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ABSTRACT

Supercritical fluid extraction (SFE) has received much attention and is being
considered as one of clean and highly effective technology in the last twenty years. In
the thesis, the advantages and features of supercritical fluid technology for chemical,
medicine and food application were summaried firstly. The research status for
extraction of diosgenin using various kinds of extraction methods home and abroad
were also intensively reviewed.

Diosgenin is a steroidal compound very useful in pharmaceutical industry as a
natural source of steroidal hormones. The industrial extraction of diosgenin involved
mineral hydrolysis of chopped tuber followed by extraction using organic solvent
such as petrol, but this process had its disadvantages. The extraction stage was
dangerous and waste of solvent, which was very harmful to environment and people’s
health. Moreover, the total extraction took much time, particularly when screening
large sample numbers. The thesis reported that supercritical CO; was used to extract
~ diosgenin following acid hydrolysis from the tuber of herbal plants. By comparing
SFE with Soxhlet extraction and ultrasound-assisted extraction, the feasibility of
extraction of diosgenin using supercritical CO, was obtained. -

The influences of some factors on the supercritical CO, extraction yield were
investigated, which included extraction temperature, extraction pressure, the particle
size of the material,the fluid rate, the amounts of CO; used and extraction time. The
experimental results demonstrated that the extraction temperature showed the greatest
influences on the yield of diosgenin. The total yield and diosgenin yield increased
with the increasing extraction pressure and the fluid rate. Though the material of
bigger size benefited for the yield of diosgenin, the particle size had not great
influences on diosgenin yield.

Based on above investigation, the optimum conditions were obtained and the
promising future of industrialization for extraction of diosgenin with SF-CO, were
pointed out. Experimental model was related and some valuable suggestion was also
proposed.
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Spectrophotometry
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Table 1.1 Industrialization progress of SFE
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FEMBHFTHEAR™,

6. £ LT HKINA

SRR R R, B R AN F BRI RN T AT & RS T
Wt BN FEE I K ETAE 5 —F ML, AL 4 SR L
Al

1.1. 2. 4. SFE-CO, 7ZE 7= b {k b Fi i 115 4G 1o B "
(1) P B2 P SRR B A S R E WA RN T S5 S Tk 2 A
£, BARAIG REBUHFZ 7 R RIFNRER, TRETELFRH LR
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RAEALTERBX | B8 XM&R

HERMIRR TS, FRZLEEERTIWLEPMEFRD, BTl REEE
EHInEREREAERXNS, B EBREERAAL {z{% SR IR
TEZHER,

() FRE: HTHEAFERYEREG—BAESE . SEFE, TER. SERE
SHEDRIRHIREE K,

NEENE: BEFAENEERETEERE, HRRARE, JERL BRRA
ghike, MERSNeEOEEEEN—MER, EBFENE—ERE B cels
BB RRE. AR PREmeEE, IFERREER, —REBXT
1000L. X—HRHRN, HEAERNREFPPEBRATIR, SERERE 2-3
PMERERESH B,

@) EBEE: ATBANSEREEGETIE, AEHE, BB NEHERTRER
HIBEERE, MPEHMFEICRE, YEBAMEGERE. BASHERENEERN
B, ﬁﬁ%wﬁ%:ﬁ%‘%i’%&%m FREEDRARENR. URBREAYREE

3 2 Taln) g

1.2 EWhENRSHEN, SES58L

1.2. 1. Y M o ™

YR E AR A IR, BRI, —RURERRNE. BRNTA,
B RO, EER, WEAE, mel, SRSNSHBRE, fET
AR R A TS B . (BT IR, e R R R R A
PR, TEENTAREHAER, BEntkes URESFHAEMER, 1)
o] R % B R T S —

— . WHRRRE

VA SR B R AR R 0 2% P R 23 ZE T R BB R, 3% PR 9 AR
SEERER, WREER RS EERE NOER, NSRS NES AR
i3k, FBUEERE R EE L NRIEY P E RS O EBKEY
1. A 4 |

EF BRI, RSN WAEEE Y, BT L B
FHE R E R RN, SEANBEERUTSA: 1 BrERRaR
BRER, SIREREN; 2) ARG SE PR BRARLERE L, 3) B
EHF, 58, FRELE. BRORIENTUS T,

(1) K —FEMREEN. EYRREAKRIRS, WmENE. EE. ST
AAKNBHA, BR. ER®. BAR. THRG. EYMRRIEHEK
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REAEHEEERK E-% Xk

VS . A T IR VSR, o TR K B AR AR . KA B
24, ERBPPRERE, BER SR, LSRR, BN, B8
B, Hhoh, KEDEEE R, RENRE.
(2) FABHEIERN BRESKEEROEIEN, W28 (EE). 75
ChB). NS, UZEBEERA. ZENBREMLEILRE, SEyaRn s
EHE. FAEASREAR. B8, BRREN, kBRI LB,
TR, REEM R ZB PSR E A BT UREE RS R,
SRR A FIRE 0 Z BT R FZ BRI S BAREUEE, BREED, BN
WA, BEHEKEERFRL. ZBAENENER, BER. BEME, H
BE. RIRES AR, AP0, BRBRTAERETR. ZEEEEFE, B
ZEEBERNER. PRONRKRS ZEEL, ERTEEE—RERRD.
(3) ERHENER  BRESKTEREGEVERN, WHME. £ &
th. ZBE. ZEZE. TEZES. XGRS, REDRESEBUH
FRMRF. EXRBTEEIER, 25 (EHBRM), —REH. MBER.
W& BN, HATE A AL S, G E TR ] R SR EA
BIRIES. MBHMTAERINKS, FXEBHRRES NIRRT,
Rk, KRR, BENAXRSNRET —ENREE.
2, PREN Tk ~
RBFTRIEY R MRS, EEERE. B, RS, BRRRER
% EIIREE S, PN EERRE. B e, BIRE. RESHEEE
AR MREUNE, WAL 2R,
(1) BEE  BREANMHUEYH A SRR E L AR, MAE
IR (2B, RESA) SRR S HEP RN, AkhBEs
517, B NREE, BMERAKNEN, TR REBER, FEBEmAS
L4 55 7 71
(2) B BHEERERYES RGN, SRR, T
HOMHEERAEESE, SATENSS S ERERTELMORE, FER
5 R AR IR H R R S . B ERR R T 2 HA
FAEE SRR, BIESHRSS BB R R A
() HZRE NESEREBLGHANEENBHE. FAAR—RIH
5, B, WAR, BRI, RERSS, DAHRTE. Bl R
BREE, LA BEEHERARE, AR,
(4) EFIRIGE  RAEIERNNRER, ERBERNAEE. DABTE
BBk, NBREN, TERREEFEERRAERS. KA NRER, R

}hd
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REASHEERRX | 5% xRsd

R L— /N4, BEZE RIS, BE . S InE i B R
ANE, BREARRA ., BERIUESINRER, KBS RAESE
Bk, | |
(5) LRI NARREEVIETRIE RS, R/ et KR4
P LUESEIREN R N, T EERBNED, RERSbEES. LREERA
BER R R R IR IS, AR, BB A SRR S. B
SEMEE, SRARENRS R RALE.
. IKFERFE
TR 2R AR R I R AR R O B0 R B P R B O 8 1 A B e SR B
KHI . HEET REERYE, SMAETEETARBE, 5ATRERMN,
BB AR F AR BRI, WA ST 100CELE, FH7E 100°C
ERE—ERERE. BRKESBIUER A S —BOA Y BB K B R
BASNEIITBEN, BEIREEENRSERIR, SRARFIESH
#i.
=, FHgk -
AR SRERSL, BRENEEIERLEY, RAFE, Hh—
Bo Rk A B TR, SOTFIF A B M IR ok . il R RN,
AAZHRE RO EEINE, iR B RN AR I 2 MU A T
i |

Ll

- AEZBWNRET, BAYSESRUE, BERESEERESEMRY. FH
ML, AERHERE, K, AEAES, FRE, AREEEE IR
2. | |
M, Bl AREEAR

10 3k, HERERMERREARGRERBEY, ARRGAEDPE
Mok RE b NSRS . e BRI AR, REERNER, LE
FRY, RAREDPEERSINBARBERS A SRS BUEIRFNA. BT
LA EHEBENEANEN, RABEESRII B4 Ery. Hik,
EXASAREREA BROSIRD, R EHESER. EREIRA COX
WY ROERE —E0RRME, MAEHRTANE, ANREEREH.
H. HEERERE

R RS SHER AT RS, EERETAMRAPEREN
R F . BB N, WU RETE B R S e A B A B ARTE S AR EURN
AR =KHEBKE™.
CHFGDHTHEERDETLNREN AT EHFABHEBRSENED

[l
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RERNFRLFULRX ¥ Xi&ER

HIZe 5, CATEEE RSO R RNE AR, hEE AR T DELM.
234k, P A R K TR 6 R TR B R S AR A T, T EL B R B AR R e
SR, R A IR fE R T AR, & B E R . A
| R ERAYETTE, TAERNRA, BRI 4 4 R 7E K A 8] P A
FRAS, 4R4E T EREIE], ATARAHLIRREIRBUNEE . A A A F R A
BAERNREAEE, TESEERYNERE —ENXER.

