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L. /I BRARAS T 4 M Ak 2D3G5, 8 H B T AR 0 TR P R FBRE HER 23 D 2 05l fRl A A v o (1) 38
DA RS CGMCC No. 8774,

2. prAB M A 2= A WS SE R DA, HARE/E T BT S g R HuAs & BRI 225K 1 Bk (1)
JINBR AT A bR 2D3G5 CGMCC No. 8774 4¥WAF= A1 .

3. BURIEESR 2 Fridk () 5 v B HriAd £e Ao D B B I AZ i B 2 A R H

4. BURVESR 1 TR B/ 824 28 88 4 o Ak 2D3G5 CGMCC No. 8774 BBUR)EESK 2 Frik iy
T AR AE 1) 2% R W B A A it B 2 A RIS R R

5. — PR TN B A D FE R A B S, HARRIEAE T i R S b S A koA
BRI EER 2 Bk G d e 26 A (SR e R fuAA

6. MRAEAURIEER 5 Bk (AR &, FRREAE T« Fd 3 7) 46 v ads 25 ST, 2685 1) e ot
B A brifE

7. MRIEBCRIEESK 5 B 6 BTk ()l &, HARrIEAE T« Bl ialf) & vl & A o A 9
W 1)-5) WA

1) AR VB TINIK, ¥ A Nay,CO,F NaHCO 43 BT & Na ,CO, A1 BTIR NaHCO Lt BTk
A% R R FE 43 ) 2R 0. 0 1M A 0. 04M

2) A v A B VL < VA T K, 3 5T N Na HPO, KH,PO, A NaCl . it 35 —20 F B s fir ik
Na,HPO,+ BT i KH,POI I3 NaCl £E Fir 8 B 5t 5 B V0P O3 % 4 51 M 0. 02M,0. 0015M Al
0. 14M s Frid ik i —20 75 B B8 SR B P AR B 3 &0 0. 1% s FTid BH e 75 B i A8
MR )& BN be/L

3) Yeidk VL - ¥ 7 7K, ¥ 5N Na,HPO, « KH,PO,« NaCl ATRE R 20 ; T id Na,HPO,. T ik
KH,PO,FJITIA NaCl £ JIrid ¥ i v B 735 4 0. 02M.0. 0015M A1 0. 14M ; flridk it I —20
TEFTIR S P IR E 2 & &N 0. 1% ;

4) S BRI VR K, W BT 1R R = AN Na,HPO,; BT 38 7 45 IR = 4 R iy i
Na,HPO,7E B ik JE 0 22 1Ml A (R B 43 5l 9 0. O IM A 0. 03M

5) & IEVE < 2M R IR 7K VAT o

8. — PiAS I T At A DS T 2R A (D7, AR PRI B3R 5-7 F T — Bk ik 571
SRR I RE S AT A I 22 3R

9. BURIE SR 57 AT — Frid Bl S e e PEsoe SR IAE = A TR

10. W AURNEE SR 2 IR Pufd dlivs 28 A (0 50 5 B B A4 0 8 AH 2 A4 AE A3 A5 21 1) f 8 S A
% B 751 o

11, DABURIEESR 10 B adt G o1 AR B 550 SER ) G S Al €l A

12, A AR ELR 10 i G S A B 77 BOBCRI 23R 11 Brd S % S F sl A 1)k 5F

13, BRI EESR 10 B S % 20 R B 770 AR ZE 3R 11 Bt % i Al B8 15 A0 BOBUR 225K
12 Frid ol S fE B A F B 2 A PR H
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RNBHER A NGERETRABREERTE

ARG
[0001] A WIS B — i A T2 A 17792 S H e FBHBR Syl &

HRREAR

[0002] FEHh9% (False smut of rice) & HFELE#% 1 (Villosiclava virens (Nakata)
Tanaka&Tanaka) (FCE &N :Ustilaginoidea virens (Cooke) Takahashi) 1% 4t 2 B [ —
Pt SR KRG 1 B 5, U Py BE AR SRR SR . B 20 T4 80 AR ARLAK, T /K A& i
Pl AR Ak B AR 1] B2 ) R A 2 BERE G DR 250 DA S 2 58 K A 1) i THE 55 DR 25, 63 s 1)
RAEfEESMEBS, DT EEHAE L 2BX EEREZ—. BillEs™EPmE
KRG M, O E e R E R A TR, NEANE, EEEKEN %A
Yo 124, TR E T O U KRR A, 5K FBBME R (Ustilaginoidins), BT =
I — v - WEMREERSE (Bis (naphtho—v —pyrone) s), ARETEH 5 ; 5 —FNTEHITE R
(Ustiloxins), B TR, A/KBE LY. BlEREAG) 2R, X KM i
R AE K LA E K LA RFEM G & & A KA A TERE 7159 T B A JIE
BERA N 2NN B A R

[0003]  EET ARGl =) V2 B EE Pk, PR HEAA 1 MRS il 3k R e T DL SRR B S A A
Hl PR ERNP NS EM AU NEE. FlER A (Ustiloxin A FEEMFE
[ T B 2 R, PR AR R 2 ORI o A S A X AR R R A AT RR I EZ ZE B (TLO
Y 5 BB €3 (HPLCOVE R — FUECH (LCMSTERAT 4. T il @ HAR A
e PRI R R R AR AL AE R R R A I T T RS T T2 BB o EAR SR
O fRIER TREE B3R A P, (5 R 8 5 P e A7 R il T 3 A ZEA5 9 B h 10 0 A 1
O, BT R TR 28 A PO B S o 0 A 1% i 1K G 2 A N 77 25 B HE A P RHIER B % ) e 2R DL 4
T8, AR — e T RE TR 2R A B0 55 ot A2 7045 110 I JEK S 3 A I 7 v S FH B TR 7 % 1
A& AR EERNE .

b RS

[0004]  ZARKEA B 2SR gt — Rk I FE dh B 2= A 107770 S 5 B Sy T &
[0005] %7792 Je oA S B A F R po A il B 25 A RO SR S B A4 2 FR /DN BR 2% 28 T8 4
HPR 2D3G5 43 WA= AR 1], 127 )N BR A% A8 38 4t M A o L TRl A A0 T P (% s 2 28 R i Il Tl A
YR O EIC A 5 9 COGMCC No. 8774,

