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L. /INER AT 40 Bk 2D3G5, 76 H A 4 B P R B B 2 5 4 S Al Ak A A o 1) 6
WA GRS K CGMCC No. 8774,

2. BRI A R SRR DR, HAREAE T < Pk 53 0 FE PR 2 AR 2R 1 BTid (1)
/N R 2R AT 58 40 kR 2D3G5CGMCC No. 8774 43 WA= AE 1) o

3. BURIE SR 2 ik i) 5 e BB A e AS I s e B ASH D ReG o iR 38 A P IR

4. RS 1 BT I/ B 2% A8 98 40 oK 2D3G5CGMCC No. 8774 BAUH)EE SR 2 ik () &
SO BT R il 28 A0 U el A 0 A ot B 2% A PR sl ) = R

5. — PRI S BRSNS i B 2 A IR, R IEAE T i & S A oA
BEIAURIEE SR 2 BTk (GG R 35 A 19 R s BB IA

6. MRAEBRE SR 5 Pk (A7 &, R IEAE T il 3300 & o & A oy A 2 i A it
B2 A FRUE

7. FRAEBCRIE K 5 8 6 iR R &, HRFIEAE T« I 50 & v i &7 Ao A ke 1)
Wrr D =5 WA b —

1 AL G M R R 7K ¥ 5K Na,CO, I NaHCO, 5 JITidR Na,CO, MIfITi& NaHCO, £ ik
A0 G R BE 43 A 0. 01M 0. 04M.

2) FF RV < 55 5 A 7K, W B Na,HPO, KH,PO, T NaCl . I 3 —20 1B i 5 B ik
Na,HPO, it ik KH,PO, F1 T ik NaCl 7€ T 3R FF & 5 B 3 b (1 9 B 43 51 4 0. 02M..0. 0015M Fl
0. 14M s Il i3 —20 75 TR S A BV P AR R T 20 & 04 0. 1% 5 I i B AE BT i A it A
BT & &4 58/L

DPRIEIE IEFH R 7K, % 5 A Na,HPO, \KH,PO, NaC1 AT —20 ; ik Na,HPO, . Ji i KH,PO,
FFTIR NaCl 78 Bk PEge v o IR B 43 5004 0. 02M.0. 00 15M A1 0. 14M ; ik 35 —20 78 prik
PR R AR E 20 8 0. 1%,

4) TR G T R K W TR A A R = B AT NauHPO, 5 BIT 3 A7 A R — 4l T ik
Na,HPO, 75 I i JEC A2 92 i P 1R B2 43 3 oA 0. 01M 0. 03M

5) LB < 2M IR R K WL o

8. P I S B RS i B 2R A BT LR A T ARCRI B SR 57 HAT— BT (K]
GNP ARE S AT ARSI ) 2D B

9. BURIELSR 57 AT — P AR e 7 e 1 B SRR i e 2% A PR .

10. FEAURIELR 2 PR Huis i e 25 A (10950 5 [ B (AR [ A 2 AR E 8 DR 15 81 1) fo e S A
W B 571 5 X

DL I8 e 92 236 RO PR 7510 49 SEDRL ) B 2 S8 R €L il A 5 B
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MR E R A MAEREERABERRERTE

AR G
[0001] A< W3 KAl e il B8 2% A 197592 B HG 1 RSB S 2 il &

B=EA

[0002]  F&HHJ (False smut of rice) s& HFELEIZ M (Villosiclava virens (Nakata)
Tanaka&Tanaka) (G N :Ustilaginoidea virens (Cooke) Takahashi) 1% Y4 pl 11—
i S M KRG T B 55, Y O TE AR L s BB AR SR . [ 20 tH4C 80 AFARLLK, H T /KAE i
PR A B AE i B B 538 AL 22 EDR %) K A8 H DL R 2 A8 KRB 1) Tl S5 AT 35, % ot 14
KAEKECEZMEGS, O E RS 2B FEERE—. Bl a ™ =g
KRB BRI, SO E R N R AR R, AEANE, BB e
Yo 124, it T CE R R AR, B KA MW &R (Ustilaginoidins), J& T
Z59F - v - LR EA 28 (Bis (naphtho— vy —pyrone) s), A RE A QY ;5 — R AR E R
(Ustiloxins), J& TS, MKt Ly . Rz BAT ZE M, X /KSR
R gAK@ ALK E R AR TN v B & A KR AT B8 ) 1R BRI i
B B E 2NN i B A R IE A

[0003]  JEFFEMI R 2= 2 fEEVE, PR VERG T RETS thEK RS v R DA AR A
HApl R E R RN S B BRI EE . BiliEE A (Ustiloxin A EKTE
It B 2 R, DAL i B 2= A o0 B R AT N R R 3R A H AT RER R E 8T (TLO
FrITE < B RORAR A0 (HPLCOYE R — R (LC-MSOYEBAT 8. BTl fiR A
e PRI B R v R L SRR R R RN T 1 CA AR T T IZ N - BUAR SR
CUAATRIE X TR I B3 A DT , (H L2 8 PR e A7 A8 B 3% A 20 s B P 10 23 A 1
O, FE T RE B ZE A A5 5 B PO A4 10 SIS A N 7 v S B P IBR 2 1K 50 1 oK LA
T, FTCAF R — P TRE iR 25 A R0 5 5 B0 44 10 I T0c S 3 A TN 77 ¥ S 3 & FH IR 7 22 1K
FEBEAIEFEENE L.