8 P I P P A A S A R R R AR B AR R BN B2 B
W B HEE, HEESWANFEE. BiREET T —RRs, B2 RNE
SIS EAAE L, SRR AR ST R B T E AR,

Ll

1.2. 2. YR BYK 559 BTG

BEGRREE—RIREREY, BH—PRERF, HTHE, 4k OF
1), RAAFEMEEERRS RS
—. RABNEE

— IR R BRI, B, WA EREER, R BB 4t
ITIREUNE . FIFEE MR ALY R, 7E 7R FIARAE S 70 o (O VAR B 31T 3 S 4l
W, REBHFAMITE,

FTEZ, MRREEPIAS—FER, 3R s M
AT B2 R, R — A BB vk . Bk, AT b KR 4 FE AR R
W AR, %wﬁ%mnmnummﬁm oH {HJE, BTG DA H]
S,

. FHHEBRARRE
1. REENE

FARA AR XA B, A FR & 4R &AL 4 E R F L T IR0
B AR IR RO R T 24 B 7 5.

2. W BCYE |

SRR RS TA R EEE S AR R  E 5, (B
BE—2, HARNE—ERANFEARAT, 22 RBAENSRTEZIESY
(538 |
=. iR |

ZEREUR T A SR AE T, UIREBE MR R 2 R T
P, s |

TR R ERBUERIMA T ZE —ERE, SASEIRE, TR
INEK YR RS, DI, TS KEEBRANRRESE.
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XEAEH TR X #—-%  IHER

f. Gk _

—HER B, EYTERBRAERRTELRERIR, HEHSRNER,
T IR 45 9 A0 ) 7R P P 45 B ik 200 BB M B 1
7. R |

U i VB 5K A R BV TR SRR D) o TR 52 0 ¥ Y B
BT RLIE, (2 BIERRE M — R IR AR, 7ER B RS SRR HURTR
T, EREERPHRE, AT HHHMGT SRR B, mAR S
FIVETERIA ZTC+1. 101 MENRBEEHELES, |
"l:- @W;{EE&H]
MR RS FE K R RO EER A RO SRR TR
thAGE R AR, AT pH E— T, RXERMEMBITL, LUABIR
BB R~ RS, WEARR, HER. 21K, FIRAN
R, FEWRMKEETTEE SR, EEREKERTITE, TRERERS, o
KEMM LD, IS, ERYAEETREER, TRBREKRR, M
7= AR AT o
. B

EIER A EEA, £ 80 ERVEBERN—HHFNOEARER, B
FERA—MHEILNEER, S EOES, XEERITHE, BE T
MIRET, KO TFOWRMRE, ATAZI4E, B4, RENEN. XEEE
HRESELES, AEREE FHRERK, HHNER, TELE, KE
FHATRIESHA, MAEAEYE, BB FA RSN AR E
O, R BTSN, ARG R AIVE SRR 614 T BN Bk R fRR

BB R IT RIS RN A BT RN

1.3 WHERTEN
1.3. 1 1A

AR EAETEYAN R BT RORBUEY, THRRERSSIRIER
Bk, BAERLRSEERYRESYISE, BRIX IR R LYt
&, MR T BRS80S, BRERIAMNFAR. SREE ERTTEHTLL
B HF AR, E—hAER, B—RA=mEK. $EEREANTEEH.
EFRAZ SRS, MEBRR KW 6T k. S8, BERZERE.
—RR i, MAERAEN SRS AEERILAHAAYNER. SEEREH
ERTAEAR. FUl, EHeRESEERETH—, BEHEHRER
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% k2 HLE R X ' B—% R

TCAEARK . RRENEFTYERER (BRERcHEMmE) BRETEHR
ERUKE T HEE2RBUNFHEAR. ERERgGHNT:

M 1.2 EHRREGH
Fig. 1.2 structure of dioscin

XERE, AL+ ERTH, BRZ2ERFBOFARENLEE

(Dioscorea tokoro Makino) F4EBIMEHERT. FHRERTHNRIA
R, hAEYFRRBREEENZFNRREEER TR T Hige™, wEst
HYT RS EERTGHR, 2R ZHAXE. B O 100 ZHEHRBEYT
HEH SRR EMBRTTHET THRARAE, NPESFH 40 FMIFER
T. BECHTER, MPFHEI (Dioscorea composita). W E WM

(D. floribunda). BFGEFEH (D.mexicana) 2, H4b, EI T Nolina greeni.
Smilacina stellata. Costus speciosus Sim(F84E) HIEFHFHBHEYTPHLEEF
REMEFHRERT. BEjEHREBERBERAYFTRANEEREE 60%LL EYE
WEE™, | |

50 EREK, REXNE~HAEHRBEEY AL EENEFERTHT T 2E
HRYETHE, RRREAE 0 LMHEFREY, BRFERREHM 20 HEWH
SEEWMERT, ABRFEHTRFAHRBET&KIE. 50 ZELER, REZGEEIL

7 40 2 EFRRTHE, R ERGE NS RS F AL, o
0. RECHRAHASBER EE - MEEFERANAE. B, BT
br. WEARE. FSELE -SBNES. HRECH TAFEHERT
MR TR, BHER. HUANERES.

3.2 WRERTHEH. HRE MR

1. &1 EHERTHD TN Callels, 7T EH 414. 61 H28Emen
Aok, HHE, WRERE, AREHAETHEER, HUEZRA L, 3-8BE,
25R-1B H§ 4%, T 444 Diosgenin, H G T

ched |

—
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5 & F A X FE Xm&5R

REX

HO

B 1.3 EHERTHE RN

Fig. 1.3 structure of diosgenin

2. M EHERTAASRER (FiEd) RERERR, A REESK,
HILAFAEE. Bm 204-207C, WHEE-129° (25°C, C=1.4, S5 #EHE
| FHRME, K, 2ESEIEANERY, SEMERSSTR.
3. Fii%: SWHEMTHAS 3B-0H M&W, BIIAA-ERA" M. Y
& & RSB RE R & &M S A R ML R4/ EE P EME,
FUEHERT A THETHR. 2AE. BEEFEMORERASE _+

JUFh R E, TR T HEEERA, AR RNE.

4, KRERHE:
fabr AR R LT
AR H s R E ik R HEERE B R
&5/ C =198 =195
K53 /% 0.5 <2.0
L33 76 T B R 76 i AR R
BhRE AN AR ek
BT/ % <0. 15 <0. 25

1.3. 3 BHER THER™

. Gt gN. TSR tERE. 88, MR Liebermann A7l ] P4
ARG RN, BHREEHERTRNNARRAETHTEN. SN
MS7E 40°C MY 1 /hAf, EWRBRTAT=EREE RN VB,

2. R, SN AZB/KMRIUS, RTHRERGHEEZEL, L CHCl,-MeOH (95: 5)

FEJT,

HY 4% 5%H,S0, Z B, 7E 105 CEATIBER S, ERERIRAR

Be A, EIMTTHREBBRAR.
1.3. A M ER THIRE S

—. G EREREMERTLZ
Rothrock™ B R HAIEHEM/KBLZHTET B, 1%%#)#5%@1&%:&5

ME—EBE, EOTEEKE BUlkKBgTmEfaEmeas. o

19



RKEXFH T FHRX F—8F XWMER

TEHBENAERESEHNEER, MREDPBRERIEESERERY, KE
FIVE B SLR K ARIER, AR RN E. BREFERNLE, HERK
BIEEWASE, KAETERME, BAE8A: (D KBERHE, £
BRI, —E 2%A 6 (2) BT EREA L 50% BRHALE IS EERE
HRE S RRIGAR B REAHER, REET KBOATES, siAfEh, 3) %
HEEPHMNE AR REBEEEFIA.

