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BEAN  IWA* E X F &

ZFEw  EHE A T OHFE
(WEIEACHEBIGEAT 7% 710065)

WE DL 3-8 5455 (DAOF) A JFUkl, @Al F5aE N & B T A WL SCHRHRE 1) 25 e o ) f——3-%(
SE-AAEFR NG IR (DOAF), BIREA 61.8%, KHMEHEILIR . L0460 TSR G R ANTAT T 4R, A
T WG A 3-% B -4- 18 i B e 1 E R 2, e TIEE RN AN RIVIREE 30 'C, RMEH 2 h,
n(ACOF) : n(NH,OH*HCI) : n(CH;ONa) by 1 : 2 © 3, W N 86.5%. KINT 3-Z Fe-4-M5 52 1% 5 FE R A AR B I 404 F ml &k
BRI, Bk 3-54 5E-4-0% VA FH R IE 21 5 [K(DNOF) A1 J5Uk DAOF; 71 B2 P /K W R A 7K i R,
IKAE = A 3- 28 Fk-4-(N- f*%@?ﬁﬂﬁ)liﬂk{ FiFR)F3R13 T K(DNOF)*H,0 8, 45443 13 W], K(DNOF)*H,0 4 HAd i 3%,
ARIFEN P2(V)e, WS EN: a= 07639(19) nm, b=0.7034(17) nm, c=1.436(4) nm, a=90°, f=101.025(3)°, y=90°,
V=0.7573(3) nm®, Z=4, D,=1.870 gecm *, x=0.695 mm ', F(000)=432, R,=0.0349, wR,=0.1027.
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Synthesis, Disproportionation and Hydrolysis Reactions of
3-Amino-4-hydroxyaminoximinofurazan

Zhai, Lianjie Wang, Bozhou™ Huo, Huan Li, Hui Li, Yanan
Huang, Xinping Liu, Ning Fan, Xuezhong
(Xi'an Modern Chemistry Research Institute, Xi'an 710065)

Abstract A novel energetic intermediate 3-amino-4-hydroxyaminoximinofurazan (DOAF) was synthesized from 3-amino-4-
amidoximinofurazan (DAOF) via diazotisation and oximation reactions with a total yield of 61.8%, and its structure was char-
acterized by NMR, IR, MS and elemental analysis. The main factors for the oximation reaction were thoroughly studied, and
the optimum reaction conditions were found to be as follows: the materials ratio n{(ACOF) : n(NH,OH+*HCI) : n(CH;0Na)
was 1 :2 3, reaction temperature 30 ‘C, and reaction time 2 h with a yield of 86.5%. It was found that 3-amino-
4-hydroxyaminoximinofurazan (DOAF) was disproportionated to obtain two compounds under alkaline condition, which were
identified as 3-amino-4-nitrosoximinofurazan potassium salt and DAOF. Moreover, DOAF was hydrolyzed to give a new
product in acidic aqueous solution, which was identified as 3-amino-4-(N-hydroxyamido)furazan. The single crystal of
K(DNOF)*H,0 was obtained and its crystal belong to monoclinic system, space group is P2(1)/c, cell parameters are a=
0.7639(19) nm, »b=0.7034(17) nm, c=1.436(4) nm, a=90°, f=101.025(3)°, y=90°, ¥=0.7573(3) nm’, Z=4, D.=1.870
geem >, x=0.695 mm ', F(000)=432, R;=0.0349 and wR,=0.1027.

