1036 R, X1 1, oo 4 6 9T B B 0

XEHS:1006-9941(2019)12-1036-07
3,5-"E-3,5- TR LEEAR 5t

h R NTHEREIEE,FEE
(WEIRMAFFHRTH, BT WL 710065)

OE: P, 3- MR R SR K AR A S RO A BT R R T T (ENA) B 3, 5- Tl -3, 5- AU Ak B A
(DNDA7) ,ENA YR K 80.6% , 4l FF 9 99.3% , DNDA7 YR K 67.7% , 4l FE 7 99.0% , B HE J 54.6% . FJLLAMGIE A% wE IR
FOGCE Sy R E T G54 o Ak T WS4k K A0 46 S BN 2% 1 L 0 5 2 R S Ak 7K it 2 R 45448 < T AR 390 R 20% & AR B AR v i 1
fil Ak IR B =5~0 °C, /K fifh ¥R B 20 °C, /K fif 15 18] 30 mins B 40 G SN 251 R« LAF I/ 22 3 W RS JEE SR B 1205, W I 23~25 °CL, )X
REAS ] 30 min. A 22 75 £ it 5 R (DSCOBEFE T DNDA7 P40 fi 5 0 K 5 K K 25 3 FI4L 20 i A 2 P, 45 R e 1, HoJ o
77.3 °C, ¥ R IR 260.8 °C,DNDA7 5 RS A MER T, 5 1 5484 i L MURN 2R & U4 /K H il Bk i A AR 25, 5 4 A6 Al

1, 1-84 32, 2- Al 3L 0 D AR AR5 25 5 R T V245 G)B772A-1997 J7 2 i g8 i B H,,>125.9 em BRI E O 4%,
EHEIE . SRR IEF 3, 5- A AE-3,5- AL S (DNDAY ) s S AL 5 K i s 46 A

FESES: TJ55; 062 XEARER: A

DOI:10.11943/CJEM2018289

1 58l 5§

LR A e Ak ) EL A R R B TR B IR A A
IR KBS W) ST YRR X 3 o NS A R R
A TE 7R RN M & B 2 A O RSB . AR R
N, N'-Z e 7 F 5L 1 e (DNDAs) RN YIE R
ARG YA, L A A AR A M B L R B
WF 5T S BB 2R 790 7R 10% B9 Ak H il 28 4 i DNDAss
A, 4 MPa FHAEEM 4.1 mme-s ' FEMEE 3.1 mm-s™,
RE R AE A 21 18 [H Langlotz Al Mueller % & 3L & T
24 25 0 FHZ S A BB SR, 7E-50~70 C I Rk % 3K
AR (0 AR R AR, ATl o 9 PR R AR = 10%~
20%. T DNDAs F 51 35 % 5 i) 0 5 P g | fff 2L A
SRy i AR T A 0 SR N ATG TR B R R 24 O O A A
A Mo 3, 5- TRl -3, 5- A 4 Bk (DNDA7Y)
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SR BT LR (0 TR A e 1 B R, ELAT 5 R X B VR
SE ML 5 (260.8 °C) FIRE B 40 (MEFA 5841 J-g7') %
Pt M EE S S E F AT R T A U
FITLH R T MG TS RS BT R E AR
(P Btk K i AR T4 A % 2 0 R, HLh )ik
Iy AR E R 22, 5 KR E) R AR (23R ) 5
W 5 55 )

£ DNDA7 W) Z Fl 5 7 v, = & 3R IRk o2 fe
HA il A8 0 A 87 i BT A7 78 K A 0% IR
(49.8%)""7 Ji5 Ab B4 2% (vh ALK 75 AL L4 B 45
B AR 2 (=5~0 °C)PO AR ] 29 DNDA7 &
BT TR R TR o Ry e, AR 5 A e Sk b A7
TER IR, NS B0 25 SR 40 17 1,3- 2 0 561, 3- i 4
ik (DEDU) K fi# MLERL , 3331 T R OK fig . LA 5 H
B4 A T2 ik T ROV 4%, 345 T DNDA7 ¥
it FAE T 25K I W B il R e R A M S PR RE
DAY SR LA T 07 AN Tl A s 424 T L B S %

2 LIGERSY

2.1 UEH5RA
NEXUS870 %l e B - 75 3 21 #h 56 3% A%, 5€ [# Ni-
colet 28 7 ; AV500 7 (500 MHz) #8 5 1 fif 4 38 o 3%
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%, 7 Bruker 23 7] 5 GC-2010 %Y 5 208 M (354X, H
A 5yt s VARIO EL T2 56 3 43 A 4, 7 [E Elementar
AW 5 DSC 204 HP B [k 22 78 43 4 #7815
Netzsch A A) .