Hardman %A% HIRAMIER (04T 4 P Rk 47 4 2T iy TR B0 £
HEEHEBERALAMILEAE—E, FERMEE S AT e, BTHsE
BB “3E 7 FEM R R B KBRS E A B A 4 . T, SRshER
KBEEFERAG. ETX—ERE, FHFE T RLMRBLETG LMK
. TRREER B B —FEE R, B—FER R KRR R T
IR ARRBE R4, RAFBRBRLR, AN NSRBI R —
BRI B R AR R, TR e Rk ERF AR LN E
Heg. BREZECH R ERHEREHITRERARB S BB, SRKE
B IR E . B RIS RS E T E IR R R, A RIELR
B, EARMKE BRRESRLE %@Kﬁ%%ﬁ234%8%'ﬁ3
EXmAZR YRR AS AREBTIERAKRT Y, REREIRE 54%,
ﬁkﬁ%ﬁﬁ%ﬁﬁﬁﬁﬂ-EE%EEE,HHﬁ@ﬁﬁk4,¢mﬁﬁmé
¥, ErERRERSER, FETRK.

KR E R RS, AT B S ST S AR A S BN R
LR KIEEEHERRERIES 30-40% JAREELE" S EREEREEKE
W, »EERREMBLBAELEER B28BAkR, 2ERRER
54. 3-69. 5%. HAEEHEEERRFEFBERWE, HEI & B EH H
k. BEEST AN SR AR EETREY, BHEESH
HUEH AT SIS ERKEER, FRHTRERENTER, ANHELEH
SENELITERINEE S, WAL EHEEMTEREITR. SRF S
ST 2 hE 5016, 3008 fi4h-827 =M, KEEHEE VMRS EE
AR, B 120875 ek i 60-00 C A MBI TR ICIREL, MEAWY, 4,
T, AREHREETR. BPUBMEH-827 RBNERT, FEEHER
W 97. 6%, X— L EHEEHEREF™,

A A E R Y PRI B4R K S8 R AR AR AR B,
HEEE B BN, MIAE, BERMRIGEITY 80-90%, M7 10%HR R
HERE. B, ATFEBENEE BRENABES, AKHERNEER
RbEHH KRR RIEERRE, BHTEANER. ATIR—FEd, &

—
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RERFHLFMURX F—F XmuE#®

BREHRERINE, EAWEYE2d T XKEAWREIN: #8) 85-95%2.8%
SMEHEEARANGEE, SREFREENETR B PIRRYE. KED
A& KRB IR KA TN ZENERE /D, ol 588 NSRS
Smi . KEYHEIRE R SESTNE SRR L8P ISR AT L LR
MERELE RTEY, EETKRRIFYELETHEREREREZB A E
MERKSETEESRER, ANTTRARSEENERER. 2T LRRA, XH
ZEABKHBATIRREREE, REFIZHE, #iExs, FRARTFEN
B, BEABEFTREAYHITERMNEKE, 2T H5A 85-95% L B[R HinHhii
B, BRI, WY, stk 45, TREPR, BREEENNULENE
HEE. HELEHREH.

W TH—SRELETAY, HoshhEE, BREFER-RAZ, AZE
BEFLUBEBRBENBERIABHMRALE, JEENIEERER-WEHE
S EEMENER, FANRALEERRES, TEHERBER m. I ZE
E*Jﬁtﬁ&?@ﬁ, X, REFEN#T, BET LZEE. |
Z. B AEENERERIE
L BERENEREETLZ |

BIEFRAARE T ERFXO—HA BT, i TERAMRAER. L
mh, TEME, HEUATHISES, IERREHEMAL, BHHEHHR
Wi, T, BIE, BRNAYETVHERETIZHANBIINE. < TR
HhARBEREANERBEYDPEREFRBRNTLZ, BRIEHE —E Kk
FIIE.

Michelle %" 4 BISRAIFH T 24 M barbasco RPRNEE., —FH I
£ oK AR AR I SRR R HEAT « 17 1901 RFBMEEIAEF A 0. 5g T barbasco
1, 2ml BEEEM 2ml N KX KB EESITERAER, TRXBEFAE,
EHBEE 30MPa, ABUEIERREN 250°C, FEFIAR 107 st BRI 57
—EAHFE, AR ERRERES, BERNIEN Tonin, S&EilRF AT
AR EWEIL 1002 10%; B—FRIZREEKBEMEBEIEAER. HAR
barbasco HRINESKAE, TS MEEBEF RN KRS ITHERFAZER. 4th
FHEBREWES 100+10%. HERRT EAFENHA, malEs, H
HEWBEERE, BEhARGTEESR .

Liu Ben Z™ b R AR R B ER B ARBIEHERE. AR HHHLE
THY, e BRI RN A MEKER, KBEYWIARERET, £ ENkE
EHE A TRIERXREE, C0, M#EN 1.5-3. 6nl/min, HEREEREIA
210atm, BEZEEUERE N 33°C, EHEZKEEEEZ 40-70min, HFHLERENHM
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REAEREFRAX % XHG®

BREWEERRMERA 33%. WEEIEEREZEE, H CO,RALTHENR
P, MR TSEENSENS . BERBIUR T BMEEE,
FHAZEERREFHBER COEREAR, NRUHKBYPENEH
BE, BETEWES, BE, FHE, K&, KRR LS ERKIE,
BEE T BT 244, UIZREBHRHN, SEEWNEIHR 29MPa, B R 55
‘T, COIEN 12kg/kg BR*h, ZEUFES 3h. ARG T AEFPRHCK,
BARHRENMR. B TFRTREN, XUAENHEHEESHNTFESE P
PR EBNMAHERSTE, FR2ENBERHEEATRD, RFERTH
HEHEFNBEFENTY, BE2ERNREBETEHEEHNE2ERE,

2. BER RN EHRERLZ

N, EAFBMRIE N —MERREBUNE, EHERR, ?ﬂ?f R
HeFRABR T EHNA. AABSFEAERRBRLETRERE (0E. &
S, URAIRFFENENER. THAERGEE, FEFEELEZ N
Bl BER. SFEnseeai B R B aaRFEfReEE, TS
M. S, BIZEECHL, BEEHATHE., BERPREE D5, BAER~EN
BkahAE sl S E A TR B iR e R AR EAR, WieRibie .

FEMERIEEANEANMN, SIENERSLER, XL A RE
FNER BR AR T ZHAT T £ R FER, iR E w2 i e R L
SEBEHM, VWit REESSNE, TUEAZRENRKEFHRB LS. ¥
RENBFENEFRERNBEETZHENSEC): FUle (18-60 8)
X 50%Z.BEE 3 36h, RIS N IMHz BB ALE 0nin, 18, FHEHERLE
K, EHUEW, WAL,

- EHEERHBRNEREETIZERIRE.

F LR, EREREANFIENER T ZNA TR L IRZEEE.
HHWERERIE. TZARKRSERMEFR AT ET RFNRRLZ
FENEFHREBER. BHIEA COENBAREATHPREEB T EEFERE
BRETERDERD., BR-BEAIEEEELHBIER CO.EREFRE
£, BT T &R T RITkEM, ATHE - PHETBRFENE S
FH TSR R, 2RELEHBEYKEDNEE, EARRERFT
ZEBIER COENEFR B ENENNRE. R EARHEBERNERER
BT T8, HHR=MRERTE, WHEEREREANRERNE.
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RERFH LW X F_E  IBRHL

¥
it
!
&5
]%_EII-
)

2.1 [E% R 5

2.2.1 [RERIFER AL E

S0 R A B RE A BB YK Y, BREAERERBEG, NERKDPA
%, AREVERER.
 XASEES R EEHAT I T AR :

(1) BEREFFHBEY KRR TRETTE.

(2) BB ERERAEFRPMT208, 20—-40H. 40—60
H. 60—80H. XT80HAh4A, #5AAMNREHRA.