Keywords  3-amino-4-hydroxyaminoximinofurazan; energetic intermediate; synthesis; disproportionation; hydrolysis;
crystal structure
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PEREAR S MR A 2K m RE 2 AL &, Hoar T 45 I
Chart 1, #1448 °C, %N 1.97 glem®, AL REL £,
H100%, FRUEA A AH: A —146.3 kl/mol, 73-fi# mi>
270 C, HAmBEEEE . R M BT v e v,
FOF-13 5% M KVEZ A s AR R, v N TS
YEZ) S AR K EAHERE R, RE AR A —Fh itk GeR R (1)
TREHE A, LA RN T (-5 AR-2,2- A &
B4R A% FEFO). E4MEARE T FOF-13 W&
R 2R, (H TR R N, AT A8 s ARG st g6
SN B SR RAEEE. ¥R9T FOF-13 A ik, KNG
1N 2% A e LA T, A B AR A B AR, A R
FOF-13 MG, T 580 FOF-13 Jl5fb e iR,
Wt TG4 B S N L 3= k-4 S 5 sk ny oy Jir
KL, BT 3-Z k-4 AR IR e TR ) 5 4 S N A K
ek, W %51k S VAT AT, SIS Ak A R N
KA, 3 HOCH K Zmm B, k. &k
FOF-13 25854 AUE AR T RE RIS etk S 25
FEARILA. RIS, 3-20Jk-4- 18 F e g S 25 e 78 1)
WUG SR, R AR B ROK AR O, I
MR, AR BRI RS R A Y,
TR B B R itk 1 = ) g 0L
o. O
OZN;\/_\/E g\—/NKéNoz
F NO, ° Ngz
Chart 1

ATAELL 3-5 K5 -4- 15 515 HE I (DAOF) 4 J KL,
St HE A A R N A T AR LSRR L S )
3-Z F-4- 5L i 5 R IH (DOAF) (Scheme 1); %% T
T S RS SV e 1) 45 D e A1 3 o) M A Y 1)
MR PR T 3-%( I -4- 1 F2 1% 5 35 1 (DOAF)

Bk 5K I NAERFS, SRAIZCAM6S . It Kot
W ERIE T B AL S K= —3-F -4
il JE 1 E A1 £R [K(DNOF) 55 3-8 Jik-4- (V-5 ik 1t fi ) ik
M. 5575 7 K(DNOF)*H,O Hidf, £ X P25 i ATHX
MR T ISR g b, BT T AR WY, R T 3-%
S48 VA F SRR 4 [K((DNOF) ] fig 98 F8 e A7 78
ML =) 3-28 Fk-4- 12 Vil H5 JE Wk nA AN B A e A7 4E
1) JEL A
1 #R5iTe
1.1 3-RE-4-(ERIRASEKIE(DOAF)E R &4k
1.1.1  FE4 R EHH

3-F -4 1B S 5 HMRI (ACOF) 5 NH,OH-HCI ff]
YRR e 102, RNIE 2 h, RNEIE R 25
C, WY T ACOF 5 CH;ONa kL 5 DOAF W 5401,
S EE R 1.

£ 1 ACOF 5 CH;0Na [\ 5 (112 L (1 5
Table 1 Effect of molar ratio of ACOF and sodium methoxide

n(ACOF) : n(CH;ONa) Yield/%  Purity/%
1:1.0 90.5 49.6
1:2.0 83.8 75.8
1:3.0 81.4 90.8
1:4.0 773 86.0
1:5.0 66.0 81.4

M 1 nEH, WA RSN E, =
SEd K5 A%, 24 n(ACOF) @ n(CH;O0Na)=1 : 3.0 I},
DOAF (W2l IA R iy, IR, O RER o S A SRR
FRIEHEAT PR RN, A2 Bl B PR i, SR )5 5 ACOF &
AR SR R S, IR Ay B R WA S I 3t R P A ) s A
4. 4 n(ACOF) : n(CH;ONa)=1 : 1.0 I, FIfEshHEA
B, RIVARETEAIAT, P& R E R, 4l AL

/O\

NN N,O\N N’O‘N N/O\N
. HCI, NOy \ NH,OH )\_/S: H*/H,0 o/
HoN NOH HN NOH CHsONa  HoN NOH  hydrolysis HzN)—S:O
HoN ol HOHN HOHN
DAOF ACOF DOAF