[0006]  |3A/IN R 24 A5 B3 40 ffudk 2D3GHCOMCC No. 8774 43 WAF= A i FG Hh I 25 A SR T
Pudd, 2 AR B RS BIYE

[0007] R PuAE i = A B e EhUR n] H TR EGHB IAE i = A, CHEAT
o I B B DAL W R R B R A

[0008] A BH B4 (A (/0 BR 4 28 SR 41 ffu R 2D3GHCGMCC No. 8744 BRHAG I B 2 A [ H08
A A0 A T T 1] 4 A 00 i A ARG DR il T 2 A AR R R e e S A T ) A N i

3
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B e S rFE i E = A AR EGAR &

[0009] AR o5 —A> B I A i — ke 0 Bl BAer A% it i 2R A BRI &

[0010] A& BH B R il & B A o n A I ik i Ag i B 2= A 5w B LA

[0011]  FEARKR B FTIRAL ARG P, B v & A ML AR A I R A PR,

[0012] Pk HUfE iR 2= A ARt St A N FE Hh B2 A B PriA FE M B 2= A BC R — R 31
ANTRIUAR B2 A i R 28 A VAV s ik — R B AS R B O A8 B 3R A VAR U B ELAR AT oy
200ng/mL+ 100ng/mL.50ng/mL. 25ng/mlL+ 12. 5bng/mL.6. 25ng/mL Fl 3. 125ng/mL, ffr i 75 i
A VBT R BAR ] R 7K, B R TT FHRE AR RE VL 5 i A A RSV VA R K TR BN
Na,HPO,. KH,PO, 11 NaCl .35 —20 FIE RS 3 Frig Na ,HPO,. iR KH,PO, A1 ik NaCl 78 it ik &
vt b R VB P R JEE 23 3310 24 0. 02M, 0. 0015M A 0. 14M s Birad k-3 —20 7 BT i A it A B Y 1)
EIE B8N 0. 1% Pk BB AE P 58 St A e (1) & =08 Bg/ Lo

[0013]  FEAS &M Frd (il ) & b, 38 AT & A M A4S R0 s BTk bs ic B m] A B
it AR A B BT PR B R . AE AR B — AN SR R, BT A SR IC B H AR N SE R AR
IgG-HRP (WY Jackson A, ik B 345N 79556

[0014]  FEA K B TR Ll m &b, JE mT A MO T D -5 Wl b —
P

[0015] 1D ALK - ¥& 51 97K, V85t 9 Na,CO, M NaHCO o firid Na ,CO MM FTid NaHCO 7
Fr 3 B0, 4% G2 e B R BRI S 93701 9 0. 0 1M 0. 04M spH9. 6.

[0016] 2D W &t W RE VR ¥ 1) 97K, 8 5t 9 Na,HPO,\ KH,PO A NaCl . i il —20 1B 52 5 fir
& Na,HPO, Fr ik KH,PO A FTiR NaCl 78 BT i 52 it BB Y P BRIV 2 43 311 24 0. 02M,0. 00 15M A1
0. 1AM s FIra i35 —20 7 B o A it W BV AR AR 43 2 08 0. 1% s Pirid B IR AE I il B it
B H& &4 5g/L spHT. 5,

[0017] 3D VR I N7K, 7 5 N Na,HPO, \KH,PO, NaCl FlIRrEJE —20 ; FTik Na,HPO,. ik
KH,PO,HIFTIA NaCl 78 Fridk e s ¥ B 2 43 51 24 0. 02M.0. 0015M A1 0. 14M s ik i3 —20
FEFTR BRI FIAE R 4 5 &8 0. 1% spH7. 5.

[0018] 4D JERANGR MR V5 FI 7K, I FUNATAE IR —4NAT Na,HPO, s ik A7 AR IR —#W A ik
Na,HPO,£E FIT ik JER A G2 1B A (R BE 43 93 /9 0. 01M AT 0. 03M 5pH5. 56

[0019]  5) % 1EVR «2M FRIBR ER /K VAL -

[0020]  FEAS R BT AR ARG & b, JE P S M7 e ) A A

[0021]  FridfusfliionfEiiE = A SEAEE DAY . fErd s id, fridfaihE R
A SR BAEARRERLTA 1. 15:7. 50,

[0022]  FEARR A, Fridk#idk & A B AR NN A 8 E (OVAD, FEAH B A4k )54 44 A8 il
K A-OVA A4 R .

[0023]  HARKY, iR g il B 25 A-OVA B i 2 e B~ 2D BRI 7 VA1 4 15 2011 -

[0024]  Cal) BAREHHE R A BT LB OOME) 1, 15 21VE WA ;

[0025]  FriAFEHh B 2= A FHPTIA — 5L A M i (DMF) (19 EE A5 2. 3mg: 1. OmL ;

[0026]  (a2) ¥ BF A EE (OVA) EfET PBS VIR, 15 2VEW B ;

[0027] PR BF A2 E (OVA) PR PBS IEIMELEL Y 7. bmg: 1. OmL ;

[0028] (3D M FTIRVETR A FIFTIRVET B VR A, (VRGP IR FE M i 22 A FIPTIA B 1 &

4
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4 (OVA) BB ERCEL A 1. 15:7. 50, 15 RVATR C ;

[0029]  Cad) (Al ik VAV C M AARER 73 55 5% 158 I /KA, 4 CIt AR IR, PBS i A
3K, 13RI TR FE I R A-OVA 4

[0030] Pk A4 AR 43 % 5% BRI I K VEVBURT P VR C B4R AR EL A 6. 8 wL: 1. BmLs
[0031] AR BHE—AN B 25 fh— Pk D0 i B W AE dh 8 2= A BT

[0032] 7% BH P4 (At (A 00 T LG WU 2% gt B 35 A RO 7325, R 3 FH B 3 k) e A5 U
FES U AR D AT 2D 5%

[0033] P 37 S AE E PEBUE A IAG T B 2= A PR AR T AR K HI R EH .
[0034]  AREHICCRY T Bk HoAe dh B 2 A 555 v B 0 4 R [T A 28 44 A A BG4S 21 1Y
85 ST IR B 1) 5 B DA BT 92 23 FH W B 790 R SRR A 48 S R € i b s B P % o1
R B R BCIT I e S A £ T A ARt &