ZEAE

[0004] A BHF) H 242 Ut — PR INFE i 28 A 107775 S BRI S i &
[0005] 1% 75 ¥7 M % FARF & B As FH I B RE th e 32 A 1B 50 BE UM e /s SR A% A8 98 4
HRE 2D3G5 F3 Wb 7= A 1), 120> B A AL T8 4H M 7 Hh BB B2 A0 vl o (R ek B 2% 0 45 5 i T
YL IE A 5 A CGMCC No. 8774,

[0006]  FikR/IN E 2% ACTR 4 Bk 2D3G5COMCC No. 8774 F3 sy AL BTG B 25 A I e &
Lk, AR AR IR ITEH

[0007]  FRHUAE A 3 A (5 5 BB AR W] RS S IR IS i B 2= A, LS ST
S B B A DU AE AR i b R 3R A

[0008] A% BH T &A1 /)N B A% AC I8 41 Pk 2D3GHCGMCC No. 8744 BPTRA M B 2% A (W ER 50
e A T T sl 8 A ) e B G 00 S il 2 A 1A ) R R A T o A A 0 e
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BRS IAE I RE b RS s 2R A R BT &

[0000] AR BH (¥ 55— H 12 4 A — oS s e B ASr I e i v 22 A 1103500 &

[0010] A< BH AT A 3 e & A7 b A28 1) BT oA i B8 28 A [ SR T B LA
[0011]  EAS & B A4 A R b, I8 m] 2 Moy A 2 R R il 1 38 A BRufES .

[0012] PR HUAe i 25 A ARt s ] o R i B 2R A B TR R i B 2= A BC IR — &R A
AN TRV BE BTG T 25 A VSV 5 TR — R A AN [R) 9 2 R o B 38 A W VR IRT IR B LA T O
200ng/mL+ 100ng/mL50ng/mL. 25ng/mL+ 12. 5bng/mL.6. 25ng/mL Fl 3. 125ng/mL, T iR F5 i
A VTR B AR T R K R AT R RE SRRV 5 BT IR R R R VR S T A K IR
Na,HPO,\ KH,PO, i1 NaCl . 38 —20 FEH I 5 BT i Na,HPO, fIT i KH,PO, F1 TR NaCl 76 FT ik ke
ol BB VR IR FE 43 51 R 0. 02M.0. 00 15M F1 0. 14M 5 AT iR IR, —20 78 BT A i 3 B VR )
RE &4 0. 1% s T B RCHE T i A b RV T 16 5 B0 B8/ Lo

[0013]  7EA A B 42t 1l on) &, b ] & A MOr AR AR 10 s P b 12 B ] 8 BURR
E A A B B P B R B . AE AR B — AN ST, BT AR 0 B R A SR BT R AR BT
IgG-HRP ([ Jackson 27, Tk H &5 0 79556).

[0014]  FEA K B BT HR HE 50 & b, i vl S T a3~ D -5 WA 2 b —
Ffr

[0015] 1) A ZE MR IS A 7K, %5k Na,CO, Fl NaHCO, ; FTik Na,CO, FIHTIR NalCo, £
JIT i LA 2% b R B 43 3 2 0. 01M 1 0. 04M 5pHO. 6.,

[0016] 2D i B BV < 95 55 A 7K, 5 B Na,HPO,\ KH,PO, 11 NaCl. i —20 FIEH i 5 B
& Na,HPO, i KH,PO, FFTIAR NaCl 75 Fr kA o 4 B Y80 (19 B2 43 5l 24 0. 02M.,.0. 0015M Al
0. 14M ; TR 35 —20 75 JT R S A BV P AR RR 1 2 & 204 0. 1% 5 i B IR AE I ik A i i
B P58 5g/L spHT. 5.

[0017] 3D PRV 355 7K, %5 5 A Na,HPO, KH,PO, NaCl FIlIHE —20 ; BTk Na,HPO, . Fiik
KH,PO, iR NaCl 75 B i YEv v P IR B2 43 ) R 0. 02ML 0. 0015M Fi1 0. 14M ; T ik i —20
TE TR GG AR E 20 & i 0. 1% 5pHT. 5.

[0018] 4D MWL ITH A5 A 7K, W5 TN A7 A5 IR — BN Na,HPO, s T A 1 — 4l A T ik
Na,HPO, 7E T I JE A 2% Pl A 0k 5240 531l 24 0. O 1M T 0. 03M 5pH5. 5

[0019]  5) £ LW - 2M [ R /K VTR o

[0020]  7EAR % BH P4 AR AR, e mT A oy A 2R ) B A i

[0021] PR J5 78 i g 25 A S8R SR BRI . TR g arh, Pk aa il s 22
A ST EAE AR EALL R 1. 15:7. 50,

[0022]  TEAREH T, PR vk 8 B B AR B E 2R 1 COVAD, K AR BY. 1L i iy 44 4 7 1t g
2 A-OVA B R .

[0023]  HAKMY, BT #2 il i 25 A-OVA A48 Jr 2 3 B a1 D BRI 7 i & A B -

[0024]  (al) HAH B2 A BT = FREF I (DMF) W, 15215 A

[0025]  FITIRFE I 2 A R ATIR — R EERZ (DMF) [ EL B4 2. 3mg: 1. OmL

[0026]  (a2) # ORI (OVA) AR T PBS WP, 19 BRIV B

[0027]  JITiRBF 85 (COVA) R IR PBS ¥ IECEL A 7. 5mg: 1. OmL ;

[0028]  (a3) Y4 PrdE A FIT IR B IR A AE IR AW D T iR g i i 32 A TR BN (1 2
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FH (OVA) [ ERECEL A 1. 15:7. 50, 13RI C ;

