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(54) Title: COIX SEED OIL COMPRISING 16 GLYCERIDES, FORMULATION AND APPLICATION THEREOF
(G4 RUILHR - &0 16 P H BRI O b 77 S H R F

(57) Abstract: A coix seed oil comprising 16 glycerides extracted from coix seeds, formulation and application thereotf. The coix
seed oil comprises the following 5 diglyceride components and 11 triglyceride components (calculated by mass percentage): 1,3-di-
oleate diglyceride (0.40-0.58%), 1-linoleate-3-oleate diglyceride (0.91-1.31%), 1,2-dioleate diglyceride (0.24-0.35%), 1-oleate-2-li-
noleate diglyceride (0.66-0.95%), 1,2-linoleate diglyceride (0.33-0.47%), glyceryl trilinoleate (4.87-6.99%), glyceryl 1-oleate-2,3-
dilinoleate (13.00-18.69%), glyceryl 1-palmitate-2,3-dilinoleate (5.25-7.54%), glyceryll,3-dioleate-2-linoleate (13.23-19.02%), gly-
ceryl 1-palmitate-2-linoleate-3-oleate (10.26-14.75%), glyceryl 1,3-dipalmitate-2-linoleate (2.28-3.28%), glyceryl trioleate (14.44-
20.76%), glyceryl 1-palmitate-2,3-dioleate (8.06-11.58%), glyceryl 1-oleate-2-linoleate-3-stearate (1.37-1.97%), glyceryl 1,3-dip-
almitate-2-oleate (1.52-2.19%), and 1,2-dioleate-3-stearate (1.29-1.86%). The coix seed oil can be used in the preparation of anti-tu -
mour medicine.

G WME: —FANETCPRBAESE 16 I HMEBHSE T M. I EENA. ZETmPEAE i sHH
T EEE AR 1 A =EER RS GRAE T AT o 13- TlERH I Tl (0.40-0.58%) 5 1-VHIER-3-3H
B H W (091-131%) , 12-Z B HM - (024-035%) , 1-JHEE2-MEEH I 8 (0.66-0.95%) , 1,2-
T EEH B (033-047%) , =M BEEH WHEE (4.87-6.99%) , 1-VHEE-23- TP ER H W B (13.00-
18.69%) , 1-FEMATR23-Z WM HIMES (5.25-7.54%) , 13- MR- WM H A (13.23-19.02%) , 1-55H
FR-2- MU BR -3- W R H VB (10.26-14.75%) 5 1,3- ZEFAHIR -2- VM ER H ot =18 (2.28-3.28%) , =M H &
(14.4420.76%) , 1-AEHAER-23- M BR H M EE (8.06-11.58%) , 1-WMER2- WM 3-FEmH s (137~
1.97%) , 13- ZAEHATR-2- B H S (1.52~2.19%) F12- JHER-3-FE PSR H Il ME (129~1.86%) o FriRE
A7 RETE il 25 BT R B 259 B
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I L S L1515 S O N 1 S @ O A

BRI
AR R A, BRI S, AR R el 5. % ik AR
il U 29 P R

HEHAR

E U R ARARE VB E Y Coix lacryma-jobi L. var ma-yuen (Roman.) Stapfi] i 21
B, AR 2, RA GRS, BRI R I T A R s R . &
REPTT S Pribtdz . BRIMBRRICE G BAE N . sk, EWAMEEBETLC, HPLC. GC%
TIEX B A A B AT TS, R EH ZME Ry, FEAFEEYRE. Hab
—EEIE. RITIRIS. WERIZSS . EUUC AR, RESE. B, SRR A . Hh, EESK
& H ORI A TR MR By, o RO i 2 B 2 )T AL R gy . AR H AT AE T
I R DA A IR A A 2808 73 () R SRR 60 551 A 2085 3 N P, F A R ) 3 e vl e oy
BEX, BEAHM=MESS, A M0 HM AL RIRREE S, XLl
S A 7 R A R T A R I R FH 25 2 A T AR K B3k o

AR CLETA R A 5k, KA IR A AR BlA . o PR AT g - Aidh
LR, 138 T —MEUUCIARGEAL B ISR RS S e, e TR E
A = ER R A T ER R s R O AT AR A I, #E T
HmtmE. M. 2AE . JOLENMEX R RS RAIAR IR ETA M, o &
ML, PRl T Tk A > S R R B As e ok, ke e 1 R ELRER O i AN 24T
A B A ANE S RN EE R ROV .

KHWNE

AR T B WA TR NE S PR E T, HEHEAE T i E T
THWTREH T EER S PH MBS 11 FrH i = mE2R A 1, 3- 9B H i As
0.40~0.58%- 1-VV.ylB&-3-7 B H ol 18 0.91~1.31%. 1, 2- 3B HillE 0.24~0.35%. 1-jHif2
2- R H o T EE 0.66~0.95%. 1, 2- "M ER H MR 0.33~0.47% . = ¥ i ER H il g
4.87~6.99% 1-JHER-2,3- Wil ER H lIlE 13.00~18.69% . 1-%#AH 1R -2,3- — V. v & H ol g
5.25~7.54%. 13- HR-2-TWilfeH lE 13.23~19.02%. 1-FEREER-2- I Jli & -3 - 186 H- ol e
10.26~14.75%- 1,3- _EFAHIR-2- .11 2 H i = 2.28~3.28%. — JHIR HIHIES 14.44~20.76%.
1-FRAEIR-2,3- MR T I BE 8.06~11.58% 1-JHR-2-F Jii iR-3-ff 5 1R T ¥ B 1.37~1.97%. 1,3-
R IR -2- Y R H IS 1.52~2.19%F1 1,2-— JiHBR-3-fB S8 H I AS 1.29~1.86%

PR, EdlsFHE i ZBe e AR H W = BE e R E H S 2o 1, 3- IR H
fi50.45~0.55%. 1-PJHIf&-3-TM MR H il 8 1.03~1.25%. 1, 2- 3R HfE0.27~0.33%. 1-HR
-2- N R H - l50.75~0.91% 1, 2- —VE.JH R H I BE0.37~0.45% — V. JH R H I KES.47-6.69%-
17 ER-2,3- Z ME M R 1 i B5 14.63~17.88%  1-FEAHER-2,3 - E iR H il BE5.9~7.21%. 1,3-3H
P5-2- 7 i % H UG 14.88~18.19%  1-KRHEEE-2- TV W BR-3-Jh R H IS 11.55~14.11%. 1,3-kF
FH R -2- 0 R H 9 —1i62.57~3.14%. — VIR HiHlE16.25~19.86% 1-FRAHER-2,3- M ER H I
1i59.07~11.08%- 1-JHER-2- MV yH FR-3-Rl IR PR H I G 1.54~1.88%  1,3-KFAHBR-2-7H R H i A5
1.71~2.09%F11,2- " JHR-3 -t TR T H G 1.45~1.78%;

SOCIERT,  EIR S BhH AR 1 B SRR R E G S 13-
PR H TG 0.49~0.51%- 1-3V 7 FR-3-JH R H I I8 1.12~1.16% 1, 2- - JH & H I E 0.29~0.31%.
1= R -2- 7 i % H il A8 0.81~0.85%. 1, 2- " VPyMER H A 0.40~0.42%. — .y H i fis
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5.96~6.20%. 1-78E-2.3- Wil ER H ailE 15.93~16.58% . 1-£#He ER-2,3- — W 3l 1% 1 v g
6.43~6.69%- 1,3- " JHEE-2-M iR H AR 16.20~16.87% 1-FRAEER-2- V. 1 FR-3- 71 B2 H v g
12.57~13.09%- 1,3- " FEMIR-2- MR H il =5 2.79~2.91%. — M HiHEE 17.69~18.42%.
1-FRAEIR-2,3- MR T B8 9.87~10.27%- 1-3HER-2- Y i iR-3 -1 5 1R T ¥ B 1.68~1.74%. 1,3-
TRERAER-2- T ER H B 1.86~1.94%F1 1,2- i ER-3-F 5 % H G 1.58~1.65%.

bl EEYTR H I EREH v AR S AEE S R E H e E, DLA KR T
RTTERIFAF R E T WO R, i e (s or A5 20 5 AN H M =R R AR S 11
MNHH=BE ARG, FRE. R WATIRE AR BT A

Horr, IR S A IR DT A I AL O . 20°C INAHXT S E 0.916~0.920, 20°C I
P6Z 1.471~1.474, ER{i<0.2, fifl 100~106, 2AL{H 186~195;

AR FTIA B DS W N VSRR

ARG A BRAEE . B DR A 20 H~100 H, SR 600 Lx2 #BIE 5 CO, 2
AN, HEUCHBEAFERZE, HREMRFAVKMA CO2 T BN s, f
A U P R0 43 BV 43 WA B 33~45°C 1 30~45°C, {Rbr— iR T SR — J i 28 H 0
FE4 Wk 20~50°CHT 15~35°C; JiA CO, LA 1~3 t/h IR ES m s S MR 3EN CO, Fiids,
ORISR SRS TR, HEAZEZE, (REFH T 19~23 Mpa, #HUGETUZM; A E
{ZHE CO PARHE N A, 881 A ) 7~10 Mpa, 7 B3 EIE TV Mo EAE
HURE CO RSN — . NS, Al REFEE 14 5~7 Mpa f1 4~6 Mpa, 7
FRENTIR BRI S0, CO, MR S R ORES COps TRIMET, IESAHL 2~3 h,
13 B E T

FEH: BUBIG A COA R RN T M, MAMERE65%M60°C~90°C A yMEE, R
FRAE, HOANHEE36%~56%112% NaOH¥# i, #HitE10 minj5, #E 18~24 h)5, [R7:T =R,
WY E 2 4l K BEAT /K BE s 58 B 18~24h), b 25 1 2 K s B b S AT 58 —IRK 3t ## B 40~50h
Ja, BRETEERAK: B EZEMMET%~90% NI, #E2~4hG, BRETZEENE; WL
JE R IMA3%~8% M8 1A I Hh R S8 AL 5, BEFE30 min) , 138 ; JEEUMAS , TIA2%~6%
IR AT, B, F40~50°C FRIR30 min, EyE; EH R FIRGERE, B
AR TKSE, BRE1~20G, BRETREEK FEMERALMT, ivekkds, Ha
160~ 170 CYE T HOK E 1~2 h, BHGF20.2 pmidFLuEREd u&, 7324 1500 mIB s 5mon
R, EE, WITE;

PLiett, FrdxgHDRT

BU e 7 CO2 ZEEUR RN E D=l INATE 2 65%01 60°C ~90°C A1 i, FHHRIEIR
{8, MATHE 36%~56%I1) 2% NaOH %, #Hi+k 10 min J5, #HE 20h )5, BRETEEM,
B KA TKPE, #0822 h J5, SR TIEEK: B RS TS —oKEE, #1846
hfG, BETEEA B EENME 70%~90%KN I, ¥ 3 hjg, BETEEN;
B EZ MR, N 5% IS P RS, BiFE 30 min f5, obyE; pEBINAJE,
AN A%Z AL e s k=11 RVRG B, BidE, 76 40~50C T IRk 30 min, id3E;
JEIR I RS G, et KB T/KEE, BB 1h G, BRETEERK: FEMERAEL
PR, PRI, T4 160~170 CHET #K R 2 h, REIGEZ 0.2 um LB L JE,
53T 500 ml JeFEEOE S, AR, HH, R

AR B PR E T R T CL P B, AR IR AT A SR Bl — S e A
D, ENE S £, ERKPAE.

F A R B BT il A AR B E D, AR R A [ 25 8 2010 SERR— B % A VAU T
K, FEPRALE $34 Ay 20°C AR 25 B 0.916~0.920, 20°C I3 63 1.471~1.474, BE{H<0.2,
WiAE 100~106, EAL{H 186~195. Hrh, MR IR(E R e P AIRN; 505 e A AL
JU1 wH S AR SRR REAMHNER (2750, MRS~ REmRH,
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R — N EEH S, AR R E O, HRES/DNT 02, BEEX]Hl#&
TG AR S ER AL St T2k, SIS RN E DM A W ML —
T3 THAE S 2% 5 0 s MR T R 5 A, RO R B — A mEE T KEHM EE. H
M EERIE MRy, AR A, R E I AR IR PR . SRR E
bRtz ob, HeEA R, arEfe . MUESE, ZROREE RIS E AR T Y RN, it
— P UL AR B TR B O R U E AR e . RIR 2 2 4. AR BT IR i) 2% 7 e &
AR, FEARE, &b AgErE, waenis.