1,3-ZCHE Mg, B gt BT hr T 3l 5% 5 B R L 4 A
afi | P4 A R A A R A PR W 5 2 R P IR A B

R Bk, 43 By 2, A B e Ak TR s S be,
af ARG R By A RA R AR, Tl 2= M
itk
22 BREL

DL, 3-Z 3Ry R, 26l K iR i G =
RN AT DNDA7 . R %4k an Scheme 1.

0 NO, O NO,
I HNO, [ | H,0
CH—NH—C —NH—CH, — o> CH—N—C—N—CH,— > CHNHNO,
o DEDU ENA
H.sO NO,  NO,

C,H,NHNO,+(CH,0), ——»

Scheme 1
2.3 AHIERE
2.3.1 ZHEBER(ENA)BIE R

¥ 132 g (1.14 mol) 1, 3-- Z 3R % F 200 mL
A R A W, G2 g I AR 278 g it R R
98% I ¥ 1 B2 A1 233 g 20% % M B 12 41 Wi 1) TR 1% v
YEAT A AR B, SR i =5~0 °C, Ik 58 Ke I, I ML
RAYE A 400 g kK h B . KM Rl JHIR 2
20 °C, H FFHE AT /K ff SR, 7K ff 5 TE] 30 ming, Jz i ¢
1B 5, K AR 43 2, — 58 W o8 AR T 7K i 1R 8 1 A
i, WA AR E G E AR 165 g, IE N 80.6%, 4l [
499.3%(HPLC) .

'"H NMR (DMSO-d,) 8: 1.012 (t, 3H, —CH,) ,
2.215(s,TH,—NH),3.243(m,2H,—CH,),"”C NMR
(DMSO-d,) : 11.787(—CH,),42.701 (—CH,) . IR
(KBr,v/cm™):2950,2898(—CH,),1574,1336,738
(N—NO,),775(N—H), 7t % 5 #f C,H,N,O,(%) : B
WAE,C 15.79,H 5.263,N 36.84; S ,C 16.16,
H5.312,N 37.28,

2.3.2 DNDA7HI& K

H% 45 g(0.5 mol) Z e #17.5 g(0.25 mol, LA
M) Z2 W EEM AR P, # A 120 mL & H
Bt P PE R L E 25 CHE L% 120 mL 75% Bt 2 i Wi ik
1346 ROBE s B Im ORI HE 30 min, SRl H —
S B A, FE OB A oK SRR B T 5, 2 Wk 4 15 11
@EK 32.5 g, R 1 67.7%, 4% 5 99.0%(HPLC) .

'H NMR (DMSO-d,) §: 1.181 (t, 6H, —CH,) ,
3.894(m, 4H,—CH,—),5.634(s,2H,—CH,—),
“C NMR (DMSO-d,) 8: 11.857 ( —CH,) , 47.857
(N—CH,—C) , 66.01 (N—CH,—N) , "NNMR
(DMSO-d,)8: 190.424(—N—), 351.687(—NO,) .
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C.H—N—CH—N—C,H,

DNDA7

Synthetic route of DNDA7

IR (KBr, v/cm™):3012,2983(—CH,); 1539, 1281,
762 (N—NO,) . JCE 51 C,H,N,0,(%) : BB {A ,
C 31.25, H 6.250, N29.16; ¢ il {6 , C 31.04,
H6.123,N 28.59,
2.3.3 Ao

FHEETA910 2R FHi i AL (DSC) , S50 4514
F AR T 60 mL-min™', JE#E 4 1.0 MPa;
FH R B4 10 C-min™' ;A 0.5~1 mg; AL L
2.3.4 LA R E K

4 GIB772A-1997 J7 % 601.2, FI FH 4 7 2%
I 5E T DNDA7 B8 8 B (Hy,) o I 25 128 - 7%
T 3 2 kg3 FE AL BT 30 mg.

R G)B772A-1997 J5 % 602.1, F| FH & 52 Jak i
XM E T DNDA7Z (14 B #82JR BE o 4t 2% 1 oA - 438 i o
i 1.5 kg #2411 66°; FF il BT 5 20 mg; KK 2.45 MPa;
W BE 15~25 °C 5 FHXHE E <80% o

3 ZR5WiE

3.1 KRR
3.1.1  KfE#HLIE

I FH i 55 0 1 7K i 2% AR i 4T DEDU K fif I, 1%
NME LA AT o NS L 43 B, B f& DEDU J& — Fl il
FEIRFEATAY) , HK A8 T 2R B U RN, R 72 i R vk
JE R B Y R S K i S N R BN R . SRR
B 1R N S i 7 A W o =T B i NN T K
DEDU 7K fiff Jz i 47, 15 75 /K it i SE A S, B R T4
e ENA WSS RN 7= 4 4l B2, O 40 5 S g B ) B9 0A
P, 3-AE AR 1, 3- S 1, 3- A A IR (DMDU)
M, 3-Z -1, 3- T FE IR (DEDU) 1Y 7K fiff M B 3
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W, 5 2R N A P AT 3 R DDA O Bl
B WARHE AT i H L HYRE | 2 2 0 A, s 1) 7 BH A%
BRI IR AR i 9 285 1 M 2 A 3 I, K A SR T

