R EREEST 7] 61. 6min, 74 AR 7 %0 90. 5%, $& B
&9 53, 9°Cx Bt 3 o SHMEF #E47 3 CPAT IR SL LS, S-HME “F35915 %5 0. 3389% , RSD -
1. 2%, BLSAH STRIMME R ZEN 0. 4% , P58 WD BEE, SRR ol 4T .

4 Hib
RS2 B30 ok v 7 TV, R A SHM F B BUAS 2 15 e R 35 ( 4 EDURN TR, ¥ 7R A4AR 2 AN
PEHGIRE) AT T 7T, SEU02E 53R B S BT (], 5 PR A1 23 B0 52 BUR FEXT S-HMF 195354 &
RO, FFAE MEFE AL BT % s PR B AT TR AL, 15 B AR SRE KA 9 R N H] 6 1. 6m in, VA 7T 44
U4 90. 5% , FERURE 9 53.9°C o 48 50F A B TiNNE 5 B SHUE R ZE 8 0. 4% , UiAH B Sz
FEHREL S-HM F $2HL T2 152 0] 4T .
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Optimization of Ultrasonic Extraction of S-Hydroxymethylfurfural
from Steamed Rehmanniae Radix by Response Surface Methodol ogy

ZENG Ling—Fenga’b SHEN Jian-Wei' WANG Huan” ZHANG Ben-Yin"'

ZHANG XuePing" ZHANG Xiao—Feng”
a(Institute of N orthwest Plateau Biology , Chinese A cademy of Sciences, X ining 810008, P. R. China)
b( Graduate University of Chinese A cademy of Sciences, Beijing 100049, P. R. China)
¢( Qing hai Xiadu Pharmaceuticals Corp oration, X ining 810003, P. R. China)

Abstract Ulirasonic extraction of 5-hydrox ymethylfurfural(5-HMF) from steamed Rehmanniae

Radix was optimized by response surface methodology . T'hree factors three levers Box Behnken design
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was employed to optimize the extraction process including extraction time, solvent concentration and
extraction temperature as the three random factors. T he extraction conditions after optimization were
as follows: extraction time of 61. 6min, methanol concentration of 90. 5% and extraction tem perature
of 53.9°C. The relative error between the predictive yield (0. 3403%) of SHMF under optimized
conditions and results of the verification experiments(0.3389% ) was only 0.4% , which indicated that
the optimized method was feasible.

Key words Response Surface M ethodology; Ultrasonic Extraction; Steamed Rehmanniae Radix;

5-Hydrox ymethylfurfural

WA SRR TR AR A F

e T S2 I =)

KSR RIS PR A e R B!
REFAZE(50% - 75%) N 5—9 N H,
DE(20% - 45%) N 1—5 DN H, DE(0- 7%) 8 15—30 K

B R BRI, 2R RS A R A EI’JFJJTE W EH Bl 55 3015 2% 5 A fE A B "lel
SRR TT SEOR I, KDY AT ARG DR S R LA RN TR D HE R o PR, A TSR PR AR AR /i
oA SRR IR T

R R R W R A RRIN KM (FERER A RE R E CELED IR RRME
FRONGE I RS, AR EREE 10 SRV B, M52, (R RRECERE A O ", MARIL
Ho" "o B EERRZE, BT B CERERES, EBEZIEEAERRFE. TXk DRI S
3T KAE BN A, BT A R RAGR . RATIB I BN, THEEE BN, RE I, AUEREXUT
¥ 77, T B SR RE K R RN TA] o (R I J5T 2 A8 A R gt 2 1 S L 3 T I R B ST
&, JERFEAT] GRS TER, © " BISCT BT STENE 2, AT A BRI (9B (B4 L 1
FHET); AR O R LR i 2, 75 B AL 9T W 8 B R R R il 2R, JR TS BRI R il 28 R
THEAE f T RMSEIRR AR AR (ST RS RS B, Tl FER B 2.
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