AR X — B A T3 M-S ST M ZiH, B AR B Arid 25
A3 S Pl LA 2427 T B2 () 384

o, prid2yeE BRI R BLRE 25 25 AU LR RN . IRES) L AR FLik
Fl REEF W R R EE MR e R EETEA R, D ERE
AU R GHERF B R ak s )

PR 2% Fal sz AT DLk H . HERRE. (LALEE. RGREREN . WARIREA R . W
IR ThIRPMEAIR. L CR. FHR. KO, 4E% C. 44%E E. EDTA
4N, EDTA 854, —M 4 E ki Eh. Bk MR Eh ek KM . hIR . IR filR .
IR . =R, SALEN. SR, FLRE. BRRLBRER. KPR, WARE. BRREC
BN ARBERE. ZZZERE. RIAERE. M. OBERE . HaE . ek, RERE. FURE. H R,
TN TR AT EY . B, . BB biin . Hab. iR 80, .
RIS RIREE, . RIFEMER RO W MRS -SRIk . BERRMRl, &g 1. 7
FKr Rl R ER A ot AR IR BE .

BT IR 25 R0 AT LR YRS AR IR ) ) s S 50

PLIERT

Bk VIR AR 8 B IR il WAL JURESR) . REga b g —Fhs B IR
PRTHIFIE B KM S PE BT . WV FLA. BRI BN, B — R e FH AT ] KBk
el ERNEARE R T8 BTy 5 70E A 9eRIEER . IR, FLRL TEr
FFIAEL T B —Fofr

FALIENRT

P SR ELFE U s AR B PTR B DI 50~350 g, R OK S #E TR ek ]
ST KNG 10~40 g, 33 560 H s slen] (3 560 H i 15~50 g, VRS 7K A4 1000 ml.

Fn @R 7 v A

FREAL 77 Bl 133 5 A OR S R s nT v S K &8s, @& ErE KA, M
1o BY U)o LA AL 43 B T HOR B ROk A A4, I N e s S AR ER S H h slomT
STHH I, FEMES KR E &, Bkl & H;

FIFRECE AT, B RREUE R S KA 2 A A 60~70°C )5, B RN LET SR
FUAL, FUALI I FRHURE R 5~12 MPa, &4 25~50 MPa, FAEII 3~6 #i, %2 pum
PAF IR AN DT 95%, 5 pm LA ERTREANS RS H 5 06 2N H NaOH 8% HCLi Y pH 42 4.8~8.5,
DLk 6.8~7, HALILN 6.8;

BRI S FAE SR /D T2 T 3 pm BISFLIE N et gk, AR K
AHIRN1E

PRI FEFNASE LN R sy B 200~800 g, Hi e Ak FIFI/BEFL AL 0.20~0.60 g, il
F% 1000 $i .

Fn @R 7 v A

WERBCH]: fREREL R 1:0.6~1.2:0.3~0.8 : 0.0001~0.01 FREGEEBHfE. 4ithk. H
WA EH; AUk H M. 2ifbK. BIEH GEH 10%H R LBEB. KPR, (AL
AESR A S E TR —FD IMAALESHEN, IHE 70°C~00°CJh, TN BRAKBRE .
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H

» BZRWRERVEAE, BRI E, 4 56~62°C FERL % H;
ZIRICH: Ry B RO BRI LA (LA 4EE R B, FLAE
FIAMEE 800 MABCEHERN, AWihid:, H2RREGHY;

FEIREE: WARIRFE R/ PDEFEGER RN, {5 15~30C . AANREE DT 35%5F T ik
ITHRIER G, AR RN, B 9S% A ClEst UG, SETBREKENT 12%,
HES BB A G IR, A3EHI1E .

A IR SRR R, TR A A ) B LT 22 N R 4 B AR 3 A AN [
FERHEIE R, WIPE I TT IR 50 2590 o

KLk, AR BB H RIS T —F BR 5AL G w50 AE &l % B 2549
VRS

b, Prf e 2 e B, b s R R . R BRI . AT AR DN S R
FLIRSE o

LT 38 e S5 50 250 i BH A B I S 20 64 S LS E B e 7 T B 2 380R
RS MTT 500 e S h S SLTRIFRT 8 il A e 40 ik i) 944
1. SEEOA R K el
(1) ZHfutk: PANC-1(\JERRIEZE ). SKOV3(A BN S840 ). MCF-7 ( AFLARE 20 ).
Beap-37 (AFLIH@ANHL) . SMMC-7721( A4 ). HepG-2( A4 ). AS49 (Al
T4 Ha60 C NS4 M), Bkt fubk i bifg = 25 TV T 25 3 PR A0 AR AT
FEARYEFE
(2) DMEM 58485973k N 10% 3 4E 4+ 1% (GIBCO BRL). WP,

(3) 0.25%JREE MRS (Trypsin): W H Invitrogen A #, -20CLRAT o

(4) RSN (PBS): NaCl8 g, KCl10.2g, Na,HPO, 1.15g, KH,PO, 02g, W1 1L
MzEK, 121°C R BIHEE 20 min, 4°CLRAT

(5> MTT (AMRESCO) ¥##i: H PBS Bk 5 mg/ml ¥

(6) VW: B 100 ml X3 FXFE/AKE SDS 10g, 5T EE Sml, KERER 0.1 ml.

2. SEE T

FEMORT ER 4 Bk 0 R I MTT 32300043
HAP BRI
(1) sz OBARMRE I, 76 37°CAM PR mE, MIELEEESG DB
A 10 ml EREEOE M 6 ml 4815775, 1000 /0 50E00 5 0kh. FEk BIEW, UiETP
TN 5~6 ml 4 M7, W8 AT RIT G B NG fuss gt , & 37 CHAMu =M
@ H, BEFFETEGHAM, SFAARBPARIETRE, A S~6 ml 4G FRE, & 37
CHMRIZFAEN . O H, HBFAE R4, R Mirh 4l sRi, mA PBS (pH
7.4 2~3 ml FEVE, 3 PBS WG HEE —IRKIEWE. BRI 3~5 i 0.25%/#
HHMEBR RIS, BT 37CHMEEFFN 3 o8 Ats, T E5EE N S R4 M
R FMEE RS, In4i i 2 ml, W RITEL R M EREE S, AR 2 A
TR, IAAIREEFRIE 5~6 ml AT 4%, BT 37°CAIusssesiN. @Ok H, ER
CL I, AT, MBI RA SF A K%, B9 ah &R R B E K.
(2) F i SO BRI 25 PREUE &2 & DA i T DMSO o, 132K A 10 mg/ml
% T H PBS 1EBS GRS, 19313 10 mg /ml. 5000 pg/ml, 2500 pg/ml. 1250 pg/ml.
625 pg/ml. 312.5 pg/ml KIFBEAE .

(3) BB HIFE S IMACTIR 96 FLAR A, BEFL 10 pl, BESAEPIAFATINRR . K DMSO #H
IAERREEMRE o AR, FE XS R

(4) B FXEUER M40 i, 40 4 RBH AL I F0E G B0F T8 10% /b i B 72 4%
H, AW EHERRAT RS JER A BRI A 2 X 10° AN/l

4
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(5) ¥ IANZE LIRS 96 FLHAE 37°CL 5% CO, 4 a7 46 H 8535 48 /M),
(6) FEFLAINAN 20 pl () 5 mg/ml  MTT ¥, 2RS40 B IE40 P ARIE 3~4 /i,
(7> BRFLIIN 100 pl AR, DRELAEE TR PRI A, A5 A2 B iy PP R Vit A 78 20 i o
& 570 nm YEIR KR
(8) HRAE YR A v 8 A Sk B 2 R A A AR Kk . B A S
(1= 523 AL P8 e Al / 6 BRSP4 6D X 100%

3. SR EE R
Tl AR 8 Fham bR A KINHIZE (%)

EHNIEZS W 1000 500 250 125 62.5 31.25
FE ug/ml ug/ml ug/ml ug/ml ug/ml ug/ml
PANC-1 o 75.94 51.21 27.59 2.98 0.24 0.01
SKOV3 = 98.20 91.35 54.57 28.55 1.66 /
MCF-7 = 86.78 50.14 49.79 40.44 31.22 23.98
Bcap-37 ok A 65.42 38.78 26.17 1.11 0.87 0.34
SMMC-7721 = 98.52 96.88 84.11 35.51 27.88 13.63
HepG-2 ok A 66.85 43.90 31.42 4.06 227 0.85
A549 o 97.22 67.81 43.67 24.63 17.65 10.37
H460 o 7438 42.48 25.19 15.52 7.69 0.88

F2 FEMTEARSNAT 8 Fh4R BRI ICso (pg/mD)

i s A (30

PANC-1 4954 0.44

SKOV3 253.04 0.22

MCF-7 195.73 0.34

Bcap-37 669.1 0.28

SMMC-7721 104.76 0.12

HepG-2 590.9 0.45

A549 192.63 0.49

H460 497.1 0.49

4, i

AN TR P PR AR S W S A IR AR AT b 8 Fofr A e 4 Bk AT A R F gl 4 P
MR IR S, AN ] B 0 5 O i B R 2 e s S8 B s g 9] P iR R 28R
AW LR BRI S BIE— 25 Ui AR B, B AR IR PR o

HARS 5 A
SR 1 U
R A A B EUR K 70 H, KA 600 Lx2 Hilh 5 CO, ZEHUAR 2 HL,
R U BEATGE, ARRERMAPUKIN CO, TlHES . ZEHUEM 7 BT, AU BGR
Ay BRI 7 AIER] 40°CH 45°C, fRFF— ST R ZZU T S5 DR E 20 50°C A
35°C; WA CO LA 2 t/h B L R R IR IEAN CO, TiFAAS, B IR FURAS N A,
5
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HENFEENZE, fRFEH T 20 Mpa, ZEBGETU M WA S TUIME CO JARREN 73 B kE, %
Hl SRS 7 Mpa, 4B RE T AT EAEHESRE CO MmN —S . =4
FENTEE, 43RS 0 7 Mpa Al 6 Mpa, 3 R ENTIERIIK D ZE40, COy SARLA Bt 4s
BRI AS COys MHMAEA], LA 2.5h, 33IEE T

Kl BUBIR A CO, ZARUR R E S, A E & 65%I1) 60°C A7, FHHiEmR
i, IO 45%0) 2% NaOH %9, Ptk 10 min J5, #E 20h 5, B TFERW, B E
B A KT K SE, FHE 22 h i, BT EBERK BUEEITE T koKSE, #E 46 h )5,
BrRENERAK; BEZEINME 80%NEIM L, #E 3h/5, A NERAE L ZE MG,
I 5%HIZm AL P M E AL S, BERE 30 min 5, g BEWINAVE, MIN 4% 554 HTR
GURF, BikE, 7E 45°C ORI 30 min, EUE; SRR IRE TG, FEINEiAb K EAT K
vE, B LW G, BRETREEAK: FEMERESNT, MAEERAE, B4 165 CHET
PR 1.5h, AHIEZ 0.2 um MALUEFIL 38, 7336 T 500 ml BFsmg, 7%, %,
RIS A, W 4.5%; e He AL E0h . 20°C AN 252 0.915, 20°CHFHT 6 1.471,
fR{H 0.18, fl{H 102, EAL{H 190,

SEHER 2 BT %

I T A AR . BCE SRR 60 H, SR A 600 Lx2 Hillfs 5 CO, ZEHUAS A HL,
BETAMBEANEIZE, HREMRARAAINR CO, T MM Bk, (HAAREE
RO IRy R R] 40°CHL 40°C, fRFE— MM A bT = L 4 A 20°C AN
15°C; WA CO LA 1 t/h MBS F R EEEA CO, TS, B IR FVIRE T BIdE,
HENFENZE, fRFEH T 22 Mpa, ZEBGETUC M WA S TUIHE CO JARREN 73 BikE, %
Hil 7 EAEE ) 8 Mpa, 7B RIE T AT BEAEHESRE CO MmN —. =4
FRNTEE, 43RS 0 6 Mpa Al S Mpa, 3 R ENTIE R KD ZEA0, COy SARLAS Bt ds
AR COys TEMMER], FELEARE 2 h, ARNE A