NO,OH  NO,

HALFLIL Scheme 2., L, SR 42 & 0K & B R e S AN
TR AR B A T B, 5 Ak KA SR A PR K i R T R
FEYICR AL S g R IR T X — a5

OH NO, NO,OH NO,

ll\l —C,H;+H,0 —»C H,— l!l—l —ll\l —C,H,

OH—H
+

—> CH—N—C +H—N—CH—> ;| g —OH#HO

|
OH
by

r\fochH NO,
—> CH—N— IC OH— CH—N—H+HO—
H—OH
+

\_/

—OH+H"

4“—O=0

H,0+CO,

Scheme 2 Hydrolysis Mechanism of DEDU

3.1.2 FREERIREIT ENA W ZE K Z

TR AFRAAR 2R 1 L TR VA R 5 Y 1 2 B e B R KK
FHE A 56, Y v il 12 AN VK K R 2 18 5, D I TS 18R 4 1l 72
Ak 55 B T Wk A DG, 356 TBUK e s g i B 20 °C, ik 52
B PROR B R 30 min, % T VR B R (T R E
98%) . 10% & i R ( — AL B Il 4 43 B0 10%)
2o%7idclﬁﬁé(:ﬂkﬁ BN 20%) .30% KM

iR (= AL BT & 50 B 30%) . 40% & MR B iR ( =
%Mmmiﬁg&ﬁ40%)XT7J<%’%J§T“LI&($E W, 4
HWFE,

R GIRIK LN ENA R AY 52 e

Table 1 The concentration effect of sulphuric acid on ENA
yield

sulphuric acid concentration yield/% purity/%
98%sulphuric acid 65.7 82.8

10%S0, 74.5 89.9

20%S0O, 80.6 99.3

30% SO, 80.3 99.5

40% SO, 80.5 99.2

M1l DLE B S R 4 5 h SO, & /i
B VR R A FR b R Wk R A 3 ENAE@LI&(%W@
BB BE 2 TF R, B ER 4 4 i SO, & i ik F] 20% B,
B2 % B 15 35 5] 80.6% , MU 4l B R 99.3% . Hk
fife ML B AT R Wk B I g 6% 42 1 b a] 4K DEDU 1
PIN e | B 7 = (P e B
Gy SO, & BE RGN, R B A W B A8 k. PR, B
JEORE Ak A £ BE 5 B8, 2R FH 20% & B R R0 R A
3.1.3 KRBEX ENAW RN

P S 56 AT, 2 TR VRE) A VKK AR R, Y i
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0 C R FR PN AER M, U DEDU B 4 JF I /K i
B 5 PR 2R TR 4 v A Bl 2 1, 1 P X
DEDU 7K fif A & 4 FH o 3 Bk il 12 TN 20% & i
MR 4 BT TR, R 58 HE J5 AR R B 18] 30 min, 5 48 T i
JEE X6 K gt S BRI B AR LR 2.

R2 O RKMER X ENA ISR 50
Table 2 The effect of hydrolysis temperature on ENA yield

hydrolysis temperature/°C yield/% purity/%
0 58.3 82.4
5 64.1 86.1

10 70.5 91.8

15 76.9 95.7

20 80.6 99.3

25 80.5 98.9

30 80.2 99.2

HH ¢ 2 0T LU Y, Bl A T 00 T i B I AR 4l
JE A B 2 TR, 2 RN T SR B 20 CH R IR B
s ] 80.6% , MLET 4L R 99.3% ., H 2, i E
o WA A B A B R AR Ak U I R R B T K R R
ISP, AN e KR B2 e T R Ok i — DA HE ISOR B T
(7] Fof 30 e v, 2 AR &R S R, K i o
B T R IR AW AT R AL, T B 2D TR
PRI, 35 432 S 2 i B 2R 20 °C
3.1.4  JKFRRTEIXF ENA W 2R B 20

F A A TG TR R FH VKK B B I ST BT BA K
Wt B R M R L TR — 0 AR AT AR B I [R] N 5
B K AR o 3 ECH A TR AT 20% & M B 1R 4L TR R, K i
I E 20 °C, 25 %8 T B[R] 7K fife 5 S0R 1Y) 52
R,