/O\N /O\
\ N N KOH

\
H,N NOH * HZN)—SiNOH disproportionation reaction
HoN

Scheme 1

2 ON
DAOF
JKOH
(o)
NN
\ / K*
HzN)—g_/NO
ON
1756 http://sioc-journal.cn/

© 2013 Chinese Chemical Society & SIOC, CAS

Chin. J. Org. Chem. 2013, 33, 1755~1761



Chinese Journal of Organic Chemistry

ARTICLE

H 49.6%; 4 n(ACOF) : n(CH;ONa) 4y 1 : 3.0 I, P44l
FE S miA E 90.8%; dkLLIG N A &, PR S
SUFEYIAH W N %, nREE DOAF fERRME & 1F R AR
B8 4% €, fefd: ACOF 5 CH;ONa )RR 2
Ebh1:3.0.
1.1.2  REEEAFHH

ACOF Y NH,OH+HCI, CH;ONa [ J5 it 2 L A
1:2:3, RMEFE 2 h, §F50 T A VAR X DOAF
W IR s, S 25 L WL 2.

K2 IR
Table 2 Effect of reaction temperature on the yield of DOAF
Temperature/'C Yield/% Purity/%
0 83.0 73.9
10 81.8 81.0
20 83.6 82.2
30 86.5 90.6
40 74.2 86.9
50 69.9 81.5
60 55.9 66.0

EBARIRSE TS, BB IS 2 3% (TLC) BRI
R IR AN GEAS, TR A FH TS A% S N i B (19
TRBE, MR 2> 7 IR RRERE LR D, S EU N A RESE
AT, MAES05 60 CAMF R, RN EARIEAT A,
HEF=36 %, nTRe R AEEAGR N 4T ARG 2R il

1.1.3 RORL A ] 89 %76

ACOF 5 NH,0H<HCI, CH;ONa [\t 22 Lb Ay
1:2:3, RMNEE 30 C, B9 T A N X
DOAF WCRIKFEm, 25 R W3R 3.

£35S0
Table 3 Effect of reaction time on the yield of DOAF
Time/h Yield/% Purity/%
1.0 73.6 86.2
2.0 87.4 90.2
3.0 83.6 91.9
4.0 16.4 7.1

M 3 FRTLUE H, Bl e MBS ] (R R,
SR ARG PR, NI TE R 2 h i), SRR 3
BUFOBCR 87.4%); N 3 h I, 4l f i (4l 91.9%);
CEETEIE, RN 2~3 h #m].

1.2 3-|E-4-{E IR EIKIE(DOAF) /I 16 /K Nz #l
IR T

T 3-2 - 4- 15 R 5 A (DO AF) 45 4 Hh Ji 2
A —w e, EEESArE T, e SEA
A BEAT TP A S AT B B A T, ARl
MR, KIe OH 133 3-% Fk-4-1% W e 3 Al = ng
) Gl | WESEY e T R I A | | B 1 | BiBUREER )
HRHEAS IV, BT IV PRAES W, KRR
DAOF Fl 3-ZJ&-4-1& WAH 5 R . /e S A A7 AE
T, 3- % HE -4- A A g R G i R R A AL BB R K

=AY O A 22 1 il RE 3 A SN =
BAEWEE, PP A2 B H A B, W S i -
1 30 C (DNOF), HE AL s AL W, Scheme 2.
I /N, .
JoN
NN PoN
)\_/S; KOH NN
—
HoN NOH H2N>—S:N—O'
HOHN HO—NH
DOAF “/I
l KOH l isomerization
/O\ /O\
O 0, NN NN NN NN
\ ) N\ /N couping >\—/$/ \\8\—( I/ I
S +
HoN NHOH  + \}\1 NP T—N NH, HQN)—»T"NDQ—<NH2
- 2 "ON NH -
ON NH o ON s NH
! 1 m v
hydrolysis
o
NN JeN JON
\ /e NN NN
K
HN>—S/NO KOH W . W
2 oN” HoN NOH  HyN NOH
DNOF-K ON HOHRN
DOAF
Scheme 2
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s b, RIEE R R 3-E FE-4-1% R SE Y
B ERAS B3-S L4 WAl Ml R nE, A IF A e, R
F TLC FREZTFBEAT LAIER 3-2 3 -4-15 S i g 5wk ny B
fEAEARIL N AR A S o0 A, VO 3-2 KL -4- 18 T A T 2
WRIAAR AN 2.
1.3 3-FE-4-12 2= F5 E K18 (DOAF) 89 7K 8 K2 2 #l
RS