FEHl: BUBIR A CO, ZARUR R E S, A E & 65%I1) 90°C A7 HlE, FHHiEi
i, IO 56%0) 2% NaOH %9k, Ptk 10 min J5, #E 22h 5, BRI TFERW, B E
B A KT K SE, FHE 20 h i, BR2ETFEBRK BUEEITE T oKSE, #E 48 h ),
BrE N ERAK B EEINME 900% ANk R, #HE 2h )5, BrENERNN; B2 EE,
TN 8% ML im AL P M ESE AL S, BEdE 30 min 5, & BEWINBVE, MIN 6% EAL KR
AR, BikE, 7F 42°C ORI 30 min, TEUE; BEORIE A TE, FEINEiAL K EEAT K
vE, WRE2h G, BRETREEAK: FEMERESNT, AR, B4 170°CHsT
PR 1.5h, AHIEZ 0.2 um MALUEFIL 38, 7336 T 500 ml BFsmg, 7%, %,
RIS AT, IR 4.9%; Il e He AL 500 . 20°C AN 25 2 0.920, 20°C B 316 1.473,
FR{H 0.19, Wi{H 104, EAL{H 186,

SEHER 3 BT %

AR AL TRAE L BUS DK 100 B, K H 600 Lx2 #Ilk 5 CO, ZEHU2S %0,
BETAMBEANEIZE, HREMRARAAINR CO, T MM Bk, (HAAREE
FHAr B 4 Ik 2 33°CHRI 39°C, PREF— R HT S Ui i 28 LR 0 R 30°C
20°C; A CO, B 3 t/h i 48 M R IR IEAN CO, TS, HON IR FUIRAS N ik,
HENFEENZE, fRFEHE T 19 Mpa, ZEBGETUC M WA B TUIME CO JARREN 73 BikE, %
Hi 7 B AEE ) 9 Mpa, - EfSRIE UM W BRI CO, R fadi N —2. — 4
FRNTEE, 43RS 0 S Mpa Al 4 Mpa, 3 R ENTIE R KD ZE40, COy SARLA Bt ds
AR COys TEIMMER], FELEARE 3 h, ARNE AW,

FEHl: BUBIR A CO, ZARUR R E S, A E & 65%I1) 80°C A1 ik, FHHiEmk

6
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i, IOANHTE 36%0) 2% NaOH %9k, Ptk 10 min J5, # & 18h /)5, BRI FERW, B E
B A KA TR SE, FHE 18 h i, BT EBAK: B EEIATE —oKdE, #E 42h )5,
BrENERAK; B EEINME 75% AR, $7E 2h )5, BrENEREN; B2 iEE,
I 3%HIZ AL P M ESE AL SR, BEE 30 min 5, g BEWINBVE, MIN 2% 554 HITR
AR, BikE, 7E 47°C TR 30 min, EUE; BEORIE ARG, FEINEiAb K EAT K
vE, B LW G, BRETREEAK: FEMERESNT, AR, B4 160°CHET
POKBE 2 h, AEGE 0.2 um MFLIEMELLIE, 72EF 500 ml BEFSHREOH A+, R, %,
RIS AT, R 4.7%; e He L 500 . 20°C AN 252 0.918, 20° CHFHT 6 1.474,
FR{H 0.15, #i{H 100, EAL{E 194,

SEHER] 4 BT %

I AR AR . BCE SRR 30 H, SR A 600 Lx2 Hilli 5 CO, ZEHUAS A HL,
BETAMBEANEIZE, HREMRARAAINR CO, T MM Bk, (HAAREE
RO B AY AIE R 35°CHL 42°C, fRFE— MM SR b= LR 4 A 40°C AN
30°C; WA COL LL 1.5 vh iR & SRR I E N CO, TildhAS, A Il SRS T LA,
HENFEENZE, fRFEHE T 21 Mpa, ZEBGETUC M WA B TUIHE CO IARREN 73 BikE, %
Hi3 BIAE 77 10 Mpa, 73 B A3 RIE A A BRI CO MR LGN —S. =2
FRNTEE, 43RS 0 7 Mpa AL S Mpa, 3 R ENTIERIRIK D ZE40, COy SRS Bt 4s
AR COys TEMMER], FELEARE 2 h, ARNE A

FEHl: BUBIR A CO, ZARUR RN E S, MAIHE & 65%I1) 70°C Ak, FHiEiR
i, IO 50%0) 2% NaOH %9k, Ptk 10 min J5, #E 19h 5, BRETFEZW, B E
B A KEATKEE, FHE 21 h 5, BT ERK BUEEIT S T koKEE, & 50 h )5,
BrENERAK B EEINME 85% A MifkFL, #HE 4 h )5, BrE NERNN]; B L ZEE,
I 6% B2 AL P M E AL S, BEE 30 min 5, & BEWINBVE, MIN S%AEALHITR
GWRF, BikE, 7E S0°C ORI 30 min, IUE; BEORIE A TE, FEINEib K EAT K
vE, B LW G, BRETREEAK: FEMERESNT, AR, B4 162°CHsT
POKBE 2 h, AEGE 0.2 um MFLIEMELLIE, 72EF 500 ml BEFSHREOH A+, R, %,
RIS A0, WCE 4.0%; e He AL 500 . 20°C AN 252 0.920, 20°C TG 1.471,
fR{H 0.16, Hi{H 105, EAL{H 192,

SEHER S BT %

I A AR AR . BB SRR 40 H, SR A 600 Lx2 i 5 CO, ZEHUAS A HL,
BETAMBEANEIZE, HREMRARAAINR CO, T MM Bk, (HAAREE
RO BIREAY HIE R 42°CHL 45°C, fRFE— MM i b= B 4y A 35°C AN
25°C; WA CO, UL 2.5 th Wil 42 M R AR I E A CO, Tildhds, A B I SRS T LA,
HENFENZE, fR¥FEHE T 23 Mpa, ZBGETUC M WA S TUIHE CO IARREN 73 BikE, %
H AR ) 8 Mpa, 4B RIE S MBI CO RMEFIEAN—S . =2
FRNTEE, 43RS 0 6 Mpa Al 4 Mpa, 3 R ENTIE R KD ZE0, COy SARLAS EE4s
BRI AS COys MHMAEA], LA 2.5h, 33IEE T

FEHl: BUBIR A CO, ZARUR R E S, A E & 65%I1) 80°C A1 ik, FHHiEmk
i, IO 40%0) 2% NaOH %9k, Ptk 10 min J5, #E 24h )5, BRI TFERW, B E
B ALK TKEE, FHE 24 h i, BT EBRK BUEEIHTE T oKSE, #E 44 h )5,
BrENERAK; B EEINME 70% AR, $7E 3 h )5, BrENERAEN; B2 iEE,
I 4% 2L P M ESE AL S, BERE 30 min 5, & BEWINAVE, MIN 3%ALEALHITR
AR, BikE, 7F 40°C ORI 30 min, UE; BEORIE ARG, FEINEiAb K EAT K

7
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Ue, BRE 15 h)E, BREATREK ERMEREFMET, AR, #4165 CHk
THEKBE 1.5 h, WHIFZ 0.2 um PALIEBILIE, 223 T 500 ml B, 7%, %
B, B EUUT, WBOR 43%; ERBELCY: 20 CHARXTEE 0.916, 20°CRT
G 1473, W 0.14, MU 101, fB4b{H 192,

S 6

F UM 8000 mg A 10 ml 1E CUGt i 5 s fd, 15 FH Vsl AH A I BC i 50 mg/mL ¥
P . A CHEETAH-HP100 (= 207 il & i ST 40 155 WishAH: 1E Okt : I
=04:6 (v/v); BRI EBERER: 15 ml; (3E4E: Venusil XBP silica (20¥250mm, 10pum); i
. 18 mL/min; ELSD ¥ilf#%. MR EVEE 45°C, #AWIE 2.0 L/min. BRI R Y
15.8 min [FJ R4, BB T 30°C R Rk 4e 5 A 2 10 ml B RJRP A S\ FNEA
W, RIS 1, 3-IHER H MBS .
FIR T, LEMERY);
Q-TOF/MS: #EZr B TI[M+Na] =m/z 643.5277, 145{l 643.5272, C3oH7;,0OsNa, Q =4,
"H NMR &1 °C NMR #% W% 3.,

%3 'HNMR 1 °C NMR % (CDCls)

Position "HNMR B CNMR
c-1, 1" 174.0
c-2',2" 233 (4H,t,J=75.0 Hz) 34.3
C-3',3" 25.0
C-4', 4" 29.3
C-5', 5" 29.3
C-6', 6" 29.3
c-7,7" 29.8
C-8', 8" 27.3
c-9', 9" 534 (2H, m) 129.9
C-10', 10" 534 (2H, m) 130.2
c-11', 11" 27.3
c-12', 12" 29.9
C-13', 13" 29.5
C-14', 14" 29.7
C-15', 15" 29.5
C-16', 16" 32.1
c-17, 17" 22.8
C-18', 18" 0.87 (6H, t,J =5 Hz) 14.3
C-1 419(2H,dd,J=11.6,48Hz) | 652
413 (2H, dd,J = 11.6, 5.7 Hz)
C-2 4.08 (1H, m) 68.6
C-3 419(2H,dd,J=11.6,48Hz) | 652
413 (2H, dd,J = 11.6, 5.7 Hz)

S 7
E T 8000 mg A 10 ml 1E TRt 75 s fd, 75 ARSI AH A B B il B S0 mg/mL [ 8
B . FIH CHEETAH-HP100 /= 230 AH il 24 s A T 73 85 WshAH: IE Okt NI
8
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=94:6 (v/v); FRR/EHEFEE: 15ml; Ak Venusil XBPsilica (20¥250mm,  10pum);
J#: 18 mL/min. ELSD frillsy: ERBERA 45°C, #SMIHE 2.0 L/min. WA LR I H]
A 17min FJEREER 7y, BWE T 30°C PR IRSAE S B3] 10 ml FERBIEHPAAEER FA
SIRTF, RIS 1-3E M ER-3-JM R H i — 5.
FIR T, LEMERY);
Q-TOF/MS: #EZr 7B T4 [M+Na] =m/z 641.5121, T15H 14 641.5115, CioH70OsNa, Q=35;
"H NMR 11 °C NMR i W.% 4.

# 4 'HNMR M "CNMR #44E (CDCL)

Position "HNMR BCNMR | Position "HNMR B CNMR
c-1 174.8 C-1" 174.8
c-2' 235 (4H,t,J=7.6 Hz) 35.1 c-2" 235 (4H,t,J=7.6 Hz) 35.1
c-3' 25.9 C-3" 25.9
c-4 30.1 C-4" 30.1
C-5' 30.1 C-5" 30.1
C-6' 30.1 C-6" 30.1
c-7 30.7 c-7" 30.7
C-8' 28.2 C-8" 28.2
c-9' 539 (1H, m) 131.0 c-9" 539 (1H, m) 130.7
C-10' 539 (1H, m) 129.1 C-10" 539 (1H, m) 131.0
C-11' 2.80 (2H, t,J= 6.6 Hz) 26.6 C-11" 28.2
C-12' 539 (1H, m) 128.9 C-12" 30.8
C-13' 539 (1H, m) 131.2 C-13" 30.3
C-14' 28.2 C-14' 30.6
C-15' 30.5 C-15" 30.3
C-16' 32.5 C-16" 32.9
C-17' 23.6 C-17" 23.7
C-18' 0.91 (3H, t,J=5.0 Hz) 15.0 C-18" | 0.92 (3H,t,J=75.0 Hz) 15.1
C-1 | 421(QH dd,J=11.5, 43 Hz) 66.0
4.16 (2H, dd,J =11.5, 5.7 Hz)
C-2 4.11 (1H, m) 69.4
C3 | 421(H, dd,J=11.5,43 Hz) 66.0
4.16 (2H, dd,J =11.5, 5.7 Hz)

S 8

F UM 8000 mg A 10 ml 1E CUGt i 5 s fd, 15 FH Vsl AH A I BC i 50 mg/mL ¥
P . A CHEETAH-HP100 (= 207 il & i ST 40 155 WishAH: 1E Okt : I
=04:6 (v/v); FFRIYEBERER: 15 ml; (3%4E: Venusil XBP silica (20¥250 mm, 10 um);
J#: 18 mL/min. ELSD frillgy: EBERAE 45°C, #RWMIE 2.0 L/min o WL I H
oA 23min FJEREER Sy, BWE T 30°C IR IR SRR 10 ml I AAEER FA
KT, RIS 1, 2- T MERH MBS .
FEIRN, AR
Q-TOF/MS: #EZr 1B T4 [M+Na] =m/z 643.5277, 5{4 643.5272, C3oH7;,0sNa, Q =4;
"H NMR 11 C NMR i W.% 5.
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%5 'HNMR 1 °C NMR % (CDCls)

1, 2-§H 18 H ve IR
Position "HNMR B CNMR
c-1 173.9
C-1" 173.5
c-2' 233 (4H,t,J=75.0 Hz) 34.2
c-2" 34.4
C-3' 25.0
C-3" 25.1
C-4', 4" 29.3
C-5', 5" 29.3
C-6', 6" 29.3
c-7,7" 29.8
C-8', 8" 27.3
c-9', 9" 5.35 (2H,m) 129.8
C-10', 10" 5.35 (2H,m) 130.2
c-11', 11" 27.3
c-12', 12" 29.9
C-13', 13" 29.5
C-14', 14" 29.7
C-15', 15" 29.5
C-16', 16" 32.1
c-17, 17" 22.7
C-18', 18" 0.88 (6H, t,J =5 Hz) 14.3
C-1 432 (2H, dd, J = 12.0, 62.1
4.6 Hz)
4.24 (2H, dd, J = 12.0,
5.6 Hz)

C-2 5.08 (1H, m) 723
C-3 3.73 (2H, d,J=3.2 Hz) 61.8

STt 9

E T 8000 mg A 10 ml 1E TRt 75 g, 3 A AH A B B il B S0 mg/mL [ 8
P . A CHEETAH-HP100 (= 207 il & i ST 40 155 WishAH: 1E Okt : I
=04:6 (v/v); IRV BEHFEE: 15ml; G4 Venusil XBP silica (20%250mm,
EREILE 45°C,

Vi 18 mL/min. ELSD ¥l #%.