2. 1. 2 (L IR IR B A

S o 5 PR ) A SR R 20T
#£2.1 ERNH—UKE

Table 2.1 The sources and specification of the reagents

#OFl & R Mg P
5,38 2,15 gl FETLERFIZ]
KB syt FATTLERF=]
M | 1208 RERFEBE=AME
A b {2240 R R R R AT
P it R BRHER A B A A
R RS TLC B R B ERARERAF
B L FENHEFLL
VKBS sy HTa FETHFERM T
BER s RN A BN
iyl (bp. 60-90°C) 4l REBRFEFBAT

- ZEABR SR 99. 9% PSS AF AL ]

23



RFXFH LRI BX | F_E KR

2.2 SRIG{N B8R &

RSB AT A SR 2. 2 Fix,
#2.2 ERFEHR

Table 2.2 The list of experimental instruments

® & B W i = Fh
g AREE AR (/MR) Spe-ed SFE X E Applied - Separations A &]
iF R  BP210s LR RERETE R 27
B 8 7K 4R HH. SY21 - Ni8 R TR RS 3 P PR A
BT IR DNG79 - 1 %! RETEBREN KRB EET
NE¥E R R A% RE-524 FEERAENER
YP R e F R YP1200 RPN
HEEYE KQ-200DF %! RULEBENSERRAE
BT LML -1 & KENBR
FTRELEN J03 9504 LRI
Padi:Lisha 220V. AC. 1000W REMRIFNFFR L
J1 AERr AL FES( %! F RSB
AR ZDHW AL XA F IR A ]
PR R B R T EHERAZNRT
B ERAE GG LC10A H4 S a
A] WA Fet R 9100 bR EF 5 A28 -~ ]
fﬁiﬁfﬁﬁﬂﬁ’l‘jﬁ%& _l:l_icolet 560 %L@ Nicolet A #]

2.3 LWHTRMOFE

2.3. 1 R BRBFn A E AR

SUBEAYRETFBRRERITRETENHTNERSY). Barett
AEBS M ELWHTAREEREE 60%Ll EABHRBER . NEBBEEY R
R EHEN T ETR BB —EER KR — kB —H A
RIN—HRYRE—TRASEEBEREER, BEX AT RiFEsR
BAHE, BEBREERA, AR —BE, BEASNE AT REEUE
R AR MER, RABRA ZSMBRERRERTHBENX—T, 11D
§SERRAF T i — R, BIS A EEE AR R A A W EBEA R AT A LR
¥, SuFR, ShingERER W EIEERR BREIRHHAY @%%ER&?R BT

£ HHRIV T REFHIEE.
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KRAFHFL IR FoE LR

AW L E BRI ER, LRI R SRk
R, PR A RN ——IR G —— TG LB AT R B R S . 51k
GEFIRERGEER KA RS TIE, LT RERETLZBFEIHE, M
MM 2d. BN FEOENEHRSENTEESLE.

& SRR EEA LT LA N

L HEEAEN T EEENTESHMEE, NEBRE. FIEH. BRRE,
AW, CO. B R AR %A%,

2. SMMEE B-BAE R AR T £ MG E, WERE. BENRNE.
VA

3, EREGHEFNENE-REXIE, BHEHEBREARNHEGER. 7
5 AR 5 T o A P A B AR U AT HO R,

4. DT RSB BN EEME BT, RN S ANEE. B
5,3 SV = PRI T R BB R B R A

2.3.2 LG RIP

. BIERENEL R

A5 2 B BB S S e AR NG SR A T R BGAR . o1 TR ARA T
G RRAERKT RSN, RN TS SBE 2, B NEEES &
T ELSRAVE LY 1-2 MR, HARTERMUTAE, BTERTRIN 5%
R A AR BT,

RIRf, MEANA-BEERBHIEHEN, BRAEB TR, BiERA
MA-BARRE K, REAAT, KAEENTIK, BIUEHR LT
NEBEFEEHTARRTEEER.

SFE AR st 2R FI AR IS RO A B X MR R IR R, B AT R R R/
FIEHE ST IS BRI R E S AT, IR RGBS LEEE
BEEER/AE SR, BN RRES mﬁmm 1 55 A H RIS R i 4

B, DUATRHRE B H.
2. BREREALWEAE
 REEBERXSEAERET M BHIEREN LR EEVEYE
VAR iR E R — R, — R ENERNEEE, B PSRN E
BERANBFIY, R5EVAFRREEE, TABENYEN. B-RERIE
(o R T O B T B AR I AY , WAETE B A TR N I F BRI RSP
B S 0 B R 9 B AL P 1 P B RV SRS S i SR B
. BRAYT 8EHHRK P EESRERX, FXRER R E SRR
B, MNEWERREGENE. TRKNBFSHEFAIMEMLFERES, HF

|t ¥
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REAETLELBX B-%  ZBHg

ELURL R 4 R AV AR A R R, R T e v PR ) S RE B o, S A R Y
B—REREBR DY REEA RS, B2 308 P EEE B S Y
AT

AL ALEE R RN R SR, 555 1R 55 58 S AR Al (0 38 B 3 0
WS, MRS ERERES N, RIESRIEE SRR EN. &
SR AT RHENSAE B (bp. 60-307C ).

3. A FERUAEL RIE |

1) HERAEIE. OB —R, BERELEL e, £
HIREEE DR T A A S R, AR A B K B84 B A s S 1L 3
B, NTISB44EEAE. SHRRFESTEAEASEEEN. FUES
BT CAZE BRI P D LR B, DR AR IR _

2) A ERIE: AR S ERE SRR A RS M.
BRI ERENN, H—EHANBEHAN. E-E2ESENNRRGY
LR, PRSI E AR, @RASER. RN RS TR
B AR E IR .. BRI FREEE X TR EREE, NEEilz
R, SHERUNMAFERET LR, FEUHTFRE.

3) WEREWAE: BT ARBORAREREREE, %L THE
RATR, WASEGRREL /MR, XSFR—EREHE, Aanfts
EILVTFRSE R EE S, BIRRA S RUN . X0 SR oT 41k B R R LA R
SIS TN, DR E RSN, # R A I RS
R, _
ﬁﬁgiﬁiﬁ&%ﬂlﬂi, A8 7 S MU S50 32 A0 7R RIS R b A A HOR Bh B SR R B =
KHEB K.

KRBIH RS KERBRASY, REN K EEEA R, TS
B AR BR AL 4 77 v B A T ER A SRAR AR RSB R . ST R A P i 3R 7Y
Y. BAUHEEA. BIUASLAN , MRS, A DR R AR
#, ATIRSTEEE, §ETRRNNE, TATEN, FHA%T7 mBEHHER

0%d:0)- 2P

wu

 2AERERSTERESE

2.4.1 i8I ZFEELE

1 BIEREZERRE
BEACREENE 2 | Fix, EXEHERSEM. BAERSE. TR
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REALTLELBX -8 ZRHH

GHERRSE. HPAEREEEOBSD 1, 2. 3HE, ERALTER4. 5.
6 Rk, BMWAESTEH G, 10 dnl. HTEMSE . WGIRHERE Co T4
HEAH, BEARERE (LEWT L 2. 3 BEREES, BAXRRLH
Bkl i, WABURSEMEE SC-C0, P, FEIRWINE SC-CO, i M IR 14T 4
I B A28 I o 0 5 T A R B EG SC-CO, BT, 7Ry 5Rpy CO, 45 2 B R AU4E,
FESEBIOE, ERYH U BREBICERE, COEEEXSARETE
=g

10

THENE T
—1

1 o3 | —Eire
i1 12 13

ARl -RER  EhE 4RI 5~ 41
6-HBH T-ENE S-REYE U BESERE 10-SEHEH
AR R 2 ERARESHET  -RRN SRR
M2l RN |

Fig. 2.1 Schematic diagram of supercritical fluid extraction apparatus

2. IR ERER ISR
e-2 V2 VPN

. R, R SRR 3. 0s.

2. BIUKERG

R R SH AN 10 B, 32 BA. 100 £, &l
WA 32 BAWFHREHEIGE, HEAMRME 2.2 Fix.

AR, HAEEA—HNRREE B RNRRETR, AR
S A PO S JBURAS, FERREAR L4 A D VPRI 3-dmm MOIEBR, AE
FIF@IER CO.M447, ATTRARIEAE & SRR BMER, RE, EX
B AR, RS, SRERLTEENSE, R LEEMA RS
Sk FBLARHR, MR R LR R B RS, RS R
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REAFFLELBX | F_% TREsS

BR RO A

7
B , l"r

Lg
)
—-
R 2-BRIEE -ERRE 2-BR -FERHEE
3-HMER 4kl FEERITE  SHREMIITS 6B BT
& 2.2 BisFRsERERER 2.3 REANERREE
Fig.2.2 Supercritical extraction vessel Fig.2.3 Board of femperature controller

3. B RENRENFRES R

(1) FREEREHENEE, EHFSE Tkef/on’, RSBV TEELR, $THE
& EMEY 5 SFE W &%E, fT7F SFE X EHE. UEEAERASERS TR,
(2) ¥TFF CO.4NIRM, 338 SFE X%, FRAKEMEZAHZEOCUT. REH
1A SFE 1B A8 & WA T rAHRERE, 30, B0, BEHE AR
PR, IR A

(3) BEFENNEREREERETEE, B ‘L7 B-HEENE B
W22 LR T e A, BPEEGRTE EIBN, RFaNE:

(4) JT/3 SFE R IR, misEs, BeEBAEHER LEFEEN
WA (NE 2.3 FiR), BEFREIEHRE. RRNEE. BREKRE,
it 4 T AR b R YR R A T A P ZE R 38 P |
(5) Hed ERAYRFIEZE 10MPa 64, FTAERSE inlet 3D RMKS, CO,
ARG, BASBREYR, REXDE FEBRHRENERE LRSS,
(6) HEBABELAHNRTEHES, MR SBREIRATRE (FEEFE
HEBREANERES), RESLIES. FFES SFE IHRHERAER
HEETN, BEERE AR DS REE,