[0035] T G 2 i AR B 571) BT 2 Sy A € 3t A T i i il 70) S A2 o B Ak ARl T R A
(R AR JE T AR R B IR 9E ]

[0036] %% BH 4R AL A HuAa th il 2 A 1 5 e B P dds 2 DARE i B 25 A-OVAGRE il B 25 A FH BN
TH A A BB AT, I (04 5 4 ELISA J7900) 28 28 8 Al M 3 AT e 3 201
I FH 2% 55 vt o 0 A 1] 245 1) 00 ) 422 5 P B BEC S 1070 o, T o T B A TR A
(OFG I 2 A, R PERS TG ZE 2. 8-72. Ong/mL, EL AT MUk 48 S M3 . R B S O p A
[0037] {7k i B

[0038]  Z:HEMIAEDIFEL (BRD :2D3G5

[0039]  BFEHEIA /N R AAS T 40 bk

[0040]  CRIEHLIY « o E A B P ORGEE B2 I 2 @ A O

[0041]  {RFERALIE fRIFR :CGMCC

[0042]  HbME SR HTRHRHIX JE R GRS 1 5P 3 5

[0043]  fRpECHHH :2014 41 H 16 H

[0044] (R L BAC A MRS :COMCC No. 8774

Bft 15 A

[0045]  [&] 1 AlEEE5 4 ELISA ARG B & A ARAERT 28 . DAASTRIR B FE A 25 A V8
(I E (ng/mL) NREAANR, B/B, (B RN ARG Z A B K OD fE, ByR n A S A H &R
A BT OD fED NHAARR, 18 ] OriginPro8 By &l 43 2 i bs i th £ o

[0046] & 2 NFEMIE 2 A 1Y HR-ESI-MS i &,

[0047] & 3 NFGEHEEZ A B9 'H NMR i & (D,0, 400MHZ) .

[0048] & 4 NFGEHEEZ A BT °C NMR i & (D,0, 400MHZ) .

[0049]1 & 5 AFEHITEE = B [ HR-ESI-MS %K.

[0050] & 6 NFGEHEEZ B AU 'H NMR i & (D,0, 400MHZ ),

[0051] & 7 NFGEHEEZ B /Y °C NMR i & (D,0, 400MHZ ) .

iR
[0052] "IN IR SKHE 51 o P S Y B9 SE B T VR I RS R U B 5 398 T T

5
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[0053] "Ik SEJE B o i T BOA R RS Ao e R U B, 2] R332

[0054] IR ICSEAAR S :Sigma A A, =ik B 3454 F5881.

[0055] 3 [RANSE A% 57 < Sigma A w), 7 i B %4 5 A F5506.

[0056]  FHHENE 2R A FMIFEMIE 2 B (hRdfEstD « R B AN fE S50 = 23 B R4l fn 1S 2. nl A
WS RN R RN 83

[0057] Shan T,Sun W,Liu H,Gao S,Lu S,Wang M, Chen Z, Wang S, Zhou L.Determination
and analysis of ustiloxins A and B by LC-ESI-MS and HPLC in false smut balls of
rice. International Journal of Molecular Sciences, 2012, 13(9):11275-11287.

[0058] Shan T,Sun W,Wang X,Fu X,Sun W,Zhou L.Purification of ustiloxins
A and B from rice false smut balls by macroporous resins.Molecul
es, 2013, 18(7) :8181-8199.

[0059] LA ZEITIRL <7 TR A7K, ¥ 5 A Nay,COMT NaHCO 5, pHAEL N 9. 6 5757 Na,CO NaHCO
TEALAE G2 PP VR B 43 5124 0. 01M AT 0. 04M.

[0060]  ¥LIE R ¥& I AIK, ¥ i A Na,HPO,. KHLPO, NaCl Atk i8 —20, pH{H N 7.5 ;7
Na,HPO, . KH,PO,F1 NaCl 7EHeigc ik 1 BT E 43 ) A 0. 02M.0. 0015M AT 0. 14M ;iE¥E —20 £E¥%E
BB AR E 25 &N 0. 1%,

[0061] A S AR BV < VA 7 R K, ¥ 5 M Na,HPO, . KILPOAIT NaCl . 5 —20 FBH i 3 7 i
Na,HPO, . KH,PO, 1 NaCl 7E B i i F By b B3R 12 43 4 0. 02M.0. 0015M A1 0. 14M ; Frik
R 20 A1 AL P A S A B T B 2 S BN 0. 1% (v/v) A0, 5% (w/v) .

[0062]  JERADZEIFIR VBT AIK, T 5 ONFT AR R =AW Na,HPO,, pHAELA 5. 5 sV TR IR =
BN Na, HPO 75 A G2 P B3R 52 5301 9 0. 0 1M A 0. 03M.

[0063]  Z1EWR VK SEDY OM TR R K VA o

[0064]  SEHER 1 FEHIE R A FUR KIS AL

[0065] % BB WITR Ty A R RE HH B 2 A-BSA 5o 0% JEURIAS BH B 25 A-OVA 4% -

[0066]  HX 2. 3mg FAMI B % A VEMFAE ImL — F L PR (DMP) o1, FREX 11mg 2F ILIE 182 A
(BSAY T 7. 5mg UF A& [ (OVA) 43 5l il ImL PBS ¥, SR%Jm f o R Bl B 22 A VTR s 25
1 (500 w L/ 4 43 AN 2 BSA AT OVA V&, B HE39 50, AN 6. 8 u L AR 754
5% Y KA, 4 CIE AR IR, PBS i ifr 3 K, 432G I T8 2% A-BSA %)% J5URI A i 181 2%
A-OVA L4 5 .

[0067]  SEJEMHI 2. /N BR A ACTRE S MLPR 3R A frAB B TR 2R A B0 v B A A Al 4%

[0068]  Bal b/C/NAER :8-10 JAESHEYE/N B, A FE FE R 7B LR st .