FH/KE 45 DOAF I, &3 DOAF ZEhn# 60 CJa,
RAET KIBERNAFENT 3-2FE-4-(N-FRIEBR WA, B
RS = /e e s W O R o e S i) [ &3 e e =
X R B S A i s, R R AT X
TRk, R 3-E A4 TR LG R R, AR5 Ak
HIKIEF=H) 35 Fh-A-(N-FRFETERL)RIE, AR 7K M S
MLFRUN Scheme 3.

o)
’ ° /O\
NN . NN
Pgi op MO W
HoN NOH _ 3°
NOH
HOHN HN H,0
DOAF HOHN
H
O O
NN NN
\ /) —_— \ /)
HZN)—%/OH HZN)—S:O
HON HOHN
Scheme 3

R T UL BN HLER, BT T BRI A E R MK R
N, SEEGIRAFNCR S AEEAFIN 3-R IR -4-(N-FR LRI
WA, AU TETSGAIE T 5 S ATLEE (1 & B
1.4 K(DNOF)H,0 B @R D

K(DNOF)*H,0 St A 1153 T 45/ WK 1, AR gh ik
Wi KN4, FEEK R My TR 4,5 .

SFTIEE 1 AR KR Y, K(DNOF)H,LO i 44 o 4
BRI ECN 10, HE R A 6 MR TR 4
ANERTS X 6 MNMASR T AR E: 2 KL 2 Mk,

WRIAPAMINEAE RS, 4 DR 7oA Ak A2,
K HWRPARR; BT OEAE R RR 148, R T )
B FRT ISR TR, A R T A LR S,
H# 5 AT 0, K—O BB ICATE 0.27619(14)~0.34045(15)
nm 2 (i, FHEEKA 0.29406 nm. 55 O(3) 547

oQ)

B 1 K(DNOF)-H,0 [1)4 T &tk
Figure 1 Molecular structure of K(DNOF)*H,O
#* 4 K(DNOF)*H,O fb k& k8t Sk e 24

Table 4 Crystal data and structure refinement parameters for
K(DNOF)-H,0

Empirical formula C;H4;N5;04K

Color Black

Formula weight 213.21

Crystal system Monoclinic

Space group P2(1)/c

a/nm 0.7639(19)

b/nm 0.7034(17)

c/nm 1.436(4)

al(°) 90

pI(°) 101.025(3)

y/) 90

V/nm® 0.7573(3)

Z 4

D/(geem ) 1.870

w/mm’" 0.695

F(000) 432

Goodness-of-fit on F> 1.057

Final R indices [/>20(])] R;=0.0349, wR,=0.1027
R indices (all data) R;=0.0382, wR,=0.1056

RS FEEKA)M THME)N
Table 5 Selected bond lengths (A) and torsion angles (°)

C(3)—N@3) 1.350(2) NQ)—C(1)—C(3)—N(@3) —40.2(2)
C(3)—N(@) 1.356(2) NQ)—C(1)—C(3)—N(4) 137.37(16)
NG3)—0(Q) 1.2626(19) N@4)—C(3)—N@3)—0(2) —175.61(14)
N@4)—0(3) 1.2625(19) C(H)—CB)—NEB)—0(2) 2.3(2)
0(3)—K(1) 2.7619(14) C(1H)—C3)—N@)—0(3) —1.9Q2)
0(3)—K(1)#3 3.4045(15) C(3)—N@#)—0@3)—K(1) —86.4(2)
0(4)—K(1) 2.8218(15) N4)—0(3)—K(1)—0(4) 178.7(2)
O(4)—K(1)#6 2.8579(15) N3)—C(3)—N@#)—0(3) 175.99(14)
K(1)—K(1)#6 4.4278(11) K(1)#3—0(3)—K(1)—0(3)#3 0.0
K()—K()#3 4.5401(12) K(1)#6—0(4)—K(1)—O(4)#6 0.0