(7) Fa52 15-20 A8 E, BEEBRBEIFNUREEASETHBL, EFRIENHY
TR LN U RS RER, 2BTFEOR, Hdnk. BRKETL, b
Lo I8 K CO, IR I HIAE 2-3L/min;

(8) EE YA EEAIEA, %U%é&mﬁﬁkﬁﬁtﬁﬁéﬂﬁﬁﬂﬁ
firt, XHEGEES, B bR —RESEMNURY, CRREHESE, A

1l
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RERFH T EIHX F_E XLy

B, RRERARUBENERFCH TR, EFAHEERE,
REESRERUIABINLY. EHAREESR RIS, X MAB0A
B8, BT URSEEEHE, HFaFIbrmmeiiEs

(9) HBERE, %FXH o, SUREE, VINHERAEIE, /53 ME 0 s
WOR, TR, HEHAERUE TR CO, HERRRAE . AEERE
MZERASHE, BERIE, XHREE. B EESSEAEERE,
EHERFREOTR, KHESEHEERN Obar, BIEHE G RHIED« %"
MALE. BS, SRAESEGEHLE S BRI

(10) B & MEYE: ALRT, ERINEHBEN ZEOBEBRERA, THEER
] 85%-95%H) ZREE R, LA E/ER M ZEBEBHTRYE 3-4 1k, HH#
EREGAHAERATERL. TRTORE LN RBTREER.

2.4.2 RICZEEL
RECEBLRIEF WA 2.4 .

|G 2R 3B e
SARKE SERUE  CRRERE
M 2.4 REERAQEEH

Fig. 2.4 Experimental apparatus of Soxhlet extraction

LR RELS R |

(1) %8 2.4 FIREEEE, ARERENSHY,

(2) AEFRERRS 0g BH, HBRBERERERE, BARKERSEN:
(3) ZEAE Y 250m] BIASIEAIIA 200ml A HEE (bp. 60-90°C) Kith. TH
AEUKERIR)E, FARAENR, BHmMEEE 220V, BIREERRFRRE
E8 297K ¥

_M)ﬁﬁwmc¢$%%awwL%¢mﬂE,ﬁﬂﬁgﬁﬁ&ﬁﬁﬁﬁ,~
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REAFHF LBV AX R-® Sh#xy

TR, MRl EERREPERRE, FREERTFIKEY Sl
B, BiEEE, BET—REEHE,. FHLERMBEEITIER, HEHRE™
RN HET T8

2.4.3 HBEZERSRIE

LIS E B A 20-40 BERBHEYIKEY, RSN WE, FIRANES
HRALBE SR, BEEAE TR R, BERNA
E. BrmAFRSEBESEREENZI,

HAEXIEREWE 2.5 Fir.

1

— 2

3 35 -FRER  BEERS
H25 BEEREER

Fig. 2.5 Experimental apparatus of ultrasonic-assisted extraction

LR BB R,

(1) B FRFERE 3. 0g BE, A 250ml FREENA, REPA—EERE
7, RN EEEEERESN:

(2) WEBEEESNAEERE, EFNRSRIESH,

(3) BEIHEERERS, FHBERDEREREELR;

(4) BEEHE, BREIESERSTIE, BEIBEAXNECINER
L B BRI ERRE S BIE, AKEHEREBRBPERKRSE,
SRR BRI SR Sol B, BiERE, BAE—REEME. AR R
FIHHTERRE, AR RERIT TR,

2.5 PWTE

2.5. 1 BHEBEETEHSTHGZE 1%%%%
ST A AT B 0 LA SRR A AT AT, ﬁiﬁk%ﬁﬂﬁw%ﬁ%?*ﬂ%&%ﬂﬁ
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RBEAFH I RLHBX Fo® ZB¥x

BB R R AR R S IB R R AT Y EHEE, AN ®
A3 3 EL 5 1 B S BB B = S

EHEELIERTENRE R ER B,

(1) BUb B BB 8 R0 = SRR TS, JoH iR
& R

(2) PSHMERREEREGE S |
(3) ¥ T B R T M AR B A A, A AT
BHEF: SREFREERESPLIEE,

(1) ARBRE, BHEREESROCIGEE,

(5) HEHETIERNEFRE HNCICEEERLE R, WERFHE,
ECERTUARH. |

2.5. 2 MR REESNHGZE

2.5.2.1 AT RS FREE™

- EHERAEREVHRAYKENSE, BREGELLaREEEENEER

Bl —. DURERERN R FER: BB, A0 LEE, Ak, mEs

R, SHAEESE, XEFEHLMCERTSE, FHEENE, X8

BUER—ERE. RIMBEXTASTERNSBNMETE, UadBR-F

e 22BN BN, BIKEERR AN, 75 530nm A EHERAA BETHAE

HE. CRERER, FERELER S, ERTAEYPRIEASATEST BN

R EER e, FARFTEE—ERE LRATREE RBES, BREK.

LA RS HAEZNCEFRERA S BN LRI R,

(1) BRI BE, RENBERERT 10nl FRES: FReiyal b B,
M AR EAS TR oY, BOREWET 100l BZREAT:
(2) BEBBBA 7T0-80CHIKEBTERER,

(3) [} 10ml BERSFION 0. 2nl FHECE 5% (m%) HIERZEHKERRE R,
0.8ml BEEE, W5, WA 70°CHIKEF R 15min;

(4) VRKAE, MrKEEREHEEZ 10nl;

(5) BB 30min J§, LLURME S, K 530m e ERAE,

2. SHIbRHE R R SE IR P R

(1) EHHBEHARTHFES 25 00mg, ALCEARMBAE, R5HAGHE

FEEF] 100ml . _
(2) 4> BiUERETREY 0. 10, 0.20, 0.30, 0.40, 0.50, 0.60ml F 10ml BIEEMR

1]}

SEEE ]l
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REAERE LK £-%  ZREs

1, 70-80°C/KIBIEEHT;

(3) HMAFEEER 5% (%) HIFRZBIKERRER, 0.8n] SEE, £4,
A 70 B7KB 5 KR 15min;

(4) VKK ook BRI H 2 A F 10ml,

(5) 7E 30min 5§, LARFESEL, A 530mm 451 & H IR E

# 2.3 FEAHRSHMNERE

Table2. 3 Measured data of the standard curve

MR (mg/ml) W HALE 2 e I9E
0. 0025 ~0.067 .086 ~ 0.0665
0. 0050 0.123 0. 121 0. 1220
0. 0075 0. 155 0. 155 0. 1550
0. 0100 0.203 0. 204 0. 2035
0.0125 0. 231 0.232 0. 2315
0. 0150 0.274 0. 275 0. 2745

0.3
0.25 t
‘ﬁ 9,2 3
H 015t
= 0.1}
0.05 |

0

1 005 §.01 0,015 0,02
W (mg/ml)

& 2.6 EHeRG LTINS

Fig. 2.6 The standard curve of Diosgenin
HE/p REB BB RIFMEMETIER. ¥=0.0338+1. 1619429, X
Y ABLE, X AERERRE (ng/nl) .
2.5.2.2 BIEAEGEINES

1. HPLC 4+ #7414
RN RIMRRAE
RARSEK: 210mm
WENAE: 100%F Y
9. HPLC 43747 vk
FAEBRIB—FERT St .
3. HPLC 43 #ri fE 10 5%

1
n

fa5%kE, C18 101X 250mm X 4. 00mm
FE: 45T
BX#E: 511
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RERAFFRTELIRX

FoE EIREL

(1) FRECSHESL
(2) BN 0.

0.0100g, EBATF 2ml K AEF,
0100g, FEHEET 2nl AEh, HUNH;

(3) HFHERASEGRPITARQBENFERITIR, FEREE,
REELTRE, R ERARCIEST S5 REET O

(4) FRUEHFQFA
HIBiE.
2.5.2. 3 IAMEE™

100, 53R b ) = i e AR Br DO THT 6 A B8 BUFE d

oSk AT A KRR A E EM B R R RE, HTEH

B, R, MESREMPETEXH.