[0069]  SP2/0 ‘E#ERI4HML 0 H o E SR 2 s 52

[0070]  —. B

[0071] 1. VL 8-10 AR KIMEME Bal b/C/NARAE AL

[0072] 2 JLAfi Gz (B ImL SEHEH 1 & A RO A il T 3R A-BSA SR JEA M GREED Img/
mL, &1 PBSYIMNSEAKRAR I [ 58 4 At 77, FRE 34k 4 70 - U4k, BRI A K AN
Ao F LA B G 2 BER F IS T BB 8 B2 T 22 RS Bal b/C /AR ST &E R R/
BRVESS 0. 1mg 78 H 1A 2 A-BSA S i, Her V5 0. 05me, 1 HE R N VEST I A1, 0. 025mg/
o
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[0073] 3 INEEAE FEAEG%E 2 JE 5, B ImL SEREHY 1 4 A0 RO RS Bl 2 A-BSA Hug IR A
TGRS Img/mL, V7128 PBS ), NN ImL 3 [RANSE A 77, FRE A3 i bk 28 78 - i Fe A4k, B
BN PAY B AL I Sz SRR I SO 36 % h 2 mES Bal b/C/hNE R, VE
570 & B R /N BRYE ST 0. Img 78 M TR 28 A-BSA Fy% 5, e IR VA5 0. 05mg, T3 K R VA5
5 &, 0.025mg/ .

[0074] . 4HMERLG I EREAL

[0075]  JinsE S yE KT 2 JE — UK, AER =0 se S HF UG, BRI 0% G 5 3 K, AW/ IR FE
AL, I 58 HOAR AN, N i 58 SR OD (B3R 1 I LTS W B . A2 T 1:8000 (E
OD {4 1, M ke 2 8000) 5 , B MLIA R A 1) /08 bR, BBt Y, #2 9: 1 CERCED L
B 5 SP2/0 i &R A M Rl B 55K FH A B TV i 228 2 0 3 I 04 140 /N B8 2% 50 T80 4 A 5
K HH ) 4224E 6. 4 ELISA (197772 LASKHifats] 1 il 15 21 A58 th B 28 A-OVA A8 I ik 43
OB R i A S PR U 1 B e R T Ak

[0076]  FiA[AIEEAESE G ELISA Tk R AR -

[0077] 1) A4 :7F 96 FLEGFRAR NN 100 u L ¥Ry 250ng/mL (K F5 i 5 2 A-OVA 57
AN ITHD, 3T CAYE 3 /NN, YRR 4 k.

[0078]  2)fAES FNHIFLANA TG C B AT ARG B 2 A bl GRIZN 100ng/mL, 7514
FESRFRREBD 50 1w L, 25 ISR 50 1 L BE S Fi R

[0079] 3D JNPiAk 4% 50 w L % 2SI 41 B 35 = 0N R bR iR 1, BB & 3T C&MH T
30min, HEtR 4 K.

[0080] 4D JNEEkR It LS REEAR Pt TgG-HRP (W H Jackson A+, f it B35 A
79556) GAFEN 0. Img/mL) FFE SRR BERAGRE 1000 £%5, BRFLIN 100 1 L, BIR & 37 C& 4
™ 30min, PEbR 4 K.

[0081]  5) &% :HY 20mg 4F 7K —fi (OPD) V& T 10mL JIEAD &2 iyl 1, B 1] He b m 4 w L30%
(1 & 5350 H,0,, 15 2RISR K IR ROMNBEARR #, BfL 100 Lo A4 10min.
[0082]  6) £ 1k AFALINA 50 u L 24 1E3, B AR 492nm A3 52 &L OD {H, &7 45
W 1. 3 1 H,2D3.369.4F7 Al 4B11 73 i ARR G128 2 oo N i 40 M 85 5= AR A R AL 1)
Fe AT IR AN, a2 o) =L (25 L oD fH— i FL OD {E ) / 2 FAFL 0D A 1 X 100%.

[0083] 3 1 [A)#EAE 54 BLISA V507535 2% 58 720 41 fu 1 45 1

[0084]

i
ﬁﬁéﬁ,} - 2 HALH OD 1H gL (25 ng/mL) 1) OD{E  FHIHE (%)
\ i

2D3 1.312 0.254 80.6
3G9 0.338 0.110 67.5
4F7 0.643 0.159 75.3
4B11 0.266 0.080 69.9
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[0085] Wl e AR AR K, 140 BH 470 A2 ot e i 40 23 AR P e vy 5 400 ) 3R 1, 0 P A ) e S T R
U MR 1 IEERE AT LAE H, 2D3 (R4 22 5 i 5 78 80. 6%, [ I 5 A0 45 470 i () 26 A 77 49 B2
151, PRI B 2D3 ZR A2 T Al M 4% S HEAT 0 06 , B Je 19 B 0 W HUAR RS S PRI L SR AT R 1) /)N B
FeAT TR MOAR , € 44 2D3G5. 1Z/ MR LA ANR C T 2014 4 1 A 16 HART 1 Bk
A TR b R PR B 2 I AR ) TR O (FRTFR CGMCC, M < bt T sHBH X AR U i 1 5
B 3 5, o E B A B AT R T, B4 100101), 7585 4 CGMCC No. 8774,

[0086] = .4HfRIAAFAIE Dy

[0087]  FHIZRAFICHE /)N BR 2% 52 J88 4 ik 2D3G5CGMCC No. 8774 il 1 X 10°4™ /mL (1) 4H i &
W TEA S KHRAT - EI5T, BUHGRAFE , SERIEON 37°C oK iRl , 350 2 BRI 7 U5
B FIMA R

[ooss] P 5 v Hidd i i & 5 Adifk

[0089] 1. ER;FH

[0090] 4 ffush 5= ALl £ 77925 < [A] DMEM 5585 Fh s in 2R i i (5 GIBCOBRL, 7™ i B
TN 26170-043) FIBRERZEN, /N ILIE IR FE o 20% URFAAE0, B IR AN I &R %
R0.2% REH SR, pH N T. 4,