AT, RIS 1-RR-2- M R T R

=i, Bk

Q-TOF/MS: #EZr B TI4[M+Na] =m/z 641.5121, 1544 641.5115, CsoH7OsNa, Q=35;

'H NMR #2F1 BC NMR i 1.3 6.

10
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10um);
AV 2.0 L/min. Y H 45 B8 ]
A 24.5 min [FIEIEER Sy, BBEOR T 30°C FRIKRGE G2 3] 10 ml BRI P A ERT
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%6 'HNMR A "CNMR ¥4 (CDCl)
Position "HNMR P CNMR | Position "HNMR B CNMR
C-1' 173.9 C-1" 173.5
c-2' 233 (2H,t,J=75.0 Hz) 342 C-2" | 233 (2H,t,J=5.0 Hz) 34.4
C-3' 25.0 C-3" 25.1
C-4' 293 C-4" 293
C-5' 293 C-5" 295
C-6' 293 C-6" 293
C-7' 29.8 c-7" 29.9
C-8' 273 C-8" 27.4
c-9' 537 (1H, m) 129.8 C-9" 537 (1H, m) 130.2
C-10' 5.37 (1H,m) 130.2 c-10" 537 (1H, m) 128.2
C-11' 25.8 C-11" | 2.77 2H, t,J=6.5 Hz) 25.8
C-12' 29.9 c-12" 537 (1H, m) 128.0
C-13' 295 C-13" 537 (1H, m) 130.4
C-14' 27.4 C-14' 27.4
C-15' 29.5 C-15" 29.8
C-16' 32.1 C-16" 31.7
C-17 22.8 C-17" 22.7
C-18' 0.89 3H,t,J=6.8 Hz) 14.3 C-18" | 0.88 (3H,t,J=6.8 Hz) 14.2
C-1 |432(H,dd,J=119,45Hz) | 62.1
423 (1H, dd,J=11.9, 5.6 Hz)

C-2 5.08 (1H, m) 7.3
C-3 3.73 (2H, d,J = 3.2 Hz) 61.8

S 10

E T 8000 mg A 10 ml 1E TRt 75 g, 3 A AH A B B il B S0 mg/mL [ 8
B . FIH CHEETAH-HP100 /= 230 AH il 24 s A T 73 85 WshAH: IE Okt NI

=94:6 (v/v); BRRAFEIEFER: 15ml; @i%FE: Venusil XBP silica (20¥250mm,

10um);

WH: 18 mL/min. ELSD fill#s: B EWLA 45°C, W 2.0 L/min. WEELR B IR 4
27 min PJEIERERLST, FRE T 30°C MR 5 H 2] 10 ml # P A UEE A
W, BIAE 1, 2- e s
FIR T, LEMERY);

Q-TOF/MS: #EZr 1B TI§[M+Na] =m/z 639.4964, 15 639.4959, CsoHesOsNa, Q=6;
"HNMR i#1 °C NMR i )L 7.

11
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%7 'HNMR #1 °C NMR %4 (CDCls)

Position "HNMR P CNMR | Position "HNMR B CNMR
c-1 173.9 C-1" 173.5
c-2' 232 (4H,t,J=75.0 Hz) 34.2 C-2" | 235(2H,t,J=5.0Hz) 34.4
c-3' 25.0 C-3" 25.1
c-4 29.3 C-4" 29.3
C-5' 29.5 C-5" 29.5
C-6' 29.3 C-6" 29.3
c-7 29.9 c-7" 29.9
C-8' 27.4 C-8" 27.4
c-9' 537 (1H, m) 130.2 c-9" 537 (1H, m) 130.2
C-10' 537 (1H, m) 128.2 C-10" 537 (1H, m) 128.2
C-11' 2.77 (4H, t,J= 6.5 Hz) 25.8 C-11" | 2.77 2H, t,J = 6.5 Hz) 25.8
C-12' 537 (1H, m) 128.0 C-12" 537 (1H, m) 128.0
C-13' 537 (1H, m) 130.4 C-13" 537 (1H, m) 130.4
C-14' 27.4 C-14' ' 27.4
C-15' 29.8 C-15" 29.8
C-16' 31.7 C-16" 31.7
C-17' 22.7 C-17" 22.7
C-18' 0.89 3H,t,J=6.8 Hz) 14.2 C-18" | 0.89 (3H,t,J=6.8 Hz) 14.2
C-1 |432(1H,dd,J=119,46Hz) | 62.1
4.24 (1H, dd, J = 12.0, 5.6 Hz)
C-2 5.08 (1H, m) 723
C-3 3.73 (2H, d,J=3.2 Hz) 61.8

SCHEE 11 MR Hm BRI i R

FIH P3000A =i G AH Hi 4 B ST 78, s A: 4JE, Wishil B: SJE-PUE
W (1:1), FHIaAH B BLHIEL 50 mg/mL (B SIS, BRRG BFEARL 15 mL; &
iK% Superstar Benetnach™ C15(20 mm=150 mm, 5 pm); FHfE4AF: WEIAH B: 0~27 min:
50%~60%, 27~35 min: 90%, 35~45 min: 100%; i#: 18 mL/min; &M K 208 nm;
WCEEAR BEIN TR 12.6~14.2 min W ETEEER Y, ERTRIRYT T K e 3 28 AR R 46 »
HENiHZ 2 10 mL /M, ERTSTESET 35CTEE 6 hfa, AARS, TEREFNELT
VKA URORAT, BT =0 B8 H il
HR-EI-MS: m/z =878.7344 (Calcd=878.7363, Cs7HosOs), ANHIFNE=9,
IR (KBrfilm): 1746, 1170. 1098; 2928. 2856. 724; 3008. 1655 (¥§) cm™.
"H-NMR % W% 8.
BC-NMR #iifs W% 9.

12
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® 8 SHEK 6-13 FriRiL& ) 'H-NMR EE$dE (CDCL3)

Ha [G-H 0 O¥ OE O OME 4H & 4H 0 TH O OSH sH  HHE 0 -H IRE 0 IAH 0 4HE S MH  PE ma
}‘. o
L‘u § 142 1352 B 235 PR .36 285 132 S.3%
o
B M 7 B 1.8
g § 1.6 PR Tad T 152 R
- ol 4 133
< M ) . B 235 172 236 188 131 8.38
i1 § 31.483 13
o 1 151 25N
o
o 132
§ 1.6 13 TaE Fi PR EE
LY
o e 188
= 138
E : 24 238 i £3% 2.8
LG § 1.6 Lx §28 14 1%
P 488
7 N b.5%
. § 1.6 L T35 ERE &26 248 13 .88
’ = 118 488
G <
3 1.6 Lx T8 . 2058 138 R
fateln} . 534
B “*' . . T4 EX 24 1.7 E88
Ay A
& 52T A58

Her, A: ZWyMBRHWES, B: 1-WHBR-2,3 - ~WyMBR HES, C: 1-A58ER-2,3- ~ilER HyiEs, D:
1}:%@%%%@H%%J&Lﬁ%@%ﬂ%@&% RHVMER, F: o 1,3- FRARER-2- TV M ER H v = Hg,
VPR RS, H: 1-AFEAEPR-2,3- IR H VR .

£9 SR 6-13 FTRLE ) PH-NMR EEE4 (CDCL)

N Ak G0 -3 -2 LRS- A S T V. S AT A -8 18 -1 -z -y A {38 A SR S e £

e ¥ 232 2586 ivEr
- JRARII LT i ¢ IFIT 2T 2BQSDEAE ISR IAY HagT
IL g s I35 12738
e 8283 34.88 3T.3%
E 1324 IT34 FATBRTY ISR s s
£ $5.5% 3488 2E8TIRTR A%
TGLL
kS SLAE 21T MR
¥ 232 588 IITRGE YL
O 828237 i ¢
_— fi §$8.08 pER:- IDTERE 1IN
A
[ IR MET IaER PREEIRTE
Do« 8D TR MM BB ST OIZRTY O OBMAE 1738
IEATIERTS
LR ] FeEy OITIEY MU MW IR RXED MES 1T
2 I ITAgE 388 13T xRy
E 2852578
- £ SR8 ITIEE 2387 IR IR IETSR
R R
b ITERL MEE I3 WRE-IE0E
B $28%  RTESL 84S B
IRSEIETR
LY ¢ FeEy OITIAS MAR M el B b TR
FAR §2132 488 388 I S N
2ELTATE JLEI 2379 I
LE2 1 SR et S S 324 5R
a §23.32 I4 Ise pies N
2 RS IDAEIATE R
a0 g $E.88 3431 BB IRME2S TR 1ivse L ML
TG0
2 MR R 3144 nTR d3E

Hr, A =WilifgH s, B: 1-ilifg-2.3 - Wyl Hlifs, C. 1-4FHMR-2,3-— Wyl e H yifg,
13- Zylifg-2- Wyl e H i lE, E: 1-ARMfE-2-Wilfe-3-ylifie Hydils, F: 13- ZARMfe-2- W ilie H i =g,
G: =i HME, H: 1-FFAEmR-2,3- -yl H s .

ST 12 1-hER-2,3 - T R H I EE i o b
FIF P3000A =B AR T 24 i ST 70 B, WiishAE A: 4, WishAH B: G-V

13
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W (1:1), FHIaAH B BLHIEL 50 mg/mL (B SIS, BRRG BFEARL 15 mL; &
iK% Superstar Benetnach™ C15(20 mm=150 mm, 5 pm); FHfE4AF: WEIAH B: 0~27 min:
50%~60%, 27~35 min: 90%, 35~45 min: 100%; i#: 18 mL/min; &M K 208 nm;
WCEEAR BEIN TR 15.4~17.3 min W ETEEER Y, ERTRIRIT T R e 3 28 AR R 46 »
&2 10 mL /M, RS TRAET 35CTE 6 hfa, mARS, TERERENT
VKA HRORAT, BT 1-9HPR-2,3 - My PR H i .

HR-EI-MS: m/z=880.7518 (Calcd.= 880.7520, CssHogOs), AHIFIE=7,

IR (KBrfilm): 1747, 1164, 1098; 2925, 2854, 723; 3008, 1655 (§5) cm™.
"H-NMR %4 .3 8.