[0020]  Cad)[n] IRV C I AARRR 53 500 5% 13— 7K 4°C I AR IEE , PBS HhiZffr
3 R, 13 B Pl A5 it B 25 A-OVA B4 IR

[0030] Pk A RR 73 %k 5% IR I — I K VEUORH P dR 5  C I AARFREE A 6. 8w L 1. BmLs
[0031] AR BHIE—AN H )72 4 S — Pl I sl O A RS ih i 32 A 157

[0032] A7k BF AT A1 Feo RS ) sl B RS J00  ohh B 3% A B9 5V, R A FH T 350 et A= D
FE i CATAEIRE D BEATRCIN P IR

[0033]  FTiR i A M B EAIIRG 2= A PN 8 T 4% B R TE
[0034]  ARBISARYUNT B Pl HURG MR 22 A IR ER 5 o B0 (A R [ AH 23 A AH R IBEAS 21 (1)
o 352 S FH WS B 711) 5 LT O B 3 2% AR BFF 50 Ay SRR} 1) 9 92 236 FH C 1B A 5 B8 s e e 0%
TRV B ) B3I 38 B2 S N B A R R o

[0035]  JT R G 2 S AR PR3] L TR f 2 S A (03 A B B R i ) e AE 2 B AL R i R A
R A JE T Ak B ARG

[0036] A BH B4R L PTG Hh B 25 A 195 5 BE DT IA2 DARE ih B 25 A-OVAGHS il g 25 A TGP
T SR A BB B PR, W (R Tw 4 ELISA 7700 2448 98 AN Mo dhA T i e 43 201
) FH 2% B [ 0 il 2% 45 380 11 TR 5 4 g K S 3 i e, FH 708 TR B8 E R AR 0 o o
(RIFE M 25 A, SR TE I 7E 2. 8-72. Ong/mL, ELA JRIE e S B . R G0 i AR o
[0037] {7k i B

[0038]  Z:HEITAEDIM AL (B :2D3G5

[0030]  REFHEIR /)N bR A4 AT I 40 M AR

[0040]  TRFBRAILAE « o 1B ol A= 4 B i O B 2 0 2 A A= ) v o

[0041]  RGERALFA i FR :CGMCC

[0042]  HbhE A TATEHRHIX IR 1 55 3 %5

[0043] fRICHHT 20144 1 H 16 H

[0044] {5 LB AR5 :CGMCC No. 8774

B3 =115 R

[0045] & 1 M[A)#% 554 ELISA ARG IR 25 A IARHE N ZE . DAASIRIHR B B0 AE il e 25 A VA
IR (ng/mL) WAEALKR, B/B, (B RN HAREMBIE A BN OD {8, B, RARA T HREME R
A BT OD fED I HAANE, 32 ] OriginPro8 FAF L hil15 2 bR th 4k o

[oo46] & 2 AR I 2 A 19 HR-EST-MS #£

[0047] & 3 AAE MR A [ 'H NMR 3% 4] (D,0, 400MHz ).,

[o048] P& 4 IAFIIE ZE A [ °C NMR %4 (D,0, 400MHz) .

[o049] & 5 A AF I % B 19 HR-EST-MS w4,

[0050] & 6 AAE I B 1) 'H NMR 3% ¥ (D,0, 400MHz ).,

[0051] P 7 IAE I B 1Y °C NMR %4 (D,0, 400MHz) .

BiExiA N
[0052] I~ St 51 A A Y 40 SI 360k IR SR B 5 38908 R T
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[0053] "1 St 8] m P O RA ) R S5, G D kU B, ] R @ 445 2

[0054]  IBIR5EARAMH Sigma 23], 7 il H x4 5 4 F5881.

[0055] B RANSERAMEH :Sigma 2], 7l H %45 4 F5506.,

[0056]  FE B3 A FIRE IR 38 B ChnviEdi) « R W NPT AR SE G 25 73 B R alifb 43 3] . v -
S 2% K NPT AR R R 1 3C

[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.Molecules, 2013, 18(7) :8181-8
199.

[0059] AL ZEPVE T A 7K, B A Na,CO, AT NaHCO,, pHAE A 9. 6 3% Ji Na,CO, Al NaHCO,
LEALAE G2 PR P B 5333l 24 0. 01M 0. 04M

[0060]  WEIRIK T A K, 5 A NagHPO,y KH,PO,\ NaCl i —20, pHAE A 7.5 s %)%
Na,HPO, « KH,PO, 1 NaCl 7ESE4% T P (3 B 43 51k 0. 02M. 0. 00 15M 1 0. 14M ;i35 —20 76 ¥k
B ARRE 2 & 0. 1%.

[0061]  FE SRR B W 15 77 h 7K, 5 B A Na,HPO, . KH,PO, T NaCl . I8 —20 F1 B JiE 3 %5 5t
Na,HPO, . KHLPO, 1 NaCl 77 7 3B 5 B B P (9 B2 23 i o4 0. 02M, 0. 0015M T 0. 14M ; ik
IR —20 FH B AE T i A i B R R 3 B 0. 1% (v/v) 1 0. 5% (w/v) o

[0062]  JEEADGE MR TR A K, VE RO KT B R =AM NaHPO,, pHAR A 5. 5 s LR B IR =
BN Na,HPO, 7EJEA) G2 o I B 43 79 4 0. 01M A1 0. 03M.