[0091]  K5/)NBR 2R 28 SR 40 B ik 2D3G5CGMCC No. 8774 B T FIR4N s 32 1, 37°CHi 3%, HH
[ R REE, I S I 3 5%

[0092] 2. JIB/KH| &

[0093]  Balb/c/I> &I IV 5 K B A i vl (0. 3mL/ R . 7 K5 MRS /IS BR 2% 28 983 40 o bk
2D3G5CGMCC No. 8774 (£ 10°4~ / K)o 7 KJG RAENEK, FH2E 1 - MR B ekt AT 4lidk.,

Ak J5 IR 7K R/ BR 2 52 988 40 g Ak 2D3GHCGMCC No. 8774 7 A ) B v B 41U AA VA BD—20 'C £R
1o

[0094]  Fi. B TLFEBUIAR % 5E

[0095] 1 KB BRPY 2 15 3/ B %A J 40 APk 2D3G5CGMCC No. 8774 43 F BA. 70 [ 41 44 1
VR B 0 B HAR SR AR A7) & (I 1 Sigma, 77 5 59 1S02-1KT) 6 9 8 57 B HriA4 i)
WY, BAREEAE S DGR S Ui 45

[0096] 455 TR, /N ER AT B 40 Ha Ak 2D3GHCGMCC No. 8774 43 WA I B4 Vo R AR 1) S s 3k £
H2N TGl B,

[0097] 2. | FH )42 E 35 4 Mk ELTSA VA3 58 B v R A4 (10 28 U i

[0098] 1) f4 HX 96 FLAGFRAR, R FHAG I B 3 A-OVA S AT Bk, 100 u L/ fL s FE B
K A-OVA VAR B E A 1000ng/mL, & T A MR 37 CAME 3 /NI, PR RBES 4
/&

[0099] 2 e « LIS AL EELINA 50 u L Rl 540957, X REFL Y 50 1 L (AL o B
o

[0100] oA, R4k A 0 W 8 B B 2 A Y TR TR 2R B A A I3 O e S R R
WO A5 B 2 A VE W W FE A] A :200ng/mL. 100ng/mL. 50ng/mL. 25ng/mL.12. 5 ng/mL.
6. 26ng/ml. 3. 125ng/mL Fl 1. 5625ng,/mL ;4% il 7 25 B ¥ K 2 7] N :5000ng/mL. 2500ng/
mL.1250ng/mL.625ng/mL.312. 5ng/mL. 156. 25ng/mL.78. 125ng/mL #11 39. 0625ng/mL.

[0101] 3D Itk AFFLINN 50 w L BRI 2 45 30 i B 5 [ A4 T VI A R VR () R A

8
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BEVRARBE R 250ng/mL) s BEAR BRI B =B AL s BIR &+ 37°C4&MF T 30min, HAR 4 K.
[0102] 4D JNEFFR 30 < 2L HUR B bR 310 TeG-HRP GREE N 0. Img/mL, W [ Jackson 2%
A, T H SR 508 79556) FUFE f AR B RE 1000 %, BR4LI0 100 w L, BiR&EH 37TCHAMF T
30min, PeAR 4 Ko

[0103]  5) &% :HL 20mg 4F 2K —Ji (OPD) ¥ T 10mL JIEAD &2 iyl 1, F 1] Herpon 4 w L30%
(1 & 5350 H,0,, 13 2RISR K IR ROMANBEARR H, BfL 100 Lo A4 10min.
[0104]  6) £&1k AFFLINA 50 u L & 1R, FHBEARIC 492nm Zb I 52 24-FL 1K OD 1.

[0105]  DAfr AL SV 5 i AL B, OD/OD, (0D {27 SEER AL IR OGAR , OD R s Xt
HEAL FIROGAED NMAARR, iz ] OriginPro8 i 4 it HAGH B2 A ARG I 2= B 1Y 1C,,
{EL Chn v 2R AL R BB 5 T 50% X6 B I RF AL B 0K (ng/mL), B TCfED, 4% FFI A
THHEA X RLZ

[0106] A X RMEEE (%) =[1C, (FEHIB R A) /1C, (FERITE 2 B) 1 X 100%

[0107] £ BN, B2 05 e BEHUASFEHTE ZR B (058 SORMEN 4. 12%, Y /N R IR AL
RN MIAR 2D3G5CGMCC No. 8774 431 ) B0 T, g 47 A4 e S ME AR B

[0108] 2 HiglEdiiASFEME R A ffEi = B A2 X R M

[0109]
e ICso(ng/mL) X (%)
FEMEZRE A 12.05+0.43 100 +3.32
HHEER B 292.13 +8.51 412+0.11

[0110]  SEJitafs] 3 AGINFE HvE 21 A (ORI G2 70 8 0 ol 48 S L R FH

01111 — XA &A%

[0112] 2R B ) 00 A it 1T 2% A 1) I8 IBK O % 0 5 B AB M B 2 A-OVA CELA S5 L /N B

FAT T A MUK 2D3GHCCMCC No. 8774 43 WARIHFE M B 2R A BB v FE LA L 0 SR AR — 51

1gG—HRP A4 22 i 8 A5E ot FRRE VL B8 VL P AT 2 A A S T SIS R P R 25 1B

HE

[0113]  FHHIE 2 A-OVA « L) 1 &85,

[0114] /N Z& 52 R4 bk 2D3GECGMCC No. 8774 43 A BT H T2 25 A (0 3 v B A « el s

FEB 2 25 URVT 2 i %133,

[0115]  FEHUERBFAR 3t [gG-HRP M H Jackson A H], it H 3% '5 M 79556,

[0116] ALK IFWR VA IK , 7 57 A Na,CO, M1 NaHCO ,, pHAE A 9. 6 378 5 Na,CO, 41 NallCo ,

FEADAR R BV FE 3 728 0. 01M A 0. 04M.