& A E DR

(1) BRI THSRS, BRWERRAK.
(2) XAGEBRSHEE, N\—REANPBRER, MEEZEPE LT TEH
TH% 56 0, HEATFAUEREER 3-4m;
(3) LA EEE BR AL 180°CH, BHNRAEELE 1.0-1.5C/min, HRR

B RAE 5 — SR E T R

A5 AR SRR, MR i B AR

HREMAE—K, FSEEEER 90CHBAKRE W

(4) FFHREEHE D]

o

PR REPRE, SEPRAITEEEN, EXTR

5, HEEREFEeRmn, RN A,
(5) EEREBHER, NEFPHEEYRAHEEE,
(6) TIAHEMEBE TG, WET MRS, BEETTMEANE.
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KBRS FAH X SR 5%

g=F BRI

3.1 BIERIFEIELLR

B RERASNERREAS FE, IR RERTF OB, BR0%
EARE. EHGAE. EARERAES, XESEERTLRRRE. TRE
WA B EYRZNKRY, ATRIEERTHRER, dTFEmNRR, %
BERREER. |

SCISFREN BB YK B 3. 0g, CO.JREIA 2.0-3. 0L/min (5% CO,
EYTR TR, X CO, HEKT| 280 FFRHE FFRESLE ., LR IFIAVIR,
B F Co AR HANAR, XIGHTT —RENAE, AGHNEHRRERR
BRERHR, XN BRETE, FRESETRESR. LRI HLETHNE
B, EEUES . BERHEE. CO,RUE. ﬁmﬁmﬂcmﬁi%ﬁiﬁgﬁ%?ﬁ%
BEKERBR, FERERELTARITEEE

B AXREAERERT AR

%ﬁ%ﬁﬁ$= FHRE x 100%
“E%ﬁﬂﬁm%mﬁﬁx .
B = EHAE 100%

CO, %ﬁmiﬂiﬁﬁ%%ﬂﬁﬁﬁ mREZHE Co, BRI MERERE
K KBERASE, BREBRESEREFE: PV=nRT/M +EHEZBTA
CoO. AR .

3.1.1 ;mﬁi‘fi?ﬁﬁﬁlliiﬁﬁ,ﬂﬂ

EARIG R 2R S b, ZARUE B X XS RRAZ W E HBE S AR
ZFHNEENER. —HH, BERNTIHEERBEIRS CO.HFEENL, M
HWEENNE, H—FE, BEAELENEREERERIRT Co. /£
Ik, xR EREEFARR. L, NEREEAFRESFBIRA X T
2B —ANEEHS. ZELRSHNH#ITT KA 30MPa, 40MPa, 50MPa T, 70

C, 80°C, 0CHIMIERIEMELLY, TRERNE 3. 1.
%31 AENEREZNENIRIE

Tab1e3 1 Influence of temperature on extractlon yleld of Dlnsgen1n product

EEREjJ (MPa) 30 40 50
FERRE (C) 70 80 90 70 80 90 70 80 90
FRFNE (%) 444 6.67 5.11 736 6.92 7.43 11.43 893 10.32

EHEEWRE (%) 776 950 829 793 1010 8.97 849 997 923
BUE (%) 12.20 16.17 13.40 1529 17.02 1640 1992 1890 19.55
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KR AFFMRX | RGN

H% 3.1 F1E 3.1 7[ )L, 20-40 B/KMY7E 30MPa IR i &4 T, REM 70
CHEE 80C, EF R EWE 7. T6%F-E 9. 50%, M 80°CTHEF] 90°C, HHRE
WA DY 8. 29%. 7E 40MPa [EIEZAM T, BEMN 7T0CH S 80CH, EHE
FIRERW 7. 93%FE 10. 1%, LEFHAEAEE) 90°CH, WERHIES 8.97%; [
FF7E 5S0MPa {HE 44T, BEH 7T0CHEE 0CHIREY, EFREZWEDLE
el 8. 49% EFF] 9.97%, M/EHEZE 9.23%. MIAAKNEHAEZHKREHEMN

i1

=
~ 10 F o
5 —o— 30MPa
B g —8— 40MPa
% —&— HhOMPa
g 8T
i

7 i |

60 70 80 90 100

ERARE C)

B 3.1 EEX EHAE REUENRM

Fig. 3.1 Influence of temperature on extraction yield of Diosgenin

ME 31T R, BEERHAR, ERERRELEEMN, MERK, Xk
BENEREEREREWEX, HFRFARBEXNFENHRZWEAHEANERMELE
GER., EEESLST, BEMNT0CLEAZ SOCHTEY, HEEHEWS!
RNERERE SFCo, PArEARZX —FH T RAZRMER S EFMA, W
BERRE LAEY, BEMN BOCHE 0CHIES, AREHSETNIIEKN
SF-CO, B E IR EX—AF TERMER S EFMA, EREFRRETRE
#, ZRIEWEERIENGEYR, WREEES0C.

3N 2[E AN BHERWEL

ARG AR T, EAR/MREW O, AR XRELL —.
YRR EE AT, EONEAEERESIER CO,EHEIET, WM
A B R . ARSERFEEE R 70°C, 80°C, 90CT, EET 30 Mpa,
40 MPa, 50 MPa =NMENTFHERERZERFEN. EEREERNRE 3.2,

i ai |

_l
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3.2 EANERERNRNEN

Table3. 2 Influence of pressure extractlﬁn yleld of Dlosgenln product

ERRE (C) 70 80 90
EWEH (MPa) 36 40 50 36 40 50 30 40 50
FEWE (%) 444 736 11.43 6.67 692 897 511 743 10.32
HHBEKER (%) 776 793 849 9.50 10.10 9.97 829 897 923
BBCE (%) 1220 1529 1992  16.17 17.02 1890 1340 1640 19.55

® 18 | p——ey

8 | ~#—86°C

214 + i G0°C

A _

10 — ] A -~ ) I——
20 30 44 50 6

EWQE A (MPa)
3.2 Xt Sl R R

Fig. 3.2. Influence of pressure oh total extraction yield

m#E 32 HE 3 29 W, 20-40 B/AKEBYE TOCHEB LM T, K8 30MPa
F&F 50MPa, SEEBUMCEM 12. 20% EFH 3] 19.92%, HAEEN 63.3% 7E 80
CEB &M T, EH 8 30MPa FHH 2 50MPa, S 2BV &M 16. 17%_ 1 F+ B 18. 90%,
HA®TEN 16.9%; FEREH OTH, EFH 30MPa F 53] 50MPa, BEEUNE
M 13 40% A3 19, 55%, F@ERN 45.9%. AFARERTUFN, EHXTERE
B T0CH A, 90°CKZ, SOCHMB/N. F Rl biH i/ hF R
i, XA R R AR R R

U

%% 11 _ s

E‘E 10 1 ../"._\; ——70°C
> 9 r ——80°C

A |

m s i [ |

| 20 30 40 50 60

RS (MPa)
i 3.3 R BB e KRR

Fig. 3.3 Influence of pressure on extraction vield of Diosgenin
e 3.2 A0 3.3 AT, 20-40 B/AKEWZAE 70CH 0CIERELET, EA
1 30MPa F+ & 3 50MPa, B E RWENRE A ETEM, J:ﬁ"“iiéi“%f}ﬁ 9. 4%
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KEASEMRX -  BE5H®R

F111.3%; 7 80CHEEBRMHT, BHBFRBCEAEL DM 30MPa T+ E] 40MPa #3
BPEER HEPR, BE 8 FAR, EHBEREETLAK,

ME 2T UEE, SEHAFSMPa i, = MBESETHEEREERE
FiH%%, EEE S0MPe WHIEFHERWEHNFTRANES, XWHHRFTE 50MPa
AR A M AEARRE £ TRE A MEENE, X 800K REFUEEM
BE, WCRKRZ, WCEE.

LLFR, BREANSEENEREECRE TR THE, B8N
REEHR D RREMTRIAR, Baidilk, EEEEET, EARARIRKE
RETABYTRRGEN, AB3ITUEN, EANEHERRRNERT
SETEBEMERERERBRA. UERBRERNERRY, EHERE
40MPa.,

3.1.3 COEEFEMBEWERRN =N

BIEF COEAEEAENNAN, HEdENEPEENENEET4EE
KBW. —HE, R C0FUE, AR TR R R B 6 19 B B
BED, BEBERE, MXYV R, ERTER A—FE, CO,fERR
PRBBNEEREPNSEHESE, XERERYN— CH MANE R R
B, AFTER, BTl CO, BN ERRREMIMER T AERFHERRS
MR, ALWHA 20-40 HKBYE 80°C, 40 MPa ik T AT HER IR

EREY, LREEREL 3.
3.3 R ENEEHERERNEN

'I‘ablefi 2 Influence of rate of CO; on ylﬂld of Dmsgenm product
cozﬂfr::i (L/mm) CRE (C) EH (WPa) CO.FHE w Hﬁ%ﬁtﬁt% (%) S t%)

2 T80 40 250 9. 18 14. 06
3 80 48 350 g, 30 14, 568
i 80 40 350 0.8 15. 14
e 0.0 = s
. 8.8 |
o 3.6 F
g .
# 9.4 r
B gon |
g 9.0 e -
I 2 3 4 5

COgﬁﬁﬁ (L/min)

B34 COMBENRBEETNENEN

Fig. 3.4 Influence of rate of C(; on extraction yield of Dioggenin
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ERAEFHAX | _ EEEH®

3% 3.3 I8 3,4 T, S H 20-40 BAKMEYTE 80°C, 40MPa T, COMK
HEE 2L/mim, 3-L/mim, 4 L/min FRUEFE2RWRSHIA 9. 18%, 9. 30%, 9. 89%,
REBURCESBIA 14, 06%, 14.56%, 15, 14%. COMENEH L BRERMERS
TR X U BV (38 B R T AR R A T D T B R TR
oy BREFARRRIX—EE S X R0, BFRITERKHET. EALR TS,
WMEFEIL K, BHH U RTERIENREENRT, UARLERL, X%

(RREBRIEEWIN B COFUERFEHIE 2.0-3.0 L/nim.