[0063] £ 1E¥ UKD 2M R R KV o

[0064] St 1 AE IR ZR A BRI

[0065] 42 R T 7 V2 2 BRE T 1 28 A-BSA Fu e JEURIRG il T 28 A-OVA f 4t

[0066]  HX 2. 3mg F7 HH B 25 A VA ECE ImL — FF S R (DMF) A, FREX 1 Img 2F I3 (1 2 (1
(BSADHI 7. 5mg GF AL (OVAD 73l Fl ImL PBS ¥, SR8 Je F an BRI 3R A W5V 73 M 55
(500 1w L/ 43D 43 I F BSA 5 BF0 OVA B30, DEFE3 S, a0 Bl 6. 8 u L ARFR 40 41
5% FRI N KSR, 4 C LA AR IR, PBS i AT 3 K, 49 275 I TR 2% A-BSA 4y Jr RRS 1 T 3%
A-OVA AL I .

[0067]  SEJEM 2. /> B A% AT TR A PR I 3R A A A i B 22 A SR e B DA ) ) 2%

[0068]  Bal b/C /A :8-10 JEESHENE/N L, W B F FHEw R B LR s ol

[0069]  SP2/0 /R 40l - B A [ B B 2 i 2 P

[0070]  —. B 5

[0071]  1.LL 8-10 FEUREHIMENE Bal b/C /A RAE R SER IV .

[0072] 2 LAl G e HU ImL SEHEAF] 1 & AR T 38 A-BSA S5 VR GRIE A 1mg/
mL, V514 PBSY ISR 3 [ 58 4 e 5, Al e k28 78 7 e e LAk, B3I A KAy
Ao FFLALIF B S i Js K I S B BN 22 rvE 4] Bal b/C /A B, V5 i 4 )
BUE 0. 1mg 7 1 P 3% A-BSA Sz i, Forp VTGS 0. 05me, 15 &8 K T VES 1 £, 0. 025mg/
Mo
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[0073] 3. e s FEAG G RE 2 G, B ImL S0 1 25 (R0 it B 25 A-BSA Hh 3% JRL
T GARFE S Img/mL, B3R PBS), I ImL I FGAS 5€ A A5, FRE ) B k48 78 4y ik 3L4k, B
BN PAY B W FUAGIT IR G002 JFUR F IS S S 30 B2 T 2 s Bal b/C /b E R 7
SR B R B L/ BRGS0, Img 777 1 1 38 A-BSA S i, FLrb IR sy 59 0. 05mg, 15 3 B2 T 5
W &, 0. 025mg/ .

[0074] . 4Hffl & A o fEAL

[0075] N5 SR RERG 2 JE— UK, ANER = IR Nai o 5 TR UG, BRIR S 5 26 3 R, M/ RUIR HIE
S, W 52 HUARASAY, R 58 oA OD A 1 I M SRR A58 . F 25 K T 1:8000 (HJI
OD {Eh 1, FRBEAEECA 8000 i , BB IMIE U0 S HE 1/ B, BUMRA MY, #2 9: 1 BRI HO L
5 SP2/0 B BEJR 40 A 5 R A BR AR BV 07 148 20 PR S B 0 R 140 /)N B2 A 7R 4 T
KA ) 42AE 564 ELISA B 753 LA ) 1 2545 21 0075 il B 25 A-OVA A BB Bt JR i ik 43 wh
U R S PR G 17 B S 40 bk

[0076]  LiR[A%AESE 4 ELISA LRI BARMNT -

[0077] 1) f0.3% /¢ 96 FLEGARAR T AN 100 u L ¥ A 250ng/mL IR i 15 2% A—OVA %5
CESFA BB G20, 3T°CALAE 3 /N, FI SRR 4 1K

[0078]  2)JMAE S FHIFL AN TSGR A RS i B 38 A ARV GRIZ A 100ng/mL, #5714
FESARERD 50 1 L, 2 A FLANA 50 w L A A B

[0079] 3D MNPk K 50 u L %A 40 M 55 75 WU R B br i b, B & 3T C AR
30min, YEAR 4 K.

[0080]  4) MIEEHRr BT K EPU R EEFE —PT 1eG-HRP (W H Jackson A#], M HE SN
79556) (KRFZ A 0. Img/mL) FFE S BEAGRE 1000 £%, BFLIN 100 1 L, BYR & 37°C 44+
T 30min, YEAR 4 K.

[0081]  5) . ff :H{ 20mg 487K —fi% COPD) ¥ T 10mL JEM) 25 ph i T, FF 17 Horb b 4 1 1L30%
LR EO H,0,, 15 2R F RSB A BEFR , B:4L 1000 Lo B 5 10min.
[0082] 6D Z& il BESLANA 50 1 L & 1196, FHIEFR X 492nm A3 52 25 FLIE OD {H, #1545 R
MR 1. 3K 1 H7,2D3.3G94F7 FT 4B11 43 HIAR KGR Bk 72 A0 o N (0 40 Ju s =S [ LA i
FATTRE AN, FHI R (%) =[ (=S [ 4L oD {5 —3MHIFL oD {1 ) / 2 A L 0D {5 ] X 100%.

