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Crystal and Molecular structure of Aspergillin C.H,,0, from

a Metabolite of Microorganism
Lin Xinjian, Chen Jichen, Xie Xindong. Zhen Shili and Liu Zhongzhu
Unstitute of soil and Fertilizer, Fujian Academy of Agricultural Sciences, Fuzhou»350013)

Abstract: The molecular structure of aspergillin CsH,. O, from a microorganism metabolite has
been determined by NMR. IR. MS, element analysis methods and x-ray diffraction method. The
molecular weight was 184. 21. The crystal was a monoclinic type. The space group was P2,2,2,.
With the parameters of a=4.422(4), b=14.266(7), c=14.994(6)A, V=943(2)A’A, Z=4, u
=0.96/cm, Dc=1-13 g/cm®, F.yo, =400. The final deviate factor was R=0. 0491, R, =0.059
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MEXRZHEMEY = LN PSS ENE R ENYIR ", EE%H Mills
Turner )\ Aspergillus melleus B8k &Z B 40 B ), W EAH4K M A. nidulans, A. chraeus
wilthelm ™ BBk 4> BB, £ K MRS IR LM A5 4R 4E , H (U Mary J. Garson % X-
AR SHE A EE T, SRR KRR a4 A 3-(1 2 FEIER&E-5-6 WE-5 k-6 FH-
Nt g -2-M§ [ 3-(1' , 2’ eponypropyl)-5-6-dihydro-5-hydroxy-6-methylpyran-2-one], {BE K 4%
RatRE, M, XX EEHH 2D NMRCH,"C,C-Hcosy, H-Hcosy, C-H i £ # 3¢ HMBC
Dept), IR, MS FITT R 7% F BT Z Y RS AT AL 2 S R AR AL, @ X-dh ki il 2
B URRE ER %58,
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1.1 RIHTWHE BEHRE28CHIEEEF 12~14d,500 ml ZAME T RIBFEW 100 ml, 12
. SE¥E100g, HAE 20g. /K 1000ml, pH HR. EFESTE. RFRKE, CBL
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Fig. 1 The molecular structure
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Fig. 4 The spatial structure of
3 DEPT—135 % {Ri# molecular C,H,,0,

Fig.3 DEPT—135 diagram

1.2 {¢2& NMR M Brucker AM-400 %,
TMS & W #r. CDCL; fE % %, & ¥
22'C,"H: 400MH,,"*C. 125HZ, #k PFG
=48, H ("C/15N} BEEL, IR H
Nicolet-170 DXFXT-IR &l £, KB, [E }7.
EIMS f} VG7070E WEREM M E ., XS
¥1 Bl PE-240 B 5E £ 4047143,

1.3 SEEWNE SEGHEEH En-
raf-Nonius CAD, B 5 PU B 177 §F S die 4B . X-

WHAREBRESOKV, 20mA, 2B ¥E Hs5 REEH
e A E MKCa H28 (A=0. 71073A) A Fig. 5 The structure of crystal cell
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b=14.266(7), c=14.944(6)A, V=943(2)A?, Z=4, 1=0.96/cm, D.=1. 31 g/cm?, Fqo0
=400, BRAWEHNTF R=0.0491, R,=0.059, KBTI XKMB /N EHESFH 1.0 M
0.5783.
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Table 1 The chemical shifts of C and H for C;H,,0,
21 MREBCN =t ch 5 M 89D SRLLELL o r e

) H 8(mg/kg) J(H?) C 8(mg/kg)

B CHi0y» m.p #105~110C A 3 6.60(dd)  J5.4=2.70, J35=1.575 1 163. 36(s)
B RIE 109~112°CHO™, BT K, BE 4 4.15(dd)  Jo5=8.61. J,3=2.70; 2 128 43(s)
FZMZ B, IR SR8, 7F 3475/ 5 4.35(dq) Js..=8-61, Js5,5=6.26; 3 142.14(d)
. 6  3.40(dd) J53=1.57, Js,r=1.57; 4 67-15(d)

cm 4b A 4R3I -OH U, 7 2980/ 7 2.70(dq) Js,9=5.48, J;.6=1.57; 5 79.27(d)
cm, 1710/cm F1 1670/cm &b43 5 K 8 1.30(d) Jo.,=5.48; 6  54.49(d)
CH.(C-H), ¢c=0 Ml c=c L 45 % 9 1.40(d)  Js.5=6.26; 7 58. 64(d)
- . —~OH 3.50(s) 8 17. 78(q)
3. EIMS %184 F 5% F 6 m/z 184 o Ao

MITEMER 3. %H 2DNMR
FERRZEY RS I 1,

%4 5 Mills 81 Turner %
ABEHER -5, ¥ FEREFEERKIHREREEASMK (X 10nm?)