PC-NMR ¥4 W% 9,

SERER] 13 1-AFREER-2,3- P R H s B % e

HFIH P3000A 0B AH & aB SCHAT VI 20 B, sl A: &4BE, WshiE B: 4Jif-
PUSRRIR(1:1), HHVLBAH B BLHIE 50 mg/mL 1 E ST, RHR B IEAEARR 1.5 mL;
{638 HE: Superstar Benetnach™ C15(20 mmx150 mm, 5 pm); #RE4M: WEhAH B: 0~27 min:
50%~60%, 27~35 min: 90%, 35~45 min, 100%; ¥ii#: 18 mL/min; 8AMG I K:: 208 nm;
AR DR B IS TR) 4 17.4~18.1 min WISy, FER TR T SR e f% 28 A AR 4 4
FRAH

TIREEALETREIAE A 2, WA B: ZNE-DUERRIE(1:1), B LaRKLN B B
B % 20 mg/mL VSR, BFHR B HEFERRR 1.5 mL; (4% 4% Superstar Benetnach™ C 15 (10
mmx250 mm, 5 pm); FHESAF: WiBhAH B: 0~23 min: 50%~60%, 32~43 min: 60%~90%,
43~60 min: 100%; & : 3 mL/min; ZAMEIEAS: 208 nm, WAL IR 31.2~34.7 min
(RT3, RV TRRY T R BERE 28 R A R4, R &5 2 10 mL /M, 7R
BT T 35°CHE oh 5, AR, TGS TUKF PR IRA7, BIFF 1-F5AH R
-2,3- R T I R AR
HR-EI-MS: m/z=854.7370 (Calcd.=854.7363, CssHogOs), NHFNEE=T,
IR (KBrFlim): =1746, 1165, 1095; 2926, 2854, 722; 3009, 1648 (§9)cm™.
"H-NMR %4 .3 8.
PC-NMR ¥4 W% 9,

SOHEB) 14 1,3- M PER-2- 0 v ER H G Y 3 5 % e

HFIH P3000A [ a80BAH & (B SCHAT 40 B, Bl A: O, W B: 4JfE-IIE
W (1:1), FHIaAH B BLHIEL 50 mg/mL (B SIS, BRRG BFEARL 15 mL; &
iK% Superstar Benetnach™ C15(20 mm=150 mm, 5 pm); FHfE4AF: WEIAH B: 0~27 min:
50%~60%, 27~35 min: 90%, 35~45 min: 100%; i#: 18 mL/min; &M K 208 nm;
W AR BE N TR] R 18.4~20.2 min [ ETEIEERL Sy, FERVTRIIRYT T K e 4% 2 AR R 46 »
&2 10 mL /M, RS TRAET 35CTE 6 hfa, mARS, TERERENT
VKA RORAT, BIAS 1-01R-2,3 - il B T il g
HR-EI-MS: m/z=882.7678, (Calcd.=882.7663, Cs7H10206), ANHEFIE=7,
IR (KBrfilm): 1747. 1163. 1097; 2925, 2855. 72; 3007. 1655 cm™ (§9).
"H-NMR %4 .3 8.
BC-NMR #iifs W% 9.

SR 15 1-PERE -2 0 vl R -3- il R T I BRI 7 1 B 4
A P3000A i8R il 26 (Ul (AT WP 0 8. WA A ZE, Uizl B: ZJf-

14
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VUL (1:1), FHAESIAH B Bl SO mg/mL (13 ST MWL BHR Y B IEAEARL 1.5 mL;
{638 HE: Superstar Benetnach™ C15(20 mmx150 mm, 5 pm); #RE4M: WEhAH B: 0~27 min:
50%~60%, 27~35 min: 90%, 35~45 min: 100%; J#ii#: 18 mL/min; 254N I K : 208 nm;
AR LR BE BT H) 4 20.3~21.4 min I EGEIGERLSY . ERIRY T R e i 25 K ORI 46 »
&2 10 mL /M, RS TRAET 35CTE 6 hfa, mARS, TERERENT
VKA RORAT, BT 1-ERAE R -2- Wy R -3 - R H B o

HR-EI-MS: m/z=856.7519, (Calcd.=856.7512, CssH10006), ANEFIE=6,

IR (KBr film): 1747. 1164. 1098; 2925. 2854, 723; 3008. 1655 cm™(3%).

"H-NMR %4 .3 8.

PC-NMR ¥4 W% 9,

SO 16 1,3- KRS -2- Wl H = EE 0 0 B 5% 2

FIH P3000A =G AH Hil & B SGdAT VI 0 1, s A: &N, Wishil B: LJiE-
PUEUMERR(1:1), FENAH B BCHIRL S0 mg/mL FE BV, BRI B IEFEAFR 1.5 mL;
{638 HE: Superstar Benetnach™ C15(20 mmx150 mm, 5 pm); #RE4M: WEhAH B: 0~27 min:
50%~60%, 27~35 min: 90%, 35~45 min: 100%; J#ii#: 18 mL/min; 254N I K : 208 nm;
AR LR BE B[R] & 25.7~26.2 min I EGEIGERLSY, ERIIRY T R e i 25 K ORI 46 »
&2 10 mL /M, RS TRAET 35CTE 6 hfa, mARS, TERERENT
VKEE A ERAT, HIPE 1,3- AR -2- 0 T R Hir = B
HR-EI-MS: m/z=830.7371 (Calcd.= 830.7363, Cs3HosO¢), AHEFIE=5,
IR (KBr film): 1747. 1164. 1098; 2925. 2854, 723; 3008. 1655 cm™(3%).
"H-NMR %4 .3 8.
PC-NMR ¥4 W% 9,

SO 17 SR H BRI S S e

FIH P3000A =G AH Hil & B SGdAT VI 0 1, s A: &N, Wishil B: LJiE-
PUEUMERR(1:1), FENAH B BCHIRL S0 mg/mL FE BV, BRI B IEFEAFR 1.5 mL;
{638 HE: Superstar Benetnach™ C15(20 mmx150 mm, 5 pm); #RE4M: WEhAH B: 0~27 min:
50%~60%, 27~35 min: 90%, 35~45 min: 100%; Viii#: 18 mL/min; 2R4M& TN K: 208 nm;
W EEAR BEIN TR 26.6~27.7 min TSRSy, FERVTRIRIT T K e 4 28 AR R 46 »
HENiHZ 2 10 mL /M, ERTSTESET 35CTEE 6 hfa, AARS, TEREFNELT
VKA RARAE, B =t s .
HR-EI-MS: m/z=884.7851 (Calcd.=884.7833, Cs7H1040¢), ANHIFIE=6,
IR (KBrfilm): 1749, 1165, 1095; 2925, 2854, 723; 3004, 1654 cm™(59).
"H-NMR % W% 8.
BC-NMR #iifs W% 9.

SR 18 1-BRRR-2,3- i E MR 4 B S i

FIFT P3000A i BiAH bl (Ll BUBATHIAL 0 80, SAH Ax LB, Vishif B: LJS-
PUSEICT ), PRI B I SO me/mlL K REEI R, SRUC SRR 1S mL
4. Superstar Benetnach™ C13(20 mmx150 mm, 5 pm); B4 Wi3I4H B: 0~27 min:
50%~60%, 27~35 min: 90%, 35~45 min: 100%; fi#: 18 mL/min; ZEAMEIPAC: 208 nm;
BRI I 28.2~29.3 min (R ELIEUITZY, ZERU TR TSR FH e 2 R SR WA
PR

CREUMEEDHT A ZE. WA B ZE-PUEURNICIY). LR N B

15
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B % 20 mg/mL VSR, BFHR B HEFERRR 1.5 mL; (4% 4% Superstar Benetnach™ C 15 (10
mmx250 mm, 5 pm); FHESAF: WiBhAH B: 0~23 min: 50%~60%, 32~43 min: 60%~90%,
43~60 min: 100%; ¥i#: 3 mL/min; /MG : 208 nm, WEELREEIN[ACA 32.9~35.1 min
I ETB RSy, TERRIRY T R BE 28 R SRR 46, H S 2 10 mL /M, 75
HATESET 35CTHE 6 hja, RART, THREMAES TUKFEhAGRRLE, RIS 1-154
FR-2,3- MR H i B

HR-EI-MS: m/z=858.7672 (Calcd.= 858.7676, CssHi0206), AHFIREE=5,

IR (KBrfilm): 1747, 1166, 1095; 2926, 2854, 722; 3003, 1654 cm™(59).

"H-NMR %4 .3 8.

BC-NMR #iifs W% 9.

SEHEE 19 1,3- AR ER-2- 1 B H ¥ B 1 il 2%

FH CHEETAH-HP100 =20 AH il & g AT V0 40 B, s QG PSR
=78:22, FH VUMM AC A 750 mg/mL [P E DU IS, BRI AR 2 mL; (AL
Venusil XBP C18 (2) (50%250 mm, 5 um 100 A); ¥i3#: 80 mL/min; 4&4M&IM3 K : 205 nm/280
nm; WCEEAR BN R 24 29-38min (R E T IERLSY, FEBVRIIRY T R e 26 R Ak R W4
(CY L

RGBT A 2 S E=65:35, % _LIRRL A A S B EC 4 10 mg/mL
VTR, BRR Iy B BEREARR 2 mL; B3 41: Venusil XBP C18(L) (30%150 mm, 5 pm 150A);
WE: 32 mL/min; 4MEII K : 205 nm/280 nm, WHFEINEA 15min G REIET Y,
RS R 2R RS, HEHEBE R 10mL /M, EETTESES 35
CH4Eoh 5, RARS, TGRS TUKEE TR EIRAE, RIS 1,3- ZARAHEZ-2-7H R H i1
fig o
HR-EI-MS: m/z=832.7542 (Calcd.= 832.7566, Cs3sHi000s)» AHFIEE=4,

IR (KBrfilm): 1747, 1166, 1095; 2925, 2854, 722; 3003, 1654 cm™(59).
'H-NMR (CDCly) %k W.% 10.
F 10 sHEE) 19 Frid &0 TH-NMR B 5S40

AN N HECH T8 B A w4
H-C=C 534 2H, m
CH-0CO 5.26 1H, m
-CH,-0CO 4.29 2H, dd,12.0,4.4
-CH,-0CO 4.14 2H. d, 12.0,6.0
-CH2CO0 231 2H, 7.6
-CH2CO0 231 4H.t, 7.6
-CH,-CH= 2.00 4H, m
-CH,CH,COO 1.60 6H, m
-CH, 127 68H, m
-CH; 0.87 9H. t, 6.8

BC.NMR (CDCly) #iR L% 11,

16
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£ 11 SR 19 Frid G40 PH-NMR &% 4R

(A WL (A WL
Cl 1 173.282 C10 1 29.750~29.040
2 172.839 2 129.999
3 173.282 3 29.750~29.040
C2 1 34.026 Cl11 1 29.750~29.040
2 34.179 2 27.205
3 34.026 3 29.750~29.040
C3 1 24.848 C12 1 29.750~29.040
2 24.848 2 29.750~29.040
3 24.848 3 29.750~29.040
C4 1 29.750~29.040 C13 1 29.750~29.040
2 29.750~29.040 2 29.750~29.040
3 29.750~29.040 3 29.750~29.040
C5 1 29.750~29.040 Cl4 1 31.895
2 29.750~29.040 2 29.750~29.040
3 29.750~29.040 3 31.895
Co 1 29.750~29.040 Cl5 1 22.672
2 29.750~29.040 2 29.750~29.040
3 29.750~29.040 3 22.672
C7 1 29.750~29.040 Cle 1 14.099
2 29.750~29.040 2 31.895
3 29.750~29.040 3 14.099
C8 1 29.750~29.040 C17 2 22.672
2 27.159 C18 2 14.099
3 29.750~29.040 CHO 68.852
C9 1 29.750~29.040 CH20 62.076
2 129.687
3 29.750~29.040

S 20 1, 2- i ER- 3 A R T R 1 i) A%

FH CHEETAH-HP100 (R iAH I CLn A AT W0 0 8, s A A CJE - DUV
=78:22, FHVUSMRIREELH K 750mg/mL [F 3 S Mg, BRR 7 B EEFE AR 2 mL (1.5g);
ifAE: Venusil XBP C18 (2) (50%250 mm, 5 um 100A); #ii#: 80 mL/min; EAME MK
205 nm /280 nm; ALK EE I A] 4 29-38 min HIEIEIEIR S, RS N RAREER
IR AG, F3HL

RGBT A 2 S E=65:35, % _LIRRL A A S B EC 4 10 mg/mL
VTR, BRI B HEREAT 2 mL; @41 : Venusil XBP C18(L) (30¥150 mm, Spm 150A);
WIE: 32 mL/min; SAMEGIIEK: 205 nm/280 nm, WEEMREINTE R 17min H I IER Y,
TERTI R T R e 28 RO 4, HE i 2 10 mL /M, fEEZS TR 35
CH4E 6h 5, RART, TEENES TP ARRATE, RIS 1, 2- ZlER-3-H 5 R H iH
B
HR-EI-MS: m/z=886.8011 (Calcd.= 886.7991, Cs7H10606), ANFIE=5,

IR (KBr film): 1747, 1166, 1095; 2926, 2856, 722; 3003, l654cm'1(§5)0
17
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'"H-.NMR (CDCl3) #dE W% 12,

F 12 s 20 Frid &R TH-NMR B S50
hE 2z HECH . TR KA & L
H-C=C 5.35 4H, m
B -CH-OCO 5.26 1H, m
a -CH,-0CO 4.29 2H, dd,11.6,4.0
a -CH,-0CO 4.14 2H., d, 12.0,6.0
-CH2C00 231 2H,t,7.6
-CH2C00 231 4H,t, 7.6
-CH,-CH= 2.01 8H, m
-CH,CH,COO 1.60 6H, m
-CH, 1.27 74H, m
-CH, 0.87 9H, t, 6.8