[0083] 3% 1 [AJEEESE 4+ ELTSA J: 07 156 24 A8 8 41 Ffa 1) 25 3

[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] W Yo 6 K, 13 BH T A6 Bt T 140 236 AR Py et vy 5 4900 A1) 23 B i, 0 B AR 40 e S e
UFo MR 1 AR AT U Y, 2D3 R B i, 18 80. 6%, (AN b5 A0 4 T J5 R S R gt B A
151, RIGGE B 2D3 24 AT 968 40 W 4k S AT I 18 , 555 19 2 73 W HUACRE S PR I SR AU i /) B
HATIRE A0 JAR, dr 44 2D3G5. 1/ AR A R LT 2014 4F 1 H 16 HARGE T [
A= VR D OR U P 2 1 2 R I A E 0 (IR COMCC, HbbiE b s X AL R P 1 %
Bt 3 5, rh R B AR ST, B4R 10010 1), {585 4 CGMCC No. 8774,

[0086] = . 4N AEAIE A

[0087]  FHVERAF NG /> R 248 88 41 BB 2D3GBCGMCC No. 8774 il 1 X 10° A /mL [ 40 o
W AR A KIRAT . B, BUR AR, SERITEON 37°C AR I i, 850 R BRI AF 5
EUNIE S N ap T

[ooss]  PU. v [EHL RN il & 52tk

[0089] I.MMERIZE

[0090] 4 3% 7= FE il 4% J7 V2% < [n] DMEM 8575 5E thids /4 1fn & (4 B GIBCOBRL, ™ i B
S5 N 26170-043) FABREREEN, /N IS R 2GR B 20% (AR 40, IR SV 29k &
H}0.2% UREH &), pH 7.4,

[0091] 4/ 24 ACJRE 41 BBk 2D3G5CGMCC No. 8774 ‘BT ik 4l fuss g3, 37°C 5%, 4
(A REROUEE, I I I3 5%

[0092] 2. /K%

[0093]  Balb/c /> IS ey 5 oK B A i vt (0. 3mL/ ) o 7 K5 MR e 5 /) Bl 240 98 40 o bk
2D3G5CGMCC No. 8774 (£ 10° A~ / FDo 7 KRG RN K, FFIR - MR FRE 23T 4k,
Al Jm R (RIS B e A 983 48 g AR 2D3GHCGMCC No. 8774 F3 Wk ) 5 v B P ARV D20 C f&
1% o

[0094] i, PR BRI % E

[0095] 1 KB BRPU 2 15 31/ L ZLAT 98 40 OBk 2D3G5CGMCC No. 8774 43 WA B T [ A%
VR B T B TR B AR R ) & B 1 Sigma, 77 55 1S02-1KT) # il & 53 B HT AR
WA, HARERES WA &l B 45 .

[0096] &5 Lo, /N B ZYAT 8 41 oAk 2D3G5COMCC No. 8774 43 Wk 19 B4 vt [ BT AA [ S BR 5
F2R K TGl A,

[0097] 2. K HH [)42E 35 4+ Mk ELTSA V2300 2 2o v e bR 1 A8 XU 3

[0098] 1) ffk :HY 96 FLEGHRAR, K FHAZ M1 32 A-OVA AT B4k, 100 w L/ fL s AE i e
2 A-OVA SR IR B A 1000ng/mL, ¥ A LA S8 537 CRLEE 3 /A, YRR IR PES 4
Ko

[0099] 2D At < LALLM 50 w L R4k & V0w v, AT FE LR 50 u L (R 5 4 B
T o

[0100] A, B4k A a0 R i B 25 A Vv SRS 1 2R B IR 3 R L B
W 5 RGO 2 A W R E R O :200ng/mLy 100ng/mL.50ng/mL. 25ng/mL.12. 5 ng/mL.
6. 25ng/mL. 3. 125ng/mL F 1. 5625ng/mL ;75 15 2= B ¥ A AT A :5000ng/mL 2500ng/
mL.1250ng/mL.625ng/mL.312. 5ng/mL. 156. 25ng/mL.78. 125ng/mL F1 39. 0625ng/mL.

[0101]  3DMPLfk ARFLIIA 50 1 LD ERIY 2 95 21 1) 5 v BB A 93 4 R v O ot A e

8
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VEMRE A 250ng/mL) s BRI BRI E = AN B AL B AT 37°CA&M T 30min, PEAR 4 K.
[0102] 4 hNEgkE =30 <44 EH0 AR — 30 1eG-HRP GREE A 0. Img/mL, 1§ B Jackson 2%
|, Tl H 35O 79556) AR S OB VEMORE 1000 i, BEALIN 100 u L, B &+ 37°CH&MT
30min, JEAR 4 K.

[0103]  5) & :H 20mg 42K —Ji% (OPD) ¥ T 10mL JEAD G2 i v, 7 ) Herp i 4 1 L30%
LR EO H,0,, 15 2R F RSB AN BEFR, B:4L 1000 Lo 5 10min.
[0104]  6) Z& bk AL 50 1 L 2113, HBEAR X 492nm ALI 2 25 FLIFT OD {H.

[0105]  DAfFlAK & P00k B2 R AR KR , OD/OD, (0D {3 7R SEES FL IR AR, 0Dy 7R AT
FRAL IO A YAAAKR, 12 H] OriginPro8 #4443 v AG M R F A MRS B2 B (1) 1G5,
{8 (Bt I 28 AL FREE 5 T 50% X M. I RF AL SR A (ng/mL), B 1G5, B, 3% T A A
TR AE SR A

[0106]  AZX RPNV (%) =[1Cs (R EE A) /1C4 (FE IR 25 B) 1 X 100%

[0107] S5 5LEoR, 133 BB T E B FE MR 2 B (A8 RPN 4. 12%, Ui B/ F AL
JR AN AR 2D3G5CGMCC No. 8774 43 () B 5, e e AR e S MR AR 53

[o108] K 2 BwEHiA SR A G EER B K2 X RV

[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]  SEjstafs] 3 ASHIUAE i R 2% A PO IBG o 3 0 6 1 o % A R

01111 — I il 2%

[0112] A WY B 4G DR ot B 2= A ) Bl IEK e e i ) & Pb A il 7 3R A-OVA CRL A J50 L /) B