3.1. 4 BRKEMEHEERIENR N

FRHEERXARH SRRA CO,MENHEEMER, B @K, UK
MR, YRR R EARA, #ﬂﬁﬁ'?ﬁ]’ﬁ}ﬁ%%ﬁﬂﬁﬁ# Gr&alb RN
BRAZ, fk/ A ERTTERE Ay, B KR ER H SR R T REERCR . H BEK,
A B E B SR RERASEA, RINBIERKEE DR A, W

FRAEREURIR R .
| R34 BRRENEHERUEN RN

Tahle3.4 Influence of particle size on Yi?ld, of Diosgenin

BE (O A (Fa) BERE () COHE (LU SREREE &) BKE O

80 40 20-40 280 10. 40 17. 02
80 40 40-60 280 9. 67 16. 5%
80 40 60-80 280 g.60 15, 47

~ 12 ~ — 18

w LT . { 178 | ——wmergs

ﬁ 10 | | el

o | 1165 T

= 0| %

m g L N T T ' 15

0 20 40 60 80
BRBE (B

& 3.5 FRbH N EHERRENEN

Fig. 3.5 Influence of particle size on extraction yield of Diosgenin

3 3. 4 0K 3.5 AT, BEEEN B R, ¥R RN AKEEE
TR, X, B BRI A FIE R AR A Rt M R I
HERRERGEN. LEESKEYE S REDRE. 40-60 B KBRS
RAEBA G FORIE , eSS NBEBGE LIRS, TR IF RIS A % 1
ZUF, URE R EBUREE R, AR I R R,

B EUR .
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RERFFURX

ZR5WIR

3.1.5 CO, iEx BEIWEME Y

b, BEJE L
FHZ, ¥

—
g

BR2RANE (W

[—
-
1

O N e Oy GO
] I

|

—e—80°C, 40MPa |
—8—80°C, 30MPa

200

400

Co2Hf# (g)

600

800

B 3.6 EHERWES CO, HENRIEXRE

Fig. 3.6 Extraction yield of Diosgenin as a function of SC-CO; amount used

£

CFHIRE AR,

ATLUE I, BEOTETS A=A, BB s /L TR
BEYCO,HEERF 600 G, JLERA—&KK
RN ERATT, BIFR CO.ERER.

3.1.6 BETEXHEGHHBE
 HHERENTEAM, ASZISEA AR R

AL
——

Sok |

HMR T —SERIEMSER . 7F 55°C, 30MPa £ THIEFENEHEE, ¥

5 30 MPa T HAREE &4 TR

THECEH RN

ipd

HER
EIATEHLEL, A 3.5 BT LR HBR R BUR A

AR FHBH R BT, b, TEMT 40MPa, 100°C HHENME ST 2EE LL,

ﬁ:

5 40MPa
P 0pc A D '—‘:J::?Eﬁﬂﬁ*“ﬁ RHEANE
A 80C.

Tl

# 3.5 RENEREREENEN

AR B T AR AT e, I 3. 5 BT LA B R R

FHAEFEFHNER. AT, BEENRERE

Table3. 5 Influence of temperature on yield of Diosgenin product over a la.rger range

#WE (C) K7 (MPa) BERE (B) COo AR (L) Eﬁﬁ%#lﬁtﬁ (%) BHE (%)
55 30 20-40 280 6. 00 11. 15
70 30 20-40 280 7.76 12. 20
80 30 20-40 280 9. 50 16. 17
90 30 20-40 280 8. 29 13. 40
70 40 20-40 280 7.93 15. 29
80 40 20-40 280 10. 1 17. 02
90 40 2040 280 8.97 16. 40
100 40 - 20-40 280 7.69 13. 70
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Fig. 3.7 Influence of temperature on vield of Diosgenin at 30MPa
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Fig. 3.8 Influence of temperature on vield of Diosgenin at 40MPa
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x 100%

x 1 00%

Table 3.8 Experiments of ultrasaundfassxsted extraction

e g i) AR
RANBIRRY, HEBFARRE
EHERUERNERERSEREUT AN

RIERTHABERE, EFERR

- 3L

Bl %
oL s
g \JKE
i 5% 30 . 30
2 5 60 60
3 G 30 60
4 G 60 30

3.2.1 EXBRERS1TE

7 1 i S R B W
EHERSE, LRERTAEIT. BEXT

s 1 8 B IR R T IO e B R I e MR
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F.

EHIBAKY

ESFREBURRE WA, X EEENKFH#ITERNEAR
X REBUSCR WA 4 5m, AT LAARE 7 ) B R fE FK

Eie, MENY

LK 3.7 TLUEH, WHEXMERNFEAAKFHRERK, &3

3.925%, WEWRXAREZNHNKFARERZ, K 1.685%, [0 ~ENELX
AEEHTNKEMBRERD, Uh 0.505%. MR, "TLLREESEIS
#, EAEENKBBRER D EREERTFN:

ARIFAE —» BEgE —> E@AERIE

£ 3.7 EXEREGEREBED

Table 3 7 Results and discussion of ultrasound~3551sted extraction

2 HERDE AN (min)
7S l

VAR (mD) EHERAGHR

1 5 30 30 1.69%%0.2
2 53 60 60 6.12%+0.5
3 G 30 60 7.30%+0.4
4 7R 60 30 3.88%+0.3
I 7.81% 8.99% 5.57%
It 11.18% 10.00% 13.42%

[+1I 18.99%  18.99% 18.99%

[/2 3.905% 4.495% 2.785%

11/2 5.59% 5.00% 6.71%
BE 1.685%  0.505% 3.925%

F 1 LY F 4 AT

Zf/

ERERERN

L 50 ) 70 in fil} KO
A HAR = i e ik T W

B 3.8 =ANEREERHRRIKR

| 3R vy B

B

A MirtHEl fmin

Table3. 8 Relation of three factors with extraction effect
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PSR ThER MR A A e I R B HUR B 60min, FHWT R0 sk /84K HY
WP EFERENTEAS 8.35%. XEBNHEEN 6inl BEREREH, FH
SERSENIER 1. 06%, BHE - RKERANENEHRENKERE.

RS, RELERIEHET T £ UGBS MBI AR RUSL IO . LR A i R
BEHERRERETRESHER K, S8, %k TRESIENREE
FrR. TREERELE, |
T8 BRBEENERBELRER

Table 3.8 The results of ultrasound-assisted extraction of Diosgenin

ERRy  SREANE G REENE G FREREE ()

_‘Eﬁf I | 100 5 &0
AR 1 200 7. 44
= 1 300 8. 35
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X8/ ¢- 4879
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Fig 3.9 Infience of extraction times on yield of Diosgenin
a7 3.8 R 3.9 LB, YEAERDENSEERKE, FHREH
W28 By — R AERU A 5. 60%ZENT LA B KBS K] 8. 98%, EHIR B EIIEE
PR, BREDNERZEEREREHEE, ERBUEHHEZLEH
17133 (g/ml), ZHRERHENRLL, HHRELRTE,

3.3 RICERLIEHR

ERERFEERF, FAREMN 20-40 BEERBEYIRZKEY 3, X
BEHENS, HHEREEN 220V, FHEREHN 250nl RERFRERE. L8E
R 3.9 Fir. FEBRNERERNENERBERTERIBUT B
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Table 3. 9 Inflence of Soxhlet extraction on content of Dlosgenln

ﬁﬁ:ﬁﬂiﬂﬁﬂ (h) iﬁi‘fﬂﬁﬁﬂ (ml) E%ﬁ—%%ﬁi (%)
6 | 200 10. 44
10 200 11.02
16 200 11.14
~ 16
*
@ gl
%
g 4T
m 0 | | | I