BC.NMR (CDCly) ## L% 13,

13 S 20 FRR A0 PH-NMR E R EE
(A WEEN R (AN WEEN R
C1 1 173.258 C10 1 129.999
2 172.839 2 129.999
3 173.282 3 29.00~30.00
C2 1 34.028 Cl11 1 27.206
2 34.179 2 27.206
3 34.028 3 29.00~30.00
C3 1 24.848 C12 1 29.00~30.00
2 24.848 2 29.00~30.00
3 24.848 3 29.00~30.00
c4 1 30.00~29.00 C13 1 29.00~30.00
2 30.00~29.00 2 29.00~30.00
3 30.00~29.00 3 29.00~30.00
Cs 1 30.00~29.00 Cl4 1 29.00~30.00
2 30.00~29.00 2 29.00~30.00
3 30.00~29.00 3 31.895
Co 1 30.00~29.00 C15 1 29.00~30.00
2 30.00~29.00 2 29.00~30.00
3 30.00~29.00 3 22.672
c7 1 30.00~29.00 Cle 1 31.895
2 30.00~29.00 2 31.895
3 30.00~29.00 3 31.895
C8 1 27.159 C17 1 22.672
2 27.159 2 22.672

18
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3 29.00~30.00 3 22.672
co 1 129.687 Cc18 1 14.099
2 129.669 2 14.099

3 29.00~30.00 3 14.099

B - CHO- 68.852

a - CH20- 62.076

SEREG 21 19 ER-2- MV R -3 - el A 1 el 15 1 i 4%

FH CHEETAH-HP100 (R iAH I CLn A AT W0 0 8, s A A CJE - DUV
=78:22, FHVUSRRIRGECHIK 750 mg/mL [FE IR, BRI B AR 2 mL (1.5g);
634 Venusil XBP C18 (2) (50%250 mm, 5um 100A); ¥ii#: 80 mL/min; 2E4MG I K .
205 nm/280 nm; WCARLREE IRy 29-38 min K EIEIEI S, RS N RAREER
IR AG, F3HL

RGBT A 2 S E=65:35, % _LIRRL A A S B EC 4 10 mg/mL
VTR, BRR Iy B BEREARR 2 mL; B3 41: Venusil XBP C18(L) (30%150 mm, 5 pm 150A);
WiE: 32 mL/min; Z4MEMIMEK: 205nm/280nm, CHE B I IE] 19 min (IR 4y, 1EA
ORI RS 25 AR 4i, AR 2 10 mL /M, R TS 35CF
B ooh J7, AR, TEITFFET T A G RAE, BIE 1-JHER-2- 0 i ER-3-T 5 R H
IR
HR-EI-MS: m/z=884.7832 (Calcd.= 884.7848, Cs7H,0406), AUAIE=6.

IR (KBrfilm): 1747. 1164, 1098; 2925, 2855. 723; 3008. 1655 cm™(59).
'H-NMR (CDCly) #i#h W% 14.
F 14 SR 21 Frid &R TH-NMR B S5

frE ey | T4H P R
H-C=C 535 6H, m
CH-0OCO 5.26 1H, m
-CH,-OCO 4.29 2H,dd, 11.4,4.2
-CH,-OCO 4.14 2H.d, 12.0, 6.0
-CH,COO 232 2H, m
-CH,COO 2.30 4H, m
-CH,-CH= 2.03 $H. m
-CH=CH-CH,-CH=CH- 2.77 2H,t, 6.6
-CH,CH,COO 1.61 6H, m
-CH, 1.38~1.26 64H, m
-CH; 0.88 9H, t, 6.6

BC.NMR (CDCly) ## L% 15,

19
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F 15 SCHEB) 21 Frikib AR PH-NMR B i 5
P AT P AT
c1 1 173.25 Cclro 1 129.97
2 172.83 2 128.08
3 173.25 3 29.04~29.76
2 1 34.03 cir 1 27.19
2 34.18 2 25.62
3 34.04 3 29.04~29.76
o1 24.86 cr2 1 29.04~29.76
2b 24.86 2 127.88
3 24.86 3 29.04~29.76
c4 1 29.04~29.76 Cc13 1 29.04~29.76
2b 29.04~29.76 2 130.22
3 29.04~29.76 3 29.04~29.76
cs 1 29.04~29.76 Cl4 1 31.89
2b 29.04~29.76 2 29.04~29.76
3 29.04~29.76 3 31.89
C6 1 29.04~29.76 Cc15 1 22.67
2b 29.04~29.76 2b 22.56
3 29.04~29.76 3 22.67
C7 1 29.04~29.76 Cl6 1 31.91
2b 29.04~29.76 2 31.52
3 29.04~29.76 3 31.89
C8 1 29.04~29.76 c17 1 22.67
2 27.19 2 22.56
3 29.04~29.76 3 22.67
o 1 129.70 c1s 1 14.09
2 130.01 2 14.05
3 29.04~29.76 3 14.09
CH-O 68.89
2CH.-O 62.08

SO 22 A B E TS I E ST A
COWIE

HUMSW 100 g

HESTH KRS #E 10g

FERHHEM 15¢g

FESTHKINZ 1000 ml

Hodr, EFBIWA A LR 5

1, 3- 7R H iHlE 0.50%

20
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1-WP I R-3- 7R R H 9 — 15 1.31%

1, 2- 7R HiHlE 0.30%

1-9H R -2- VI % H 9 — 15 0.95%

1, 2-Z NP JHPR H e 0.41%

SO IR H MR 6.10%

1-JHPR-2,3 -y R H i s 16.18%

1-EEREEE-2,3- 0 B H il g 6.56%

1,3- M ER-2- MV L H JHE 16.69%

1= e PR -2 IV YW 182 - 3- e PR 1Vl 8 12.96%

1,3- ZAFREIR-2- 0 R H-ir = i 2.88%

MR H S 18.30%

1-FEAE FR-2,3- 3l HHilEE 10.18%

1- ¥ 2 -2- IV P 2 - 3-8 I 1% H S s 1.72%

1,3- ZAFAE R-2-TH IR H i SE 1.88%

1,2- 3y PR-3-il TG 1R H il 1.60%
T

FREAL 77 Be = e B K SR, @& E v KRS, A& B LA il oy L
FIEHCR RBORCIR A, N F2 Ty AR R B R Ho, SR S K R, ik
piafen L

FFRECE ST, B RREUR R S KA AR 60°CJa,  E R AT R R L
1, FAL RS A 6 MPa, &iE4 30 MPa, TR 48, %2 um BLNERN
DT 95%, 5 um LA ERUREASR . 2 E I ] NaOH 8% HCL i1 pH %2 8.5;

WIS IR A NI <3 pum PALIE S IE R 38, RRERE KR, A EIR
=,

SO 23 A B E TS RS A
Wb 77
HUMCW 300¢g
AR KSR 40 ¢
A EES HHW 50g
FESTHIZKNA 1000 ml
Horp, BUAWMEHLL TS
1, 3- 7R H iHBE 0.40%
1-WP I R-3-7H R H 9 — 15 1.05%
1, 2- 7R H iHBE 0.24%
1-9H R -2- VI % H 9 — 15 0.76%
1, 2-Z NP JHPR H e 0.33%
SO IHER H I E 4.87%
1-JHPR-2,3 -0y R H i s 17.88%
1-EERE -2, 3- — 0 B H il g 5.25%
1,3- M ER-2- Y.y BR T il 85 15.13%
1-FRAEIR-2- M JH IR -3-TH R H s 10.26%
1,3- ZAFAEIR-2- 0 R H-ir =5 3.05%
IR H IS 20.46%
1-FRAEIR-2,3- MR H i B 11.50%
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1-9H R -2- I 7F R -3-fil TG R H ¥ s 1.95%
1,3- AFAE R-2-TH IR H i 2.16%
1,2- ZJHPR-3-il TG 1R H 7l 1.84%
TZ:
FREAR 5 i il 2 iy S R S i, Dl s iy K S, A s sy o B A ML X
2 HOR A ORLR B A, I FZEL 7 s ARE RS H o, RS K 2 e &, hike
piafen L

FRRECE TS, ERRBUY AR S B 70°C e, B E I RALIEAT m RS
1k, FUALH B FHUTH A 12 MPa, EFEA 45 MPa, FIARFRI 3 36, 45 2 pm L RS0k
ARF 95%, 5 um UL EEURASSR T, B ] NaOH 8¢ HC1 Y pH £ 7.1;

P AR A AR AN R R <3 pm ML sE2s 8, AR ARER KR, A HIRN
Fo

SO 24 AU B E TS HE ST A
Wb 77
HUMCH 200¢g
TS KSR 25¢
A EES A HW 30g
FESTHIZKNA 1000 ml

Horp, BUAWMEHLL TS

1, 3- 7R H il 0.45%

1-VP I R-3- 7RI R H 9 — 15 1.18%

1, 2- 7R HiHlE 0.27%

1-9H R -2- V1 % H 9 — 15 0.86%

1, 2-Z NP JHPR H e 0.37%

SO IR H MR 5.47%

1-JHPR-2,3 -0y H i s 18.69%

1-EAREEE-2,3- 0 B H il g 6.01%

1,3- M ER-2- MV 1 BR T Yl 85 18.19%

1-FRAHER-2- M JH IR -3-TH IR H i I 14.11%

1,3- ZAFREIR-2- 0 iR H-ir =l 2.60%

MR H RS 16.25%
1-FEE R -2,3- 3l H Il EE 9.11%

1-9H R -2- . 7FI R -3-fil TG R H vr s 1.88%

1,3- ZAFAE R-2-TH IR H i 2.09%

1,2- 3y PR-3-il TG 1R H il 1.76%
T
FREAL 77 Be = e B K SR, @& E v KRS, A& B LA il oy L
2 TCHCR BRI A, N FRC T R R S A H o, IR K R R, ke
piafen L

FFRECE ST, B RREUR AR S KA AR 65°CJa, E R AT R R L
1k, ALK B FAHUTH A 10 MPa, EFE 30 MPa, FIARFRI S 3, 45 2 pm L RS0k
ARF 95%, 5 um UL EFURASSR T, B ] NaOH 8¢ HC1 Y pH & 4.8;

P AR A AR AN R R <3 pm ML sE2s 8, AR ARER KR, A HIRN
=,
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SO 25 A B E TS RS A
Wb 77
HEom 150 ¢
AR KSR 35¢
ST EmEL 30g
FESTHIZKNA 1000 ml
Horp, BUAWMEHLL TS
1, 3- 7R H i BE 0.49%
1-WP I R-3- 7RI R H 9 — 15 1.28%
1, 2- 7R HiH S 0.29%
1-9H R -2- VI % H 9 — 15 0.93%

1, 2-Z NP JHPR H e 0.40%

SO IR H IR 5.96%

1-JHPR-2,3 -0y R H i s 16.58%

1-ERREEE-2,3- — 0 B H il g 6.43%

1,3- M ER-2- Y.y BR T il 85 16.20%

1-FRAEER-2- MV JH IR -3-TH IR H v s 12.57%

1,3- ZAFREIR-2- 0 R H-ir =l 2.79%

IR H IS 17.69%

1-FER -2, 3- 3l H il Eg 9.87%
1-9H R -2- I 7FI R -3-fil TG R H ¥r s 1.75%
1,3- RFAR R -2-TH R H AR 1.92%

1,2- M PR-3-l TG 1R H il 1.66%
T
FREAE 77 Be ) = e B K S8R, @& E My KRS, A& B LA il oy L
FIEHCR RBORCIR A, N F2 Ty AR R B R Ho, SR S K R, ik
piafen L

FIFRECE ST, B RREUR AR S KA AR 68°CJa, E R AT R R L
1, FUALIRARARE R 7 MPa, ik 35 MPa, FIEHEI5 3 3, 42 pum BLR B0k
AT 95%, 5 pum BLEREUREASRIH, 2 A NaOH 8% HC1 75 pH %2 6.8;

WIS FLAA NI <3 um PFLIE S JE R 38, FRRESRE KR, A EIR
=,

SO 26 A B E T R FE RN A
Wb 77
Bl 200¢
Ye'E#EE 020¢g
Wl 1000 Hi
Hodr, EFBIWA A LR 5
1, 3- iR H i EE 0.51%
1-WP I R-3- 7R R H 9 — 15 1.34%
1, 2- R H i EE 0.31%
1-9H R -2- VI % H 9 — 15 0.97%
1, 2-Z NP JHPER H e 0.42%
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SO IHER H MR 6.20%
1-JHPR-2,3 -0y R H i s 15.93%
1-ERREEE-2,3- 0 B H il g 6.69%
1,3- M ER-2- Y.y BR T il 5 16.87%
1-FRAEIR-2- M JH IR -3-TH R H i 13.09%
1,3- ZAFAEIR-2- 0 R H- i =5 2.91%
=M H S 18.42%
1-FRAEIR-2,3- MR T B 10.27%
1-9H R -2- I 7FI R -3-fil TG R H ¥ s 1.67%
1,3- AR R-2-TH IR H i 1.86%

1,2- M PR-3-il TG IR H il 1.56%
T
el ZEEE 10 1.2: 0.8: 0.01 FREUGERE K. 4ifb/K. HIBHA 10%Z 5K 4
B AR H M 247K, 10% K SRR HUMALIREEN, In#va 70ChE, FnA
P RAWBCRE . B2, HEWR AWM, BREiLIE, 4 60°C MME, #&H;

VR H: HE T BN, AR E AERIEERN, AWiEE, HERSHA,

JERREE: R R/NERSIEREABE, 75 18°C. AHXTRE<35% 5 P T R AL
EME T, BB, TH 95%25H A G, SEETIRESKEDNT 12%, BHE
HERA G, AReR115.