Fe AT IR A Pk 2D3GECGMCC No. 8774 43 WA HUAGE I BRI 3% A 158 3a B P S5t BB AR — 31

TgG—HRP A3 4% 22 W8 A5 ot 6 T VAR e VAR 2% ot R 22 A B VS VR IR 4% M RN 2% 1 T

2 1o

[0113]  FF B ZE A-OVA « FSCHEf 1 145755,

[0114] /)N 2% AT R 40 Hu bk 2D3GECGMCC No. 8774 43 WA FRIFTLRE T B8 25 A (0 B T e A - o s

i) 2 IRV 2 H& 153

[0115]1  “EHiRBEFR — Pt TgG-HRP M B Jackson AT, il v H X5 4 79556,

[0116]  AUHYZE R 574 7K, %55 A Na,CO, F NaHCO,, pHAE 4 9. 6 3355t Na,CO, Al NalCO,

TR G2 B P R 4390 2 0. 01M AT 0. 04M,

[0117] VR 5 A K, 5 A NagHPO,« KH,PO,\ NaCl il —20, pHAE A 7.5 ;%)%

Na,HPO,+ KH,PO, T NaCl fEJLE B AYHE 233 0. 02M,0. 0015M A1 0. 1AM stz —20 £k

BB HIATR E S 8N 0. 1%,

[0118]  FESFR W 3577 M 7K, 45 B A Na,HPO, . KH,PO, 1T NaCl . I8 —20 F1 B JiE 3 % 5t

Na,HPO,\ KH,PO, F1 NaCl 76 57 iR FE G b B8 v b (KR B 43 50k 0. 02ML 0. 0015M Fil 0. 14M ; Frik

I —20 FHE R AE T AL A B P I B 43 B8 0. 1% (v/v) F10. 5% (w/v)

[0119]  JERWGEIPIR TR 7K, W5 T KT AR R — 4N AN Na HPO,, pHAE A 5. 5 s T AR IR —
9
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BN Na,HPO, 78 JEA % P Rk 52 43 5l 24 0. 0 1M T 0. 03M,

[0120] 28 by IRFEDA 2M IR PR K SV o

[0121]  FEH B2 A bRV SR 0 R VA IR IR B (R R 2% A S0 W B R 200ng/
mL+ 100ng/mL.50ng/mL+25ng/mL+12. 5ng/mL.6. 25ng/mL A1 3. 125ng/mL, ¥ T # & # B |
H

[o122] IR &I H

[0123] 1. HHIVERRUE 2R

[0124] (1) F04 X 96 FLAEGFRAR, K AR Ml B 2= A-OVA WS EAT gk, 100w L/ £L s A% il
B F A-OVA VR IKIIR 0 1000ng/mL, V5574 G 22 1P 537 CELE 3 /NI, FHVER TR VER 4
o

[0125] (2 JNFRUESE TR VR A ARt i 09 2R A0 AS [ B I8 i B 28 A W98 o S i A\ 3
ANF SR AL, BN 50 u Ly BANIRE R E = AR fL. XA A 50 u L FIAE SRR
[0126] (3D NPtk AFFLINA 50 1 L /> B 2448983 40 Ak 2D3GBHCGMCC No. 8774 43 WhIKIHiHG
I B 2% A TR BR S I BT A R R VB R A B VR B A 250ng/mL) 5 BV &P 3T C &R
30min, PR 4 K.

[0127] (4 INEEFE 0 4 EH0 RUBEAE 0 1gG-HRP GREE A 0. Img/mL, I [ Jackson 2%
=], Fl i B 358 79556) AR ARV R 1000 i, BEfLIN 100 v L, B &+ 37°C4&M4FT
30min, PEAR 4 Ko

[0128]  (5) @7 :HL 20mg 4B —Ji% (OPD) ¥ T~ 10mL IRz by, f ) b 4w L30%
ORESEO H,0,, (2SR K IR ABE R, &L 100w Lo 25 10min,
[0129] (6D &bk ABFALINA 50 u L 8 1b35, FHEEFR 492nm 4030 & &-FLET 0D 1.

[0130] (7D £ hIbRUEHEZR : DAAS RV RE (1078 i B 25 A S5O R AA KR, B/B, (B RIRSZEAL
¥ 0D {H, B, A HRFLIK OD {ED A YALKR, i FH OriginPro8 FAF£HlFRE ih £k .

[0131]  SEEG T 3 IRES, B =R S50 25 SR I4E, A9 B ARy i 2 i 1 s o Friti
27 TR Y=0. 02239+0. 97837/ [1+(x/13. 04376) “**"'] (R*=0. 99318), B/B, A 20%-80% i
FEHITE 2 A IR Y BRI A AS IS o ZRPERINYEFIZE 2. 8-72. Ong/mL.

[0132] 2 DIR—r 5 & i A FH v

[0133] (1D Al i 20 7K SR, B AR 2 ) B0 o A o s T B B A VR
[0134]  (2) Hu4% X 96 FLAGFRAR, K F AR Ml B 2= A-OVA VS BEAT 4k, 100w L/ £L s A% il
B Z A-OVA ¥R IKIHR ok 1000ng/mL, Y514 G 22 1P 537 CELE 3 /NI, YRS TR PR 4
Ko

[0135] (3D AL AL 50 1 L A5

[0136] (4D Mn¥ifk BFFLINA 50 1 L /) KL 448 98 48 ik 2D3G5CGMCC No. 8774 WA HLHG
I B 2% AP ER S [ BT A A R v IR AR RS VR R A 250ng/mL) s BB &P 3T C A&
30min, PEAR 4 Ko

[0137]  (5) MNEEFE 0 4 EHi RUBEAE 0 TgG-HRP GREEH 0. Img/mL, I [ Jackson 2%
), f A H S5 8 79556) AR SRR TRMRE 1000 £, BE4LIN0 100w L, B & 37T C&MHE T
30min, PEAR 4 Ko

[0138]  (6) B0 :HY 20mg 4B —Ji% COPD) ¥ T 10mL A G M+ , 5 1n) P hn 4 w L30%

10
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U 73 H0 1,0, 13 BRI A IRDEFBOMABEbARH , R:4L 1000 Lo B 10min.
[0139] (7D Z b (AFSLANIA 50 1 L 2813, AIEEARAX 492nm 4B 52 % LK OD fE.