[0117]  BRIR T ¥ A IK, ¥ i A Na,HPO, KILPO, NaCl Attt {8 —20, pH{E N 7.5 ;7 5

Na,HPO, KH,PO,Fl NaCl £ e ¥ B 371 29 0. 02M,0. 0015M A1 0. 14M ;I —20 7E3E

BB RERE S ER 0. 1%

[0118] A S AR BV VA 7 A K, ¥ i 4 Na,HPO, . KHLPO I NaCl. 35 —20 FBH i 3 7 i

Na,HPO, . KH,PO,Fll NaCl 7E BT i B 5 B P B3 5 43 SR 0. 02M.0. 0015M F 0. 14M 5 fir ik

iR 20 FEHBRAE B e A B P B E S &N 0. 1% (v/v) FT0. 5% (w/v) o

[0119]  JRADERITI VAT AK, TR B =401 Na,HPO,, pH{EA 5. 5 s I8 R FTAR R —
9
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B Na,HPO, 75 JEC P22 (i mh B B2 43331 24 0. O1M AT 0. 03Mo

[0120] 2 1EVK Iy 2M IR RR PR K VAR

[0121]  FEHH B ER A bRk SV 0 R VA FIRE 8 Hh B 2= A W3 W BB 200ng/
mlL. 100ng/mL.50ng/mL. 25ng/mL. 12. bng/mL.6. 25ng/mL Fl 3. 125ng/mL, ¥& T #£ ' # B
71,

[0122] &5 & AR

[0123] 1.l /E bR dh 2%

[0124] (1) £ B 96 FLEFARAR , K A FE il 18 3% A-OVA VAT A48, 100 w L/ fL s 7 il
B A-OVA VR KR 5 2 1000ng/mL, VA7 A A SR R 537 CEAE 3 /N, AR P 4
Ko

[0125] (2D INFRAE AW SRR ARAE S B R FA FIR B RGBT 2= A JE 00 i i )
AR HISEIRAL, AL 50 w L s TR E B E = AR L. XFREFL 50 1 L BURE SR BRI
[0126]  (3) InFidk LI 50 1 L /N BRL 2% 28 B 40 bk 2D3GBHCGMCC No. 8774 4FWARI3LFG
B2 A B ER ba B B AR RO R R R AR R R VUM B A 250ng/mL) s BIR &P 37T CAAF T
30min, HEtR 4 Ko

[0127] (4D JnBFbs 3 A4 L3 RAbR 31 1eG-HRP GHZH 0. Img/mL, W Jackson 2
A, A H 535 8 795560 AT L AR RE 1000 £, BEALIN 100 w L, BB F 3TCHRMAT
30min, JedR 4 Ko

[0128]  (5) &£ :HX 20mg 4RZK fi% (OPD) V& T 10mL JR T, B Hdin 4 nL30%
RESEO H,0,, 1F2ECER . 1 IRERUIMNBEARIR +, 8L 100 n Lo 24 10min,
[0129] (6D &1k AFFLIIAN 50 v L 21k, FIEFFRAC 492nm LI 5 %-FL A OD {H..

[0130] (7 £l bk 2k : AR S BORE BB 3% A T MOAREALER, B/B, (B RRSEIIL
¥ OD L, By AT HEFLIY OD ) AHARKR, i i OriginPro8 #f: 4 filbritt di 2k .

[0131] SIS 3 IRE R, BRI 45 R I, 15 BRI AR ikt 2] 1 Brom o drdft
LR J7FE N Y=0. 02239+0. 97837/ [ 1+ (x/13. 04376) ***'] (R*=0. 99318). B/B, N 20%-80% i}
FEMTE 2 A FOIR VS R ARG IYE o 2R PERSIIYEHIZE 2. 8-72. Ong/mL.

[0132] 2D ER— iR S i 7%

[0133] (1) FRRlAE i 20 /K FR AR, $ SR B W0 BT 3 A8 7 T R T A Vo
[0134]  (2) fL4% < HX 96 FLEFARAR , K A8 Ml 18 3% A-OVA VA MREAT A48, 100 w L/ fL 75 il
T2 A-OVA VAR TR B2 24 1000ng/mL, VAR 3 22 Pk 37 CALE 3 /NI, PSR IS TR R4k 4
Ko

[0135] (3D JMAEENh REFLINA 50 1 L A 5

[0136]  (4) INFisk FFLINN 50 u L /s B 2% 55 988 4 ik 2D3G5CGMCC No. 8774 WA K HG
B2 A B ER bd B DA AR BRI ORI RE o B R VUM R A 250ng/mL) s BIR &P 37T CEAMF T
30min, HEtR 4 Ko

[0137] (5D INEEFF 30 SR EPURAFAR Pt [g6-HRP GREEA 0. Img/mL, I H Jackson 2
A, f i B 3508 79556) RS R ERRRE 1000 £, FRFLIN 100 w L, BIR & 3TCAMFT
30min, Ytk 4 Ko

[0138]  (6) & :HY 20mg 4B % COPD) ¥&T 10mL JERADGE M+, 5171 A im 4w L30%

10
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(i &350 H,0,, 15 2RISR W IR RN NBEARR #, B FL 100 1 Lo A 10min.
[0139] (7D &1k AFFLIAN 50 v L 2 1b 33, FIEFFRAC 492nm L3 5 %5-FL A OD {H ..

[0140]  fE[A— AR LRI bR th 22 (S WP IR 1, ARAE bRk th 2k oH 515 2000 RE 5 A
FEHIE 2 A 5 &

[0141] 3. HUFEHITA 2 A BESC PR BUARAEAT DA R0 X dh Bk S gl B 2 A % & B A
FH sE 451

[0142] (1) WASFIHLIX (WLER 3D FEATLEUE S5 dl kR Sk soky K ol i/ &0 e nb 4l
BIp, #REX 0. 2g BIFE i BREE 5L, i 6mL 2848 7KGE 5 $2 B 30min, $REU=IK, A FF = IR$E B0, $2
B VR L A 0 S5 s 5 A o R YRR R SO VR o

[0143]  (2) #%M8 Bk IR 2 I8 (2) - (7) 347,

[0144]  {E[F—HetR LRI bniE 22 (S WP IR D, MRIE bRk th 2 oH 515 2RI R 5 A
FEHEZR A NS &,

[0145]  Z5FEK 3 o, Al WARMXFFEMERPREMER A NS EFER.