¢ Symmetry transformations used to generate equivalent atoms: #3 —x+1, —y+2, —z; #4x,y—1,z; #6 —x+2, —y+2, —z.
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BT K—O #E[0(3)—K(1), O3)—K(1)#3]5>
AP K—O S ¥ 5 A s K 1) K—O 8, 437K
0.27619(14)F1 0.34045(15) nm, XLLHEK IR O RkiE
K—O #KVER . O(4)—K(1)AT O4)—K(1)#6 K5
& 0.28218(15)F10.28579(15) nm, W] K(DNOF)+H,0
rn A 7K BT 7K, PIASZK 23 H AR 5L A A I
1T VR IR T DU G A 3R K(D#6—O04)—K(1)—
O(4)#6, WANPI & il I AN A A4, JF BB G 3
1) K—O B ARHHax, 1M KQ)#e—O0(4)—
K(1)y—O(4)#6 & 0.0°, HE—SFRMPIAN K53 Fpy A~
BT T — MR NEGI, HmE&ih K1)—
K()#6 B, K4 0.44278(11) nm. [FF, O3)—K (1)
OB)—K(1)#3 MK 0.27619(14)F1 0.34045(15)
nm, —ffiff K(1)#3—03)—K(1)—O0@B)#3 K 0.0°, F£W]
I3 F I A S PN S T R T AN DY e
G, o K(D)—K()#3 By 0.45401(12) nm; 1X A4
BE AN R T 5P IE A B, B R T — A
KINTCEEI. 1T iR e 2 e &
N, fRRET 3-F 415 WA WA AN R R e A7 A, 1T
HA L K(DNOF)*H,0 HE1% R 5 AEAE K J5L AL

K(DNOF)+*H,0 fhAH C(3)—N(3)H N(3)—O0(2):
K3 HIIE 0.1350(2)F1 0.12626(19) nm, i C(3)—N(4)Fl
N(@—O3) K472 0.1356(2)F1 0.12625(19) nm, 43
ML C—N Fg A, B N—O XU, X C3) —
NQG)FHE C(3)—N(4). # N(3)—OQ)FIH N4)—O0(3)H
BERILFARE, K78 NG)>—O0Q)F N(4)—0(3)
S DU AR LB A, A N@)—C(3)—N@B)—
O2)F1 N(3)—C(3)—N(#)—O03) 7> HI A —175.61(14)°F1
175.99(14)°, #tWEE N(3)—OQ)F N@)—OQG) 5 1
CE)IPi, 22— LHedit, B N3)—O0Q)M N4)—
O@3) ¥ LA Al 3 % A7 A B e W8 45 7 UL W], 1 A
N(Q2)—C(1)—C(3)—N@G)Fl N@2)—C(1)—C(3)—N(4)7>
W —40.2(2)°F1 137.37(16)°, R BR Fir £ - 1 A
N3)—OQ)F N@)—OQ) e Fiin KA —EJeff, ¥l
A HE T AN REAR A7 1) 55 R PH PR A7 1) AL B

2 #ig

Ll DAOF b5k}, £ d %k A0 R NiAS 214 IS
HR A 11 75 A XU 5 R A ) ——3- 2 k-4 SR
JlE AR (DOAF), JMit 24, il RS i F BT
JLEERIAT T RAE. Z58 T Wafb R N O i R 22, #ff
SE T IEH N AR ACOF/NH,OH-HCI/CH;ONa 14
JUEZ A1 2203, RN K30 °C, JVHTE A
2 h, YEN 87.4%. RGWIIT T DOAF (W NPE, Bk
RILT DOAF FEBRMESAT T AR BAL RN, 7 2 %
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H=¥1 K(DNOF)FI DAOF, FHHEMl T ] B 1) [ v
L. JF/ET DOAF {ERRVEAKEE N BI7K MR S NS,
FRAF AL SCHRARE R I AL B ) —3-F FE-4-(N-FR J
BERZ)RRIE, JEAT T 85RAE. 5597438 T K(DNOF)»
H,O M, ShIRZE R HT R W], K(DNOF)*H,0 Jy Bt
&, BN P2(1)/e, SHKAHEE 1.870 geem . (L&D
DOAF N EE e Ak, FIAILR VG, A%
AR A A B R A R A 4.