[0140]  FE[R]— bR bR ARChRE 1 2k (S WD 3R 1D, MR¥E bt th 2 v 55045 B AR IAE it o
TR A S E.

[0141] 3. HUR I B 2% A ST FEDTIR LRI AN [F) b DR i ERAE & RS il e 2% A 25 B LAY
55

[0142] (1D AASEIHEDS (WA 3D BEATL IR 58 T BRAE: St BIF B 1ot A Crl n 2 28 e b Al
B, FREX 0. 2¢ FRIRE I ERFE &, I0 6mlL 2848 /K8 75 R HX 30min, $2H =K, & JF = IR GSHBOR, 2
ECVB A M B 3 2 R vt e R VR T A A R o

[0143]  (2) IR EARDIR 2 RRDIR (2) - (7) k7.

[0144]  FE[R]— P LRI AR HE i £k (S WD 3R 1D, IR¥EFRAE th e v 545 B IIAE &
TR 2 A K& &,

[0145]  Z{IRANEE 3 Fron. AT ASRIMBIX HORS ITER FRORE T 32 A & B A 207

[0146] & 3 3% 3L ELISA JriiRrill ARt DR i ERFE  rp AR i I 38 A &

[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] ¥ :a BEMFESE ZIRER ;b = AIFI{E +SD.

[0149] A5 MERAEE S 0 [F] i SE 46

[0150] (1) HUEEAE MERAE S, % M oD IR 3 2B BR (1) ATHAE, 15 2075 Bk L 42
WO R . 428 EIRD IR 2 AT #R AR, A 2 b Rg i s 2= A (K AED 12, 88ng/mLs
[0151] (2 HX 6 #r (1mL/ 41 B IR (1) Jr A3 RS I BRAE 32 OBV, 43 R 5 0 1-6.
G R 2R A BRVE SRS I B I, XGRS h 1-6 1 6 B3RS T ERFE T B BRI, A il R £
A B IS I B (LA i BRATE T 2 SRR YRR 5B, TG S I B (R et 580D 43 )
& :100ng/mL50ng/mL.25ng/mL\12. 5ng/mL.6. 25ng/mL Fll Ong/mL. L1536 4 FFIFE .
FAFINFE 523 A 50 w L AT A1 5E 4 ELISA 2047, #% IR PR 2 th P IR (2)- (D ik
1T

[0152]  (3) FHAE L FRRE RUBC (K5 B 2% A btk S TR v th 2 (B 0B I8 Do WRE
Pt th Ge vH AT B S A DAL S PR B R A IS &

[0153]  (4) {HE A E.

[0154]  [FPBCR A X IR (%) = GG FE IR 28 A IR — ININATAE B2 A

11
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IR EE) / FE IR 22 A IS IR B X 100%,  FLr, “As e Fg i s 28 A B A %5 0 1-5
(1) 5 35 DA i A A3 O B 3 A IR, “ONINETHE i 25 A IR N8RS 4 6 1
DURE S AT RS s 2 A IR

[0155] &5 SR UIZE 4 Fion, [ TG 7E 95. 86%—113. 28%.

[0156] & 4 F kA o iR ih B 25 A U in (R 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] [ S o Tl B RO RE il B 2% A FNRS I 25 B R A R AR B A B & 15 31
(), BT 275 0 BN I R BN R 8 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.Molecules, 2013, 18(7) :8181-8
199.

[o161] Pk St f] o Briy S RS B 2= A FURS IR 38 B IR il 4% 77 i KRB -

[o162] 1. FEMIBEE A HHl&

[0163] K& & (A Bk FH /K R AE IS /K S, 28 5 73 ) FH B8 1 AC #e b i PA308. K
FLUR BB i HP—20 GZE M AR BT LK A5 Pl 2 M 75 i xR SR A kAT AL B, 3l TLC ATHPLC 73
M )5 & AR AL 53, A5 B H) B AR S W HEAT BOE 7 08, 243 BRI 3R A /SR
wEy. BABREWNT .

[o164]  HUAA i Bk (1000g), Mgt By e, #2 T8 () MK AR (ml) FIECEEA 1:30 (g/mL)
PBRPEILT U0 BFIR 12 /N, B 7 RARBORE I, 98k 4 15 203 i BRK SR U R4 B
FH /KRR, FHpE 4RIt 98, SR I K FLWR B A i HP—20, A /K SER S, P53 30% L EVENL, &5
30% LEEPEHR, 1 IEHTEE (3500Da) , S ARIEN T, W45 J5 X id 0DS-AQ. Sephadex LH-20
F1 Sephadex G-15, A]3K1S 80mg 4L [#)FE 1A Ao

[0165]  EX bk 73 B 4k R il i 22 A SRR &4, R BT g 0 . s e A i
(HR-EST-MS) 1§ Bl w1 ] 2 from s AL RS CH NR, D,0, 400MHz) i35 Kl 4n &l 3 B 1%
SEHRBRUE (°C NMR, D,0, 400MHz ) 4] 4 From o H L, e Bk Bris s M s 52 A &
W g = T R, B EarRE it R A iR .