[0146] 3R 3 [A1EE55 5 ELISA 7R A R X ARGt EkEE S PRI = A S &

[0147]

e R A 98 (mg/g)
i AR 0.95 +0.03"
WL 0.64 +0.03
P 1] H ik 0.36 + 0.09
1T AR 0.34 £ 0.09
fizgeisa Al 0.71 +£0.01
ik 0.68 + 0.05

[0148]  ¥F :a BMES =IREER b =REWFEIIE £SD.

(01491 A 7& dh BRAEE S s m [ UAg S 56

[0150] (1) BUE S G EREE S, %08 AP IR 3 HpaP IR (1D AT HAE , 15 2IFE dh BREE 4R
B REM . $218 Fa D IR 2 SR AT H 0, A I B A Ag i T 3R A VRSN 12. 88ng/mL.
[0151] (2 BX 6 iy (lmL/ 47 B3R (1) FrAR B85 d BRAE FAR DU B, 43 9w 58 1-6.
W FE I BE 2R A FRAE AN B A, XN 5N 1-6 17 6 A M ER AR S SR R RV, FE &
A B i B IR FE CLARE il 3R T 2 R B VR V5 TC Rl A B R B 7 V80D 403
9 :100ng/mL.50ng/mL 25ng/mL 12. 5ng/mL.6. 25ng/mL A Ong/mL. 153 6 {3 IEE 5 .
A INEE 5 5B 50 v L AT (A5 4 ELTSA 787, 388 LR PIR 2 p P IR (2)- (D
1T o

[0152]  (3) FHAE S0 B VREC 1 O Feg Bl 18 25 A A S VR VR viE B 28 (S LB 88 Do M4
PRttt BB SIS P REIER A NS E.

[0153]  (4) {HE R,

[0154] [l it B A0 I E (%) = GnafaiiE = A BRE - RInai Rl E = A

11
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IS/ FERITER 2R A AR B X 100%, oA, “Asinfa Rt B 3 A B9 A% 58 1-5
() 5 ORI AE ot A S O AE HE B 2 A ROVREE, “AS AT AE i B 28 A FOIRIE” N5 6 1IfF
DURE SIS ARG I 2 A IR

[0155]  Z5 R WIEK 4 Frow, HIULEETEH/E 95. 86%—113. 28%.

[0156] & 4 F& ik re St O FE B B 2 A I8 n (=] i s 56

[0157]
WONETREE R IR AR ayNIySEEfiiihes] FEIHR R A
AW IR & AW R lE e
(ng/mL) (ng/mL) (ng/mL) (%, n=3) + SD
100 108.74 95.86 +3.84
50 68.47 111.18 £5.03
12.88 25 38.89 104.04 £ 8. 86
12.5 26.43 108.40 +7.49
6.25 19.96 113.28 £6.95

[0158] L3R SZi il A BT B B G il 2 A ARG T 25 B 2 AR R IR B B Sl & 15 3
(), BAK R 228 5 B N i R B30 N 3

[0159] Shan T, Sun W,Liu H,Gao S,Lu S,Wang M, Chen Z, Wang S, Zhou L.Determination
and analysis of ustiloxins A and B by LC-ESI-MS and HPLC in false smut balls of
rice. International Journal of Molecular Sciences, 2012, 13(9):11275-11287.

[0160] Shan T,Sun W,Wang X,Fu X,Sun W,Zhou L.Purification of ustiloxins
A and B from rice false smut balls by macroporous resins.Molecul
es, 2013, 18(7) :8181-8199.

[0161]  FaRSEjE] BT e i B 2 A ARG A 2R B & 775 KRB T -

[0162] 1. FHHIE R A KIH]%

[0163]  K— 5 & HIAG I 3R K IR BB/ I, 285 73 1) FH B8 22 bt g PA308. K
FLIR B A g HP—20 L i A 2835 My DL A &M E A 5 i fR IR 4T 40 HE, 35 TLC ATHPLC 43
PG & IFAH R 2 53, 043 B 5 SAR S B AT O 7 508, A BTG I & A 1O BRAE
e, BAREBEDT .

[0164]  HXAE i Bk (1000, Byl T, B A, #% 1 2 (g) AAKAER (mL) FIFECELAY 1:30 (g/mL)
PRIRELT 0 B 12 /N B 7 ARBUR G I I8k 415 278 i 3OK IR o KRB
KR =, U 4RI U8, s R AL B A i HP-20, FI/K ¥ o, FEH 30% L EEBE M, &9
30% L EE PR, 1 i M 4% (3500Da) , WCAR I HT L, k48 5 Wik iS ODS-AQ. Sephadex LH-20
Fll Sephadex G-15, A]$£45 80mg 2L FEHI T A

[0165]  EX b3k 7 B 24k A A Bl 1 3R A AR S, X AT RS 08 . Hom g
(HR-EST-MS) 1% an i 2 Fion s iR IRETE CH NMR, D,0, 400MHz ) 1% B 3 B 1%k
SEHRBRUE (°C NMR, D,0, 400MHz )V an &l 4 o HH UG, 852 IR FrS 5 B 2% A SRl &
M= I s, SRl ER A ZNHE R