3 SCISERS

31 NEHIEH

ZF-1 B =808 it Bruker 27 AV500
T4(500 MHz)#E T il PR 1% 4% ; 3L [E Nicolet 2 #]
Nexus 870 7 HLf A5 e 21 S e 43 96 [ #0343 =]
HP5989B 7 i 1%1%; 7% [# Elementar 2\ ] Vario EL III %!
HalmA NGRS 2 [E Varian A#] Varia n
5000 2 S R AH L .

DAOF( N, kMR (36% ~38%) AR
EhRFANG . RN, BE. SEAEES Sk arHr el
3.2 3-T|E-4-BERRAISEKIA(DOAF)H &

32,1 3-RI-4A5FNT X A (ACOF) 44 %) &

S CHR[13, 147778, =i, # 100.0 g (0.7 mol)
3- R F-A-fEF 5 ER I (DAOF) 5 700.0 mL 7K 534147,
SN 383.6 g WERIR, HiHERPE, VKERA PR —5
C Ja, W 50.0 g (0.71 mol) NaNO, M Fl/K ¥,
£ 0~2 CTF/RM 3 h, HIAFES 20 C KNS h, i
P& IKVE T LS 91.4 g, CE 79.1%. FAARILL 9
1 1) Sl AR E 45 b Ae A A, 4R 98.7% (A
). m.p. 196~198 ‘C; 'H NMR (DMSO-d,, 500 MHz) 6:
6.24 (s, 2H, NH,), 13.39 (s, 1H, OH); “C NMR
(DMSO-dg, 125 MHz) 6: 154.44, 142.31(WCIHIE), 126.93
(C=NOH); IR (KBr) v: 3460, 3336 (NH,), 3249, 3206
(OH), 1628, 1531, 1435, 1040(WH ) em ™', Anal. caled
for C3H;N,0,Cl: C 22.17, H 1.86, N 34.47; found C 22.34,
H1.82,N34.11.

322 3-RA-4A4% 52 BT H ok 7B (DOAF) 89 4 A%,

S R[S, 1617715, =il FH#F 1.39 g (20 mmol)
ERIRFLHEAT 1.08 g (20 mmol) FHELEHIE A T 30 mL F %
o NN 1.62 g (10 mmol) ACOF; e 1 h J&,
I 0.54 g (5 mmol) FEEH, BT 30 'C frR¥F 1 h
ok PERR 2 AL TUE, DB 2808 5 UKOKYE, BT
HEM AR K 1.37 g, IR 86.5%, HAMAEEL 90.3%,
CWFE LS 5T R AR £, 20182 97.7%. m.p. 129~
130 ‘C; '"H NMR (DMSO-d;, 500 MHz) &: 6.07 (s, 2H,

http://sioc-journal.cn/ 1759
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NH,), 8.73 (s, 1H, OH), 8.81 (s, 1H, OH), 11.04 (s, 1H,
NH); “C NMR (DMSO-d,, 125 MHz) &: 156.03,
148.12(WEI ¥F), 140.26 (C=NOH); IR (KBr) v: 3437,
3394, 3328 (NH,), 3206 , 3219, 2926, 2849 (OH), 1636,
1576, 1017, 976 (M<MI3X) cm ™' Anal. caled for
C3HsNsO5: C 22.65, H 3.17, N 44.02; found C 22.05, H
3.05, N 43.92.

3.3 3-|E-4-{E RIS EMKIE (DOAF) R M TR 5
33.1 3-RHA-4A45 5 5 H ek A (DOAF) 69 AL 7L

VK R 1.59 g (10 mmol) DOAF JIAF] 30 mL
b, BRI AR I 0.28 g (5 mmol)E AL, fEF
WG 2SN 5 he il JERR ZSANE, I IEH I 20 mL
Zlk, FoOTEE ST H AR A A ——K A 3-E(FE4-
A8 VA HE M B £R [K(DNOF)*H,0], £ Bk vk i o 15
0.48 g KB K, KK 49.7%. 4liJE 99.8%, m.p. 175~
176 °C; BR8P BH R G R EKYE, 19815 5
R 3-20 H-4- 1 2 5 KR (DAOF) 0.64 g, I3
60.8%, FHin2lE 95.0%, KH 455131400 99.5%. m.p.
189~190 °C.