0 2 4 6 8 10 12 14 16 18
ZXELHS R Ch)

K 3. 10 EWEESEHERRBEHXR
N Fig 3.10 Inflence of extraction time on content bf Diosgenin
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1, ZEFEEET SRS, D ER R BRI A RERTIAT

2. BTFRFENEE, RERZTEEFEENLBELRE, BRELHE
| B EEERE TP

3, HRFREHEBEFELNRE, VARAFSEABETRERERLER M, X
iR —EREBERERBRK.
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3. 4 RMBRmMAIAHER

AT BEESHER

BRI R, EE RN R RIS SR R R A LA
Yl B B )& B LA B IR B R R R AR A S
EHHE, FEREL 1, 3.12, 3.13,

WE 3,11, 3.12, 3. 13 ATLLEH, SAETNHEHEEYSHHET. X
RIS R E MR REH R, b, SRR A
EHEEFRSAHRENAE. |

3.4.2 ARG AXESHER

HTFA Rt EEEEREREE T LEE RN R, BETEH
SE, AP RN ARRET R EEARRERNERT T E,
ST& RN 3. 10 i,

F 310 HRAXNPNAMEE- SNSRI ER
Table 3 10 Analytical results of the purity of Diosgenin using SFE

BE(CC) 70 80 90
& 1 (WPa) 30 40 50 36 40 50 30 40 50
e EmE 97.3 96.2 97.5 97.3 97.5 94.9 93.4 94.1 96.8

(%) +0.3 %0.2 +0.3 +05 i02+04 +02 +03+04
% 3.10 B, BEAENANNEREETSNARE OVEH, EB
HETZ4MH (80C, 40MPa) TEHREBERNMAFLRE®E, H 97 5%,

# 3. 11 BB RURIR AP R i 4 R

Table 3.11 Analytical results of the purity of Diosgenin using ultrasound assisted

gxtraction and Solhxet extraction

ﬁﬂiﬁﬂ% HPERTRAE (D

mmEEEERE 00000 98. 190, 2
BREERNE 98, 3%+0.2

MR 3. 10 71 3. 11 R, =EMAEF[ANERER AR MAS, IR
AN YRR R T ST E RS BAREEROWA T, EHEE= 80
FROSENMESRN T SHLNAT. RS ER T HEREHR T S ERNE
R RN R R ET R, |
b, TSR BN TR AR AN AR ERE RN R,
2594 0. 4%.
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3.4.3 FRRHABEENINER
FRRGRAE B HT L 100%3) R EE A MENAHE, TR 210nm AbEfT 7 =K
HEREIMNEFRBR=RNEESTLR. TRERNE 3. 12,
R 3,12 BEFUR R B RSO0 £ 0 57 4 R
Table 3.12 Analytical results of the cqnteqﬁ_of Diosgenin using HPLC

AR T EWBETmAE (%)
A R B AR B 83. 0498
RRERE 82. 9286
A 5 3R (B0'C, 40MPa) _ 82. 1918

 RANEREAAIEENENERRRFERNS B 0L, X5
B BRSO 99. NS BERAEN. KRN EMEARN T EER
AR R KRR LR M. E A= ENERERE MRS B
AR RS B TARLE, ERTURA=MTENEHRER RO RED
2K BN B AR
3.4.4 IR MEZESINEGR

R ERENEREENRERNRNAEEEL G E, REmFEFLERE
®EFANTZER. ZERBHRITT ZHERAZEBINER B EZE MBS
W5E. Bk RNFES. 13, -

#3.13 HHEES R AN TR

rTable 3.13 Analytical results of the range of melting point of Diosgenin

R - BWEEFAER (C) REEEHE (C)
P S B A B 202-207 +1

R IRER 202-206 +1
s R (70C, 30MPa) 202-205 +1
HIE R (80°C, 30MPa) 202~206 +1
I A HE (80°C, 40MPa) 202-207 +1
HE G FAHE (90°C, 50MPa) 201-206 +1

g I8 B BT 2 2 7 R 8 A VTR R AR M AT X R, L= 5
BRI S ERRT 198°C, BHEEE/NT 10°C. FRBLR] LAE A = AR E
R 5 R
3.5 i1t
2 2 S PR (AN A T 2 5 56 AT AN SO E U R KR . B4R
Michelle Z ISR ERSE TEHEHHE —H A BARNLE S
—i, B AR RIS C0, 2RI R ZEREIAE N HEAT, AORTIAL T 8/ MER

o

S—
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£, BaifEikR CoO,MAAEEBEA 70-90°C, EHTE 30-50MPa HITE BRI E
HEE. £80C, 40MPa WBETEAMET, ERFAINEERERERT T
GHBAERTE., BEEAREN, BLEEEENSESE, HERHTH
B RBR TR, FIBNEREEUEIIRSRNRERE, TREEMNK
HIEE. B2, ﬁ::ta,taﬂweﬁ: SRl #EIG 57 CO, REE R E AL TR
IR
3.6 LIHIERYEZ LS KIX

S SR A R RO () A6 TR, R AT ARG S B AR IO RE BGRB8, LA RiPH
BB, FFUEM FREAEITBHRAENEES . £RATEHFT
FRA4STHENERT, 2RAREIBLBREEN—ANERTR. Nailk™#H
ARG RARBOT IR SRR, REH—AEIE (y) SEEEE () K%
1, HEAS Langmuir %%ﬁiﬁ*ﬁﬂ

= e (1)
Y= b+t | |

Aep, t BERME (nin), v (¢ BE/g OH) 2FR t nin FRWE, y-&
EE A A A TRERNERENE, b BESH. 78 (1) TUELHFELENL
Ak

1 b1 '1

LA (@
y vty

N EEBGT R BHEBN RIS ENESIP R, HRES5KEYESE
REHRBALEER, BAEKBEEREEUTF— I DEHH IR, XKt
oFl 55 Langmuir 2% A EARGUK S ERSEHA R BOLE. FTURIMER A&

(2) SAFLBEGTHEERE SRR KX RNTRBEHETREL. 4
HEE3 14, B, v 2EEEER Ihr FREEAWRER. R AFENHERRE.
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R 3 M AFRERFETAETHEL

Table 3.14 The constants of equation{(l) under different experimental condition

wE/C FE 1 /MPa Ve Yi b/ Ve b R
70 30 7.76 4.98 4. 20 32.59  0.9623
70 40 7.93 5. 11 4.19 33.23  0.9716
70 50 8. 49 7.17 1. 50 12.74  0.9981
80 30 9. 50 7. 41 1.75 16.63  0.9964
80 40 0. 1 8. 80 0. 88 8. 88 0. 9991
80 50 9,97 8. 43 1. 13 11.27  0.9987
90 30 8. 29 6. 78 1. 69 14.01  0.9987
90 40 8.97 8,13 0.73  6.55 0.9913
90 50 9,23 7.72 1.37 12.64  0.9810

M3 3. 14 A AF H BT AR R BRI B/ R 0. 9623, BRR 0.9991.
HHZRBEASERAERELAY S, EH2ENBRAERIETHEMUT
Langmuir BIF)IBMRMTRE. XAUGEIEANBRENRETHEEXNS
%,
3.7 MRS EW
1. HTEERE, AR TGS CO ZRUMAKR A E b HrB

SEMHE. ATH-SEEHXTUYNENER, ESAFITE2ENFRBK

LR
2. AR EAHOKMERETEES . BUFETTERF O T X &M EAT R

KT, UMER— PR BNERKELZ. | |
3. EATHRKBEMEIZERLRY, HTLRUBEMRE, ThRFATHR, B

FAEREE, HRENELEERE, NEXNEXRAENEEHSERES
Sk Ny s &S ah A
4. ST, TTEERBRBRKMRIIEEREAS Y, LKA &M

BT EGFARE, BFFANTEEREENSBNERIE VA BAFE

BRARE, FTUBUGE—EX HPLC Rl T BRE R S BT ERANHH.
5. &SI FRANERY S S ERRAE KRR AR B AR PR AR

YIBREE FRE RN, AEAETLENA, EEFEREAN L ZMZEPR.
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20-40 H

70°C 30 MPa
20-40 H

70°C 40 MPa
20-40 H

70°C 50 MPa
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80°C 30 MPa
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80C 40 MPa
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230 0.1636
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70 0.0702
80 0.1532
150  0.1921
220 0.2154
280  0.2336
20 0.0500
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180  0.1960
250  0.2333
780  0.2385
40 0.1049
60 0.1562
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210 0.2549
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0 00737
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