12
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[0166] il & t AR A HH B 2R A A ERAG P B MR S i a0 <25 9 A Bk K (MeOHD . 3 i
5173 RS (HR-EST-MS, m/2674. 26859 [M+H] ) i 72 7 F TN :CogHisN:0,,S. IZ G LR A
(D,0, 400MHz) 4k 2242 ( 8, ppm) :7. 60 (1H, s, H-13), 7. 08 (1H, s, H-16), 4. 93 (1H, d, J,, ,=1
0. OHz, H-10), 4. 84 (1H, s, H-3), 4. 35-4. 40 (1H, m, H-3" ), 4. 28 (1H, d, J ,,=10. OHz, H-9) , 4.
14 (1H, d, Jg ,,=10. 2Hz, H-6) , 3. 99 (1H, dd, J; ,=4. 0Hz, 7. 6Hz, H-5"), 3. 77 (2H, s, H-19), 3. 3
3(1H, dd, J, »=13.2Hz, J, 4=9.6Hz, H-2"), 3. 04 (1H, dd, J,» »=13. 2Hz, J, ,=2.8Hz, H-2"),
2.77(3H,S,NCH5_9>,2.17_2.25<2H,m,H_22,H_4’),2.12(1H,ddd,Jy)yzz.8HZ,J4’¥:14.2H
7, Jy =7.6Hz, H-4"), 1. 86-1. 92 (1H, m, H-24), 1. 76 (11, s, H-21), 1. 68-1. 73 (1H, m, H-22),
1. 09 (3H, t, J=7. 2Hz, H-23), 0. 88 (3H, d, Jq »=7. OHz, H-26), 0. 78 (3H, d, J,5 ».=7. OHz, H-25) ,
1% 1k L 4R B 3 (D,0, 100MHz) 4k 2% A7 % (6, ppm) :176. 0 (C-20), 174. 1 (6’ -C), 170. 7 (C-5)
,170.0(C-17),166.0(C-8), 151.9(C-14), 145. 7(C-15), 136. 1 (C-12), 127.7(C-11), 123.
9(C-16), 113.7(C-13),86.9(C-2), 73.7(C-10), 66. 4(C-9), 64.5(2" —C), 63.5(3" —C), 59.
8(6-C),59. 3(3-C),52.5(5° (), 43.5(19-C), 36. 4 (4" -C), 32. 0 (NCH,-C), 31. 8 (22-C), 28.
4(24-C), 20.9(21-C), 18.0(26-C), 17.7(25-C), 7. 5(23-C) » ik & MMM EZE A 1
FEAL P AN i 500G 5 S0k (Koiso Y, Li Y, Twasaki S, Hanaoka K, Kobayashi T, Sonoda
R, Fujita Y, Yaegashi H, Sato Z.Ustiloxins,antimitotic cyclic peptides from false

smut balls on rice panicles caused by Ustilaginoidea virens.The Journal of
Antibiotics1994, 47 (7) : 765-773. ) R I& KIHH — 5.
[0167]

[0168] 2. FHENTE & B 2%

[0169] 5 — & & IIFE diEk KR IR EUS /KSR I, S8 5 4 3l FH S A et g PA308. K
FLIR B4 i HP—20 L 5 B S5 At DA B B P JZ 4 75 o0 AR ) 47 4b 22, dd ik TLC A HPLC 43
WG A R AE R 7, X545 B0 AR ST S 2 S, e &5 BIFRE e 2 B [ 54k
wEY. BAREAEWT .

[0170]  EXAZ Bk (1000g), B -, K3 W, $2 T 2 (g) FAKAEFR (L) FIFELELHT 1:30 (g/mL)
PRI T IR, BEIR 12 /N, 4 T IRER B & I, 05 W 4615 2R it 2k K A8 B . 542 HL
V)RR =, PR AR B8, SEIBOT KL B I HP—20, F /K e, & KB I, 1 & Hr 4%
(3500Da), WAEIB IR, WA 5 i it Sephadex LH-20 #1 Sephadex G-15, 7] #8153 20mg 2 ]

13
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4 HH & Bo

[0171] B BTG E R B BRI G, 0 AT B % 0E . Hom 7 9 il (HR-EST-MS)
R 5 B AZREILIREE ('H NMR, D,0, 400MHz) 3% 40 & 6 Frn A% 3L 4R (1°C
NMR, D,0, 400MHz )1 Bl 4] 7 s I, #E FIA BT RE HH R 3R B AR A1 0 254 =i
XL R, 5 AR E = B 45 =H R .

[0172] il 4% HE O A% Hl T8 25 B RO ER AL ME RN R S0 0R a4l oy A 08 K (MeOHD . i
T i 43 B R (HR-EST-MS, m/z646. 23751 [M+H] ) 858 4 F 30N :CogHioN:0,,S. B L IRA
Wt (D,0, 400MHz ) 4k 2% 47 # ( 6, ppm) :7. 57 (1H, s, H-13), 7. 39 (1H, s, H-16), 4. 98 (1H, d, J,,
,=10. OHz, H-10), 4. 71 (1H, s, H=3) , 4. 46 (1H, q, Jg ,,=7. OHz, H-6), 4. 33-4. 38 (1H, m, H-3"),
4. 21 (1H, d, Jg ,,=10. OHz, H-9), 3. 97 (1H, dd, J5 ,=4. 0Hz, 8. OHz, H-5"), 3. 81 (1H, d, J g ,,=1
7.0Hz, H-19), 3. 75 (11, d, J,g x2=17.0), 3. 37 (11, dd, J, »=13. 4Hz, J, ,=10.0Hz, H-2"), 3.0
3(1H, dd, J, »=13.4Hz, J, »=2. 41z, H-2"), 2. 76 (3H, s, NCH,~9) , 2. 04-2. 19 (3H, m, H,~4" , H
-22), 1. 74 (3H, s, H-21), 1. 65—1. 70 (1H, m, H-22), 1. 19 (3H, d, J,, ,=7. OHz, H-24) , 0. 97 (3H,
t, Jos 20=7. 2Hz, 7. 2Hz, H-23) o IZREFEARIKIE (D,0, 100MHz) 4L =40 H ( 6, ppm) :176. 2 (C-20
), 174.1(6" —C), 171. 8(C-5), 169. 8 (C-17), 165. 6 (C-8), 152. 0(C~14), 145. 6 (C-15), 136.
5(C-12),127.8(C-11), 123.9(C-16), 113. 7(C-13), 87. 0(C-2), 73. 3(C-10), 66. 1 (C-9), 6
4.5(2°-C), 63.5(3 =), 59. 6 (3-C), 52. 4 (5’ —C), 49. 4 (6-C) , 43. 5 (19-C), 36. 4 (4’ -C), 31.
7 (NCH,—C) , 30. 9(22-C), 21. 6 (21-C), 15. 2(24-C), 7. 7(23-C) » ikl & HFEHTEZ= B 1
ALV AR s £ R 5 S0k (Koiso Y, Li Y, Iwasaki S, Hanaoka K, Kobayashi T, Sonoda

R, Fujita Y, Yaegashi H, Sato Z.Ustiloxins,antimitotic cyclic peptides from false

smut balls on rice panicles caused by Ustilaginoidea virens.The Journal of
Antibiotics1994, 47 (7) : 765-773. ) HRIE KIFH—FL.

OH

HO i
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