[K(DNOF)+H,0]: 'H NMR (DMSO-d;, 500 MHz) 6
3.37 (s, 2H, H,0), 5.10 (s, 2H, NH,); *C NMR (DMSO-
ds, 125 MHz) 0: 155.84, 138.60("kI[I¥1), 189.87 (C—
NO); IR (KBr) v: 3578 (H,0), 3436, 3380, 3294, 3169
(NH,), 1635, 1522, 1153, 997(HKIF3E), 1587 (NO) cm .
Anal. calcd for C;H4;NsO4K: C 16.90, N 32.86, H 1.87;
found C 16.55, N 32.49, H 1.87.

3R FE-4-fEE 5 FEIRIF (DAOF): '"H NMR (DMSO-
de, 500 MHz) 0: 6.17 (s, 2H, NH,), 6.27 (s, 2H, NH,),
10.50 (s, 1H, N=0H); *C NMR (DMSO-d;, 125 MHz) §:
154.53, 144.06(MEIHFE), 140.17 (C=NOH); IR (KBr) v:
3442, 3338, 3336 (NH,), 3205 (OH), 1670, 1620, 1533,
1007(WMER) em™'; MS (ESI) m/z: 142.02 [M—H] .
Anal. calcd for C;HsNsO,: C 25.18, H 3.52, N 48.94;
found C 25.47, H 3.58 , N 48.39.

33.2 3-RHA-4A4% 5 M5 H ek A (DOAF) 9 7K fif R AL

S CER(171)77%, 35 CF, ¥ 1.59 g (10.0 mmol)
DOAF fIA %] 30.0 mL /KH, #HEB5) fEmA 1.3 g i
1%, PRFFICEE N3 h)E, FHE A 50 CLRM2 h, 4
THYE, BRulvl. HIEME T UK R RIe B, Ak
P e 2 g, IEUFTERA R s AR 0.95 g, i
65.3%, KELE G E O 0.75 g, 40 99.2%. m.p.
190~192 °C; 'H NMR (DMSO-ds, 500 MHz) J: 6.330 (s,
2H, NH,), 9.538 (s, 1H, OH), 11.801 (s, 1H, NH); "*C
NMR (DMSO-dq, 125 MHz) §: 156.112, 139.317(W:Mf1¥F),
155.303 (C=0); IR (KBr) v: 3479, 3332 (NH,), 3109,
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3041 (OH), 1676 (C=0), 1639, 1616, 1589, 1013(WENH
) em'; MS (ESI) m/z: 143.00 [M—H] . Anal. calcd for
C;H N,O5: C 25.01, H 2.80, N 38.88; found C 25.03, H
2.76,N 37.72.

3.4 K(DNOF)*H,0O B &iEF 5N E

3.4.1 K(DNOF)*H,O # 3z

FREL 1.2 g 411 KT 99.8%11) K(DNOF)*H,0 [ filkE
ft, I\ E FEERUK AR AP, fre i )a, o
WA, 1330 5B ORBORE T TR+,
10~15 °C ME 1 G, JAREOHE NPk
T 24 KN R AR BE A T 5 A AR B 23 A
3.4.2 K(DNOF)*H,0 ¥ dh 0| %

PEHUR )4 0.36 mm X 0.21 mmX0.14 mm [F) 245,
7t Siemens P4 BIPUEATHAL |, H Mo Ka HfZk@A=
0.071073 nm). A sERAZE, 7E296(2) KiE T, o
7 X, FIEHE 2.720<60<<28.31°, —10<
h<10, —9<<k<<5, —I18<</<X18, FLULEATH A 4418
A, HAR A7 A5 4 1829 AM[R(int)=0.0224], EH 1>
20(D)F) 1829 AR TERIMENEIE, 2S5 E
AR B SRVEBE, T T AE
SHELXTL097 FEFP A5 il ™ L iZtb & Wit dh i i &
WO T- SN il R EE 2, 4w CCDC 930527.
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