SO 27 A B E T R R A
Wb 77
HUMCH 800 g
IH3E 80 0.60 g
Wl 1000 Hi
Horp, BUAWMEHLL TS
1, 3- 7R HiH B 0.55%
1- NV 9P P -3- 90 1 H 9 - 1.44
1, 2- 7R HiHlE 0.33%
1-9H R -2- VI % H 9 — 15 1.05%
1, 2-Z NP JHPR H e 0.45%
SO IR H IR 6.69%
1-JHPR-2,3 - YR H i s 14.75%
1-EEREmE-2,3- — 0 B H il g 7.21%
1,3- M ER-2- Y.y BR T il 85 14.92%
1-FRAHER-2- MV JH IR -3-TH IR H ¥ I 11.55%
1,3- ZAFREIR-2- 0 R H-ir =l 3.14%
MR H S 19.86%
1-FRAEIR-2,3- MR H i B 11.08%
1-9H R -2- I 7RI R -3-fil TG R H ¥r s 1.50%
1,3- AR R-2-TH IR H e 1.70%
1,2-—HR-3-fil TG IR H v i 1.43%
T
Rl ZEEL A 10 1.2: 0.8: 0.01 FREGEEWIR. aifb/K. HIMAKFR; K
U Aok KR RMAERER, m#AE 90 Ca, FMAMBRABHRE. M,

24



WO 2016/008443 PCT/CN2015/084298

HEYISE I, FIRBLIE, £ 56°C MMFL %M
ZPICH]: AT BT R 80 IIAFRIREN, ANWTREE, EARIRG I,
P %E: RYE IR RN IEFEETER AR, £ 26°C . AHXHRE<35%4 1T FEEAT AL
ERG T, BIBR KD, P 95% I ZlEE fu )G, REETRESKEDT 12%, B
ARG, WRAIE,

SO 28 AR B T R FE R A
Wb 77

EHCM s00g

43R E 040g

Wl 1000 Hi

Horp, BUAWMEHLL TS

1, 3- 7R H iHlE 0.58%

1-WP I R-3- 7R R H 9 — 15 1.14%

1, 2- 7R H i lE 0.35%

1-yH R -2- VI % H 9 — 15 0.83%

1, 2-Z NP JHPR H e 0.47%

SO IR H I EE 6.99%

1-JHPR-2,3 -0y R H s 13.00%

1-ERREEE-2,3- — 0 B H il g 7.54%

1,3- M ER-2- MV 1 BR T Yl 5 19.02%

1-FRAEIR-2- M JH IR -3-TH R H yh s 14.75%

1,3- ZAFREIR-2- 0 R H-ir =5 3.28%

IR H IS 15.96%

1-FEAR -2, 3- il H il ig 9.70%

1-9H R -2- I 7FI R -3-fil TG R H vri s 1.38%

1,3- RFAR R -2-TH R H AR 1.52%

1,2- M PR-3-l TG 1R H il 1.29%
T
RO R 10091 0.6 1 0.005 FREGE & 4itbsk . HoRn AL,
WK H S AR (AL I AR BEY . i 80°CJa, PR BHESASTHi+: . il
B, HRWERTEAVEME, MIRBEE, 1862 C TP, &M

PR BET BT . 4E4E R E IMNECRHREN, ASWEEE, HEEIRESHA;

JERREE: R R/NEREIER R ABE, 7E 28°C. AHXTRE<35%4 M F AT R AL
ERVGTHE, KN, B 95% 2 H OB ALG, ZEETHEEKEDNT 12%, B
HERA G, AReR115.

SO 29 A B E T R RN A
COWIE

HEC 600 g

i 80 03 g

Wl 1000 Hi

Hr, BOUCMEHELLT

1, 3- 7R H il 0.45%

1-WP I R-3- 7R R H 9 — 15 1.26%
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1, 2- MR H i fE 0.27%
1-9H R -2- V1 % H 9 — 15 0.88%
1, 2- V% H e 0.36%
=R H R 6.15%
1-yHPR-2,3 - M0y R H i 18.01%
1-EEREEE-2,3- 0 B H il S 6.66%
1,3- PR -2-WE 7R H i e 16.77%
1-FAAE R -2- WV R -3- T T2 H Vil s 12.89%
1,3- ZAFREIR-2- 0 R H-ir = i 2.88%
MR H S 18.30%
1-FEAR R -2,3- R H i AR 8.69%
1-9H R -2- . YFI R -3-fil TG R H ¥r s 1.81%
1,3- AFAE ER-2-TH IR H i ¥ 2.08%
1,2- M PR-3-il TG IR H vl 1.81%

JRCH L) 4% FREEES 12 1.0 1 0.5 1 0.008 FRIUE fHIE . 4iAb K - H RIS IR S O 5

UK H . 2EALK . BRI COE IMALIREEA , TN 85°Cla, FIMA MR A BB
WhEZS, HERUBGE e, KRR, £ 56°C MG %1

SR, HRT RSO LR 80 MARIRLGER , RIBEE, EIRIRAA,
PRI IIRICHE AN (08 PR ALBERL, E 30°C. AHAPRRE<35% 2 FREAT H AL

ER T, BIBRK/DA, A 95%2H At G, SR8 T2 S /KEDNT 12%, B

BIRA G T, AT,

SO 30 A B E TS I E ST A
Wb 77
HWom 100g
T KEE 10g
FERHHEM 15¢g
FESTHIZKNA 1000 ml
Horp, BUAWMEHLL TS
1, 3- 7R H iHfE 0.42%
1-WP I R-3-7H R H 9 — 15 1.25%
1, 2- 7R HiHlE 0.25%
1-9H R -2- VI % H 9 — 15 0.81%
1, 2-Z NP JHPR H e 0.35%
SO IHER H I E 6.85%
1-JHPR-2,3 -0y R H i s 18.24%
1-ERREEE-2,3- — 0 B H il g 5.74%
1,3- M ER-2- M.y BR T il 85 15.01%
1-FRAEIR-2- M JH IR -3-TH R H i 10.95%
1,3- ZAFREIR-2- 0 R H-ir = i 2.88%
IR HIEE 20.75%
1-FRAEIR-2,3- MR T BS 10.18%
1-9H R -2- I 7FI R -3-fil TG R H ¥H s 1.92%
1,3- RF AR R -2-TH R H AR 2.11%
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1,2- ZJHPR-3-il TG 1R H 7l 1.84%
T
FREUAL 77 Bl 2 03 S ORI nid s g KRS, & 81 LA WL L
2 TCHCR BRI A, N FRC T R R S A H o, IR K R R, ke
B8 2 s

FIFRECE ST, EEAREU I KA 2 AR 60°C I, B RIS LA T A R FLAL
SN B AR R 7 MPa, ik 26 MPa, FIEHMIR 5 36, %2 um LU R POk YA
T95%, 5 um BLERORIAER H, L EN A NaOH 5 HC1 7Y pH £ 6.8;

WIS IR A NI <3 pum PALIE S IE R 38, RRERE KR, A EIR
.

SO 31 A B E T I E S A
Wb 77
HWom 300¢
AR KSR 40 ¢
A EES HHW 50g
FESTHIZKNA 1000 ml

Horp, BUAWMEHLL TS

1, 3- 7R H il 0.46%

1-WP I R-3- 7RI R H 9 — 15 1.20%

1, 2- 7R H iH 5 0.28%

1-9H R -2- V. % H 9 — 15 0.90%

1, 2-Z NP JHPR H e 0.38%

SO IR H MR 5.71%

1-JMPER-2,3 -y PR H e 15.11%

1-ERREEE-2,3- — 0 B H il g 6.02%

1,3- M ER-2- Y.y BR T il 5 16.30%

1-FFAE R -2- S 3 R -3-JHH 1% H S B 14.20%

1,3- ZAFREIR-2- 0 i R H-ir =5 3.20%

MR H AR 19.91%

1-FEAR FR-2,3- il H il Eg 9.22%

1-9H R -2- I 7FI R -3-fil TG R H vr s 1.78%

1,3- AR R-2-TH IR H i 2.01%

1,2- ZJHPR-3-il TG 1R H il 1.70%
T
FREAL 77 Be = e B K SR, @& E v KRS, A& B LA il oy L
2 TCHCR BRI A, N FRC T R R S A H o, IR K R R, ke
piafen L

FFRBGE DA, BRI S KA BN 70°C S5, B R R RN T R RS,
FALK B ARG 11 MPa, 54 48 MPa, TG 6 3, % 2 pm PL R PR N A D
T95%, 5 pum UL EEUREATSRIH, B A NaOH 28 HC1 7Y pH %2 7.5;

WIS FLAA NI <3 um PFLIE S JE R 38, FRRESRE KR, A EIR
=,
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SO 32 A B E TS I E S A
Wb 77
HUMCH 200¢g
TS KSR 25¢
A EES A HW 30g
FESTHIZKNA 1000 ml

Horp, BUAWMEHLL TS

1, 3- 7R H iHlE 0.50%

1-WP I R-3- 7R R H 9 — 15 1.31%

1, 2- 7R HiHlE 0.30%

1-9H R -2- VI % H 9 — 15 0.95%

1, 2-Z NP JHPR H e 0.41%

SO IR H M BE 6.18%

1-JHPR-2,3 -y R H i s 17.26%

1-EEREEE-2,3- 0 B H il g 6.51%

1,3- M ER-2- Y.y BR T il 85 15.45%

1-FRAEER-2- MV JH IR -3-TH R H v M 12.83%

1,3- ZAFREIR-2- 0 R H-ir =5 2.81%

IR HIHEE 19.33%

1-FEAR R -2,3- il H il Eg 9.95%

1-9H R -2- I 7RI R -3-fil TG R H ¥r s 1.71%

1,3- AR R-2-TH IR H e 1.97%

1,2- ZJHPR-3-l TG 1R H il 1.69%
T
FREAL 77 Be = e B K SR, @& E v KRS, A& B LA il oy L
FIEHCR RBORCIR A, N F2 Ty AR R B R Ho, SR S K R, ik
piafen L

FIFRECE ST, BEEAREU I KA 2> AR 65°C I, B m RIS LT R FLAL
FALK B ARG 8 MPa, ik 40 MPa, F{EIRLIR 4 8, £ 2 pm UL R PR N A D
T95%, 5 pm UL EEUREATSRIH, B A NaOH 28 HC1 7Y pH %2 6.5;

P AR A AR AN R R <3 pm ML sE2s 8, AR ARER KR, A HIRN
=,

SO 33 A B E T R FE R ) A
Wb 77
Bl 200¢
Ye'E#EE 020¢g
Wl 1000 Hi
Hodr, EFBIWA A LR 5
1, 3- IR H i iE 0.52%
1-WP PR3- 7RI R H 9 — 15 1.40%
1, 2- IR H i iR 0.32%
1-9H R -2- Py 9 H 9 — 15 1.01%
1, 2-Z NP JHPER H e 0.43%
SO IR H MR 6.51%
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1-JHPR-2,3 -0y R H i s 14.09%
1-ERREmE-2,3- 0 B H il s 6.84%
1,3- M ER-2- M.y BR T il 5 17.65%
1-FRAEIR-2- M JH IR -3-TH R H s 13.56%
1,3- ZAFREIR-2- 0 R H- i =5 3.07%
=M H S 18.10%
1-FRAEIR-2,3- MR T B 10.80%
1-9H R -2- I 7RI R -3-fil TG R H ¥ s 1.59%
1,3- AFAE R-2-TH IR H e 1.73%
1,2-—HR-3-fil I IR H ¥ s 1.49%
T
el ZEEE 10 1.2: 0.8: 0.01 FREUGERE K. 4ifb/K. HIBHA 10%Z 5K 4
B AR H M 247K, 10% K SRR HUMALIREEN, In#va 70ChE, FnA
P RAWBCRE . B2, HEWR AWM, BRI IE, 4 59°C e, &M

VR H: HE T BN, AR E AERIEERN, AWiEE, HERSHA,

JERREE: R E R/NERAIEREABE, 75 16°C. AXRE<35%5& M P T R
EME T, BB, TH 95%25H A G, SEETIRESKEDNT 12%, BHE
HERA G, AReR115.