12
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[0166] il % HA (¥ h 1 2% A IO B AL R ORI 0 20 an 1 -4l 8 B B K (MeOHD 18
o 2 L (HR-EST-MS, m/2z674. 26859 [M+H] ) #i5E 70 72K :CeHuN0,,S. iR
T (D,0, 400MHz) 4k 2= A7 #%2 ( 8, ppm) :7. 60 (1H, s, H-13), 7. 08 (1H, s, H-16), 4. 93 (1H, d, J,,
o=10.0Hz, H-10), 4. 84 (1H, s, H-3) , 4. 35-4. 40 (1H, m, H-3") , 4. 28 (1H, d, J4 ,,=10. OHz, H-9
), 4. 14 (1H, d, Js ,,=10. 2Hz, H-6), 3. 99 (1H, dd, J; ,=4.0Hz, 7. 6Hz, H-5"), 3. 77 (2H, s, H-19
), 3.33(1H, dd, J, »=13. 2Hz, J, »=9.6Hz, H-2"), 3. 04 (1H, dd, J,- ,=13. 2Hz, J, ,=2. 8Hz,
H-2"), 2. 77 (3H, s, NCH;-9), 2. 17-2. 25 (2H, m, H-22, H-4" ), 2. 12 (1H, ddd, J,; 5=2. 8Hz, J,
=14. 2Hz, J; »=7.6Hz,H-4"), 1. 86-1. 92 (1H, m, H-24), 1. 76 (1H, s, H-21), 1. 68-1. 73 (1H, m,
H-22), 1. 09 (3H, t, J=7. 2Hz, H-23), 0. 88 (3H, d, Js5 »,=7. OHz, H-26), 0. 78 (3H, d, J,5 ,.=7. OHz,
H-25) o REILYRBEIE (D,0, 100MHZ LA R ( 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), 1
23.9(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), 5
9.8(6-C), 59. 3(3-C),52.5(5°—(C), 43.5(19-C), 36. 4(4 -C), 32. 0 (NCH,~C) , 31. 8(22-(C), 2
8.4(24-C), 20.9(21-C), 18.0(26-C), 17. 7(25-C), 7. 5(23-C) » iR I4 ORI = A 1
AL P RN 3 50 5 SCER (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. ) RIBMIAH—3L.

[0167]

[o168] 2. FH MR 2= B HUHil#4

[0169]  Hf— & & (UAE Bk FH KA R FE BT /KL EU, AR 5 73 i FH B8 - AC #e b g PA308. K
FLIE BB i HP—20 32 A7 4837 47 UL K 25 A R AT 77 i AR SR kAT Ab B, T8 TLC FIHPLC 43
Wi )G & FEAH RN 455 X015 2 B ARG P AT P 2 55 0, I 445 BIRE i B 2% B I ER14
tEY . BRI

[0170]  EUAE HHER (1000g), Byt Fr 4, 4% T (gD FAKMAAR (L) IBLLE R 1:30 (g/mL)
PRI T IR, BEIR 12 /NI, 8 T IREEEE G I, IR IR 46 15 BUAE M EROK B2 L) . 4R E
W KR B, FHIE AR B8, BBV K FLIW BB i HP-20, HZK el & IF K Ve v, 1 i A 4
(3500Da), W HEFE T, W4 J5 K G Sephadex LH-20 1 Sephadex G-15, A] 3543 20mg 4[]

13
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[0171]  HU EiRFE B3R B AR &), X AT PO %02 o Ho w4 3 Ui (HR-EST-MS)
UK 5 T s REGE (C'HONMR, D,0, 400MHz) & K41 6 fizs i mE AR (°C
NMR, D,0, 400MHz ) 1% Kl 4l 7 firzr . B, #0€ FiR A3 a1 B SRS 0 45 4 =
K IT s, 5 2 A RE il 2= B g5/ AH [ .

[0172] il HUFRE B 2% B I AL ME BURTBOE A0 W <4l 2 (k) R (MeOHD o i
i Ay HE B (HR-EST-MS, m/2z646. 23751 [M+H] D 58 43 F 3R A :CoelgN.0,,S. LIRS
i (D,0, 400MHz) 4k 2% A7 # ( &, ppm) :7. 57 (1H, s, H-13), 7. 39 (1H, s, H-16), 4. 98 (1H, d, J,,
,=10. 0Hz, H-10), 4. 71 (1H, s, H-3), 4. 46 (11, q, J; ,,=7. OHz, H-6) , 4. 33-4. 38 (1H, m, H-3")
, 4. 21 (11, d, Jo ,¢=10. OHz, H-9), 3. 97 (1H, dd, J; .- =4. OHz, 8. OHz, H-5"), 3. 81 (1H, d, J, s=
17. OHz, H-19), 3. 75 (11, d, J g 1¢=17. 0), 3. 37 (1H, dd, J,- »=13. 4Hz, J, »=10.0Hz, H-2"), 3
.03 (1H, dd, J, »=13. 4Hz, J, »=2. 4Hz, H-2"), 2. 76 (3H, s, NCH,=9) , 2. 04-2. 19 (3H, m, H,~4’
,H-22), 1. T4 (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,5=7. 2Hz, 7. 2Hz, H-23) o #ZHLILIRARE (D0, 100MHz) 4L 2447 % ( 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), 13
6.5(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),
64.5(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) » b4 H A M 2 B 11
FEAR M SRR 1 0 s 5 Sk (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. ) i FIAH—F,
OH

HO i
10

[0173]

Hye—N
H

e

g
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