Table 2 The coordinate of nonhydrogen atom and
- =
2.2 HNMR AR && the heat parameter B(eq)

Eﬁgfﬂﬁ 12 /l\ﬁ%’ m@ &3 x y z BB Beq)

2, ST, H1 MEHRTF  0a)  0.56068) 0. 1589(2) 0.7145(2) 4. 4D
(36. 60mg/kg) , BEEFME O 0.626(1) 0.0249(2) 0.7851(3) 5.8(2)
03  0.1093(9) 0.3625(2) 0. 7815(2) 5.5(2)
A L
FHELD 2TARERE 0. 060(1) 0.1006(3) 1. 0003(4) 8-6(3)
BT bFMNBERIEHE;E  cob 0. 503(1) 0.1015(3) 0. 7825(3) 4.2(2)
1 ARTFRFRER, s @ 0.312(1) 0. 1357(3) 0.8572(3) 41D
c® 0. 245(1) 0.2252(3) 0. 8605¢4) 4.7(2)
A 2o
DEGEN S E A SV AC BY C) 0.335¢1) 0.2926(3) 0. 7900¢3) 4.1
EREBRAHER, A o 0. 364(1) 0. 2401(3) 0.7022(3) 4.2(2)
3.40 mg/kg 5 6 2. 70 mg/kg,  C® 0. 2141 0. 0649(3) 0.9243(4) 4.9(2)
c(n 0.349¢2) 0. 0584(4) 1.0122¢4) 5. 2(3)
A
2 AT RO MR C(8) 0.494(2) 0. 2955(4) 0. 6264(4) 5.5(3)
. .
MNFEENREE.PC-NMR  coy  0.357(2)  —0.0295(4)  1.0649(4) 6. 6(3)
EZASYHTC £ LMk, HOD 0.1354 0.1242 0.8214 4.9
H(2) 0. 0301 0. 2301 0. 8644 5.6
3 CH =
TAER KRR 2 H(3) 0.3312 0. 2486 0. 9147 5.6
CH, £H, WE58&MXHHFL gw 0.5223 0.3211 0. 8056 4.8
B3, NBESFLE, (fFs HOG 0. 1660 0.2174 0. 6836 5.1
H(6) 0.1296 0.0072 0. 8970 5.8
163. 36 mg/k
g/ke E@#Eﬁﬁé, T HD 0.5144 0. 0971 1. 0240 6.6
AR EBEEY, BATHRE e 0. 6983 0.3134 0. 6440 7.4
L X IR B S sp? 224K H(9) 0.5132 0. 2562 0.5748 7.4
H(10) 0. 3805 0. 3479 0. 6145 7.4
2 i &
H 2 MR, BARBHER HAD 0. 2899 0. 0197 1.1224 8.1

7% C3 t C2 Ry RFH L, 5
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Hl3ik 8142. 14 mg/kg 5 8 128. 43 mg/kg. B E M 2 KL 8617. 31 mg/kg 5 8 17. 78 mg/kg
R2APER, RRSECFMABEARRGED.

F: FEFETFEMNC
Table 4 The bond angles of nonhydtogen

»3 FEEFEEA) R¥ E¥ E¥F 24 BEf KT KT L%
Table 3 The bond length of nonhydrogen C) 0Q) C(5) 118.0(4) | C(3) C4) C(5) 108.5(4)
EF ET @K BT BT RK C(6) O C(N) 61.1(4) O(1) C(5) C(8) 106.4(4)
0(1) C) 1.329(6) c c) 1.311(H 0(2) C) 0OC1) 119.4(5 | OC1) C¢5) C4) 109.5¢4)
0C1) C(5) 1.460(6)|| C(2) C(6) 1.487(7) 0(2) Cy Cc@ 121. 6(5) [ C(8) C(5) C(4) 115.2(4)
0@2) C() 1.218(5| C3) Cw) 1.4g0¢7y O CM C@)  118.8(4) | O4) C(6) C(7)  59.6(4)
0@ Cy 1.416(6)| cy cs) 1.518¢7) €3 €2 CA) 11854 || O4) C6) C(2)  115.9(4)
0w C6) 1.421(D| CGY C(8) 1.498(7) C(3) C(2) Cs) 124.7(5) || C(7) C(6) C(2) 122.3(4)
0 C(D 1.425(8)| C6) C(?) 1.446(8) C(1) C(2) C(6) 116.7(4) || O4) C(7) C(6) 59. 3(4)
C) C(2) 1.486(D| C( C® 1.481(8) C(2) C3) C(4) 123.0(5) || O4) C(7> C(9 116.2(5)

O(3) C(4) C(3) 109.4(4) || C6) C(7y C(9) 123.1(5)
0(@3) C(4) C(5) 109.3(4)

2.3 FEWENREER ZYRGESRFLEEARSHEIITE 2, HEK. BAS 57
FTHRIMEF 4, B4 MBS FHHDFEHERREHNE, & TZIEREL O4 Hy%m, Co-
CTHRBRELN 04-C6 fl O4-C7 BEB/BRY, HEEMIKAYE 60" £H. C1-02 BK B,
L 1.218 nm, BT p-n HIWHVHER, HKE C2-C3 Wi, C4-C5 ZBHE, c=c WEM
RTREEYHER, EHRKEKX, BERS. X-dEMHINER, £S5 HEETEZY
;g R=gCIL i U
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