SO 34 AU B E T R FE R K A%
Wb 77

EHICh 800 g

IH3E 80 0.60 g

Wl 1000 Hi

Horp, BUAWMEHLL TS

1, 3- 7R HiH B 0.56%

1-WP PR3- vF I H i — 18 1.11%

1, 2- 7R H i lE 0.34%

1-9H R -2- VI % H 9 — 15 0.91%

1, 2-Z NP JHPR H e 0.46%

SO IR H MR 6.71%

1-JMPR-2,3 - YR H s 16.31%

1-EEREmE-2,3- — 0 B H il g 7.25%

1,3- M ER-2- MV 1 BR T Yl 85 18.50%

1-FRAHER-2- MV JH IR -3-TH IR H ¥ I 11.90%

1,3- ZAFAEIR-2- 0 R H- i =l 2.63%

MR H R 17.14%

1-FRAEIR-2,3- MR H B 11.21%

1-JH BR-2- MV 71 R -3- T IR IR H ¥ B 1.42%

1,3- AFAE ER-2-TH IR H e 1.60%

1,2- M PR-3-il TG IR H il 1.31%
T
Rl ZEEL A 10 1.2: 0.8: 0.01 FREGEEWIR. aifb/K. HIMAKFR; K
U Aok KR RMAERER, m#AE 90 Ca, FMAMBRABHRE. M,
HEWRSEREM, B, 4 60°C MME, %M
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ZPICH]: AT BT R 80 IIAFRIREN, ANWTREE, EARIRG I,

P %E: RYE IR RN IEFEETER AR, £ 26°C . AHXHRE<35%4 1T FEEAT AL
ERG T, BIBR KD, P 95% I ZlEE fu )G, REETRESKEDT 12%, B
ARG, WRAIE,

SO 35 A B E T R R A
Wb 77

HUMCH 500 g

43R E 040g

Wl 1000 Hi

Horp, BUAWMEHLL TS

1, 3- 7R HiH B 0.57%

1-WP I R-3- 7R R H 9 — 1 1.21%

1, 2- 7R H i lE 0.34%

1-9H R -2- V1 % H 9 — 15 0.86%

1, 2-Z NP JHPR H e 0.46%

SO IR H MR 5.13%

1-JHPR-2,3 -0y R H s 16.03%

1-EEREmE-2,3- — 0 B H il g 7.25%

1,3- M ER-2- M.y BR T Yl /85 18.61%

1-FRAEER-2- MV JH IR -3-TH IR H i M 12.03%

1,3- ZAFREIR-2- 0 JH R H- i =5 3.01%

MR H S 18.60%

1-FRAEIR-2,3- MR H B 11.21%

1-9H R -2- . 7FI R -3-fil TG R H ¥H s 1.39%

1,3- AR R-2-TH IR H e 1.53%

1,2- M PR-3-il TG 1R H il 1.30%
T
OB R 1: 0.9: 0.6: 0.005 FREGE & ke 4itbsk . Hlofn i AL,
WK H S AR (AL I AR BEY . i 80°CJa, PR BHESASTHi+: . il
B, HRWERTEAVEME, MIRBEE, 1862 C TP, &M

PR BET BT . 4E4E R E IMNECRHREN, ASWEEE, HEEIRESHA;

FERREE: R R/NERAIEREABE, 75 20°C. AHXTRE<35%5 M P T R AL
EME T, BB, TH 95%25H A G, SEETIRESKEDNT 12%, BHE
HERA G, AReR115.
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BB SR

1. —FESm, HREAE T S S a0 REH & | SFH =B S sr
FITTAPH M = EE2E A4 1, 3- 3B H I 50.40~0.58% 1- 0 3 B8-3 -1l 6 H il —50.91~1.31%.
1, 2- MR H 1 150.24~0.35%  1-7HIIR-2- V.7 PR H i —150.66~0.95%~ 1, 2- V. &% H i
0.33~0.47% —EiMIR H i HE4.87~6.99% 1-JHR-2,3- ~FIH R HiHfE13.00~18.69% 1-FiAH
F2-2,3- WVl HMEES.25~7.54% 1,3- . IHER-2- 0 i ER H B 13.23~19.02%  1-AF A R-2-
E I ES-3- 3 R H I BE 10.26~14.75% 1,3- —EifElE-2- 0 a8 H o = F52.28~3.28%. — & H
MFE14.44~20.76% 1-FFRHR-2,3- M H HE8.06~11.58%. 17 2-2- V. 3 -3 - i 1 H 3t
BiE1.37~1.97%- 1,3- “EEREFR-2-TH FR H VAR 1.52~2.19%F11,2- " JH R -3 -1 5 18 H vl i
1.29~1.86%.

2. ARPEBCRIE R 1T O, HRREAE T il B O b2 B 0 A I BEAL A -
20°C I AHXT 25 20.916~0.920, 20°C I EH1.471~1.474, TR{E<0.2, Mi{100~106, EAL{4
186~195; i H it —Ee s FUH I =g/ R B 2 S e 1, 3-IM IR H i e
0.45~0.55%. 1-WViHER-3-IM B H il —#51.03~1.25%. 1, 2- MM H E50.27~0.33%. 1-MHEE-2-
MR T i —850.75~0.91% 1, 2- i B2 H il BE0.37~0.45%  — E MR H il BE5.47~6.69%.
17 ER-2,3- Z ME M R 1 i B5 14.63~17.88%  1-FEAHER-2,3 - E iR H il BE5.9~7.21%. 1,3-3H
P5-2- 7 i % H UG 14.88~18.19%  1-KRHEEE-2- TV W BR-3-Jh R H IS 11.55~14.11%. 1,3-kF
FH R -2- 0 R H 9 —1i62.57~3.14%. — VIR HiHlE16.25~19.86% 1-FRAHER-2,3- M ER H I
1i59.07~11.08%- 1-JHER-2- V. /1 ER-3-fill AR R T i 6 1.54~1.88%  1,3- —FAH BR-2- 1 BR 1 It U5
1.71~2.09%F11,2- " JHR-3 -t TR T H G 1.45~1.78%;

Poikth, P B 9h g R A =l R R B A 1, 3- R e
0.49~0.51%. 1-WiHER-3-IMEE H il —E51.12~1.16%. 1, 2- W H E50.29~0.31%. 1-MEE-2-
PR T i —50.81~0.85% 1, 2- " E 2 H il BE0.40~0.42%  —E 3R H il BE5.96~6.20%
1=/ ER-2,3- MR T i B515.93~16.58%  1-5AH R-2,3- I R 1 i B56.43~6.69%. 1,3-—
TR -2- PV R H I BE16.20~16.87%  1-FrAAE R -2- I/ BR-3-TH R H M BE12.57~13.09%. 1,3-—
PRAER-2- V. JH R H v —152.79~2.91% — IR H A6 17.69~18.42% 1-FEHHIR-2,3- IR H
THIEO.87~10.27%  1-7HIER-2- 1y FR-3-Tl IR H JH 5 1.68~1.74%- 1,3- “ARAHIR-2-1H R H vl
1.86~1.94%F11,2- " JHR-3-1F IR 1% H G 1.58~1.65%.

3. —FOBCRIE R T B S i & s, B RR I AR

IR AR AR B UM R 20 H~100 H, KA 600 Lx2 il 5 CO, 2L
AW BEUCHEEAREIGE, HREFHRIUKINH CO, TS BRI 34, fF
A U P R0 43 BV 43 WA B 33~45°C 1 30~45°C, {Rbr— iR T SR — J i 28 H 0
FE4 Wk 20~50°CHT 15~35°C; JiA CO, LA 1~3 t/h IR ES m s S MR 3EN CO, Fiids,
BRI TR SRR, BEANRINEE, fREFIE ) 19~23 Mpa, ZEEUE B A&
=M COL JARUE N7 AL, #1r Bi AL ) 7~10 Mpa, BRI A S
HURE CO RSN — . NS, Al REFEE 14 5~7 Mpa f1 4~6 Mpa, 7
FRENTR BI040, CO RMREA A L A COys TEMMEH, ELEAH 2~3 h,
RN E A

FEHl: BUBIR A COZEIA B E D, MM EF65%160°C ~90°CAii e, FHRYE
FRAE, HOANHEE36%~56%112% NaOH¥# i, #HitE10 minj5, #E 18~24 h)5, [R7:T =R,
U _EE A KA KEE, #E18~24 05, BRETFERAK, WM EEUATE okt e
40~50h)5, & T EKEK; B EE MM ET70%~90% K i F., #E2~4 hiG, B NEER;
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WU E M, MA3%~8% i M AR AL e, P30 minf5, id8; EBI#VE,
AN2%~6%ZTEAL VRS W57, $EHE, 7F40~50°C FARIR30 min, id3E; JEG RS BB 7
F FONZEAL KT KSR, B E1~2 05, BRETEERK; LF@E%W%@? 0 AR e

ﬁ%qumcmr$mﬁnhm RHNEZA0.2 pmbSLIERE I 38, 733 7500 miIR
%mﬁ* R, EE, WITE;

PLiett, FrdxgHDRT

U s L CO R R E D, A EE E65%160°C ~90°C A1 ik, FHIRHEMR(E,
IO E36%~56%112%NaOHA R, TEHE10 minf5, #E20 05, BETEEE, B EZEH
KA T K SE, BE22 Wa, BRETEEK: BCEEHATHE ZoKsE, #E46hE, BRET
B PKs B EE M ET70%~90% N B FL, ##E3 ha, BRE TERNE; B EE S, i
ANS%MEIE I A, BidE30 min)5, o3E; MEBINAVE, IMA4%EIEALI s 1
TEMER=1 TR AT, PiFE, AE40~50C FAR¥E30 min, RL9&; JEBRE RIBOETIG,
et KIEATAKYE, BEL WG, BRE TNEERK; LF@E%W%@? PR SR, B4
160~170°CHETHCKE2 h, PHGL0.2 pmtFLIEIE g, 703500 mIB IR+,
R, EHE, W,

4. — R, PR T8 A VG T A SO BIBUR B SR 134T — Prid B O S — ek
JUR 2% ERT Bz gk, o prid 2% ] B2 s A B 4G 24 2 sl A A RE A . T
A IR AR KA WEE R W) RIS TR AR N R B AR
W, DEREEW LUIMAZFURT L BHWRTA . Bl 3 7 88 ()

Hr, Prd2y%: B2 ik Dt 5. HEE R, (IALEE. fEVAREREN . R BRI
AU IR FhIR IR A AR =M. KEBE. 44%=C. %i?EEUMQ
B, EDTASGHN, —WrileErmRmesh . B, Mol K. iR, B Wi
BEIR . 20 JEMR . LN, FALER. FLIREY. R AR LEREE . AT (LA, W&%EE
AHEWE . Z2200E. WARE. RPE. A eRETE. HEMR. Teky. RORE. SUBE. e, REfT
. YR RIATAEY) . BIRER . U, R OmuE e . Hd, 680, ﬁ% WL
BRIREAS . RIETER . R0 MRS B-MOBNs . WRIEIARL, Ml Wk, 1
IR PR A e st I R %

5 MRIEBCRERAFTIR 2500770, FEnT LU IR R AR 0 s oA ) s B 575

o,

JITIR VR A HRIE B IR ifl AL ORC) . JRAE AL AT

JITR VIR AR 8 B K MBS It BT VR FLAR. RN B, SR — MR
P AT 7K B HE e 3 B PR 2 R SR T 5

Fipaovast il pue S R2uY N lecv s il NN =070 NN 19711 NI R o i i 1 N i O it e/

6+ AR RS rk 259807, P AEAE TP il i3 S5 5 40k 17
B 50~350 ¢
SR G B R e A= RSB E 10~40 ¢
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