A A AL www.energetic—materials.org.cn
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80+ S o——0
754 /

yield / %

10 20 30 40 50 60
time / min

BT KA B R] XS 0T 23R 114 5
Fig.1 The effect of hydrolysis time on yield

1 AT DU Y, B 2 N7 B ] 3 i Bz 1 Ae 2 A
B 22 Tt 24 R0 E] IS #] 30 min i OB IR
K% 80.6% , AT Al 4 99.3% . {HZ, Fifi % i} 1] 4k &%
B R AR W ARk, AT BE SR IZ A5 T DEDU
C A K A, 35 B s A SE A S ) LA 3 5 e AN
Ko B, 843 BB E 2 30 min.
3.2 BERK

CAE S 2 G B 8 T 2R A% A R I T
H* 3 e H S 3 T By 1 | 1) e LA 15 2 T 4
BB, ke 5 O a8 A i B AR .
TR 1 9 2 TE A RV PR3 L B T 5 S W OB
BEAZ B, B, RN R AR AL R B T kAT,
L N7 B[] A R 355
3.2.1 R X DNDA7 Y 2 (9 8 1

TE IR VB R 25 °C, )R E] 2R 30 min, %48
IR EAES Ll 3 SN ROk R ra Tl & S AT
W3,

F3 K DNDA7 IR 5 1
Table 3 The effect of ratio of ENA to paraformaldehyde on
DNDA? yield

3.2.2 RMNIREX DNDA7 W 2K #E

T e /22 S W RS R EL R 1:0.5, ) B B i
A 30 min, % 5T IR BE 4R A RN IR Y B T 45
W4,

T4 LR DNDA7 R () 5 15
Table 4 The effect of reaction temperature on DNDA? yield

reaction temperature/°C yield/% purity/%
0 51.9 99.2
5 55.2 99.3

10 67.3 99.4

15 72.8 99.2

20 76.3 99.1

25 78.0 99.4

30 76.5 99.3

35 73.1 99.1

n(ENA):n(HCHO) yield/% purity/%
1:0.3 50.2 99.2
1:0.4 67.1 99.3
1:0.5 67.8 99.4
1:0.6 65.9 99.1
1:0.7 46.3 99.3

R 3T LUFE B & 22 5 W T 5 185, B iz i
R Th i, 2 O e/ 2 B BE IR H ol 1:0.5 B, )
NIt R iR B 78% , LA 4l E R 99.4% ., (B2, 2R
FH T FH o Ak 2 1 I i WO TR BR R B, R R 2 R I
ot it 55 SRR B4 A B, 5 B DNDA7 I
REME, FEBCRE TR, HL, RN 1:0.5,
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2 4 0] LU, Bl A TR 00 i, BRI G L Bl
ZTF Y R Ik B 25 CCHE R R i g ik
78% , WL I 41 B 2 99.4% . AHJ2 , I BE T T+ & L ORI
AT B, AT AR R RN SRR AR AR RO R
R o PRI, 5 B g Ui BE R 25 °C
3.2.3 RN EX DNDA7 Y % /Y &

TEHL 2 M e /22 B W R JR Lol 105, SO i JiE
S 25 °C, 25 %% T W] IE] 46 G B 0 B s ) 25 SR
L2,

80
°

4

— o .

yield / %

10 20 30 4 50 60
time / min

B2 S R Ji) X6 oA R ) 5
Fig.2 The effect of reaction time on yield

Hi 2 0T LU Y B AE S2E I T) B 384, s i R
W B 2 TR, 24 5 0 TR] 3K 3 30 min i, J B i
K F] 78% , WL 4B Ry 99.4% o fELJE: , I [ FE8
WA 248 T B (HL ISR R RS AR O, T B 7R IR M 4%
HFTRHE 2D dd R RN T,
5 B e R TR B SRR N P 8K
HER R B[] 30 min

N XK 2019 % %27 % %124 (1036-1042)
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3.3 DNDA7 B R
3.3.1 DNDA7 Wy M gE

DNDA7 J& — Flr B A7 (IR I J sk 2R iy 35 98 5%, e )2
— R aefb W, HAT 2 AW R OE MR A A
FH 22 R F 4l B AR (DSC)WF5E DNDA7 By #45 fif
PR EE R LA 3,

15 1 exo 260.8 °C

}

—_
o
!

DNDA7

heat flow / mW-mg™
o (8]

|
(8]
1

N
o

773 °C
50 100 150 200 250 300 350 400 450
temperature / °C
E 3 DNDA7 /) DSC i1k
Fig.3 DSC curve of DNDA7

m K 3] LI, DNDA7Z )\ 71.1 CCHF L Rk , &%
KW BRI S 77.3 °C, G R :71.1~80.0 °C. Fifi
R B TE IR R AE 231 °CIHF LR R, 3] 280 °Cik
gk o, UL 231~280 °C 2 DNDA7Y i #8441 72,
TE R BE IR 3] 260.8 °CHT, H B 5 K g . 13004k
G W g E MR .

3.3.2 DNDA7 AN

RAMW RS KHELUL 5 W3 DSC 1 43 f# VR T,
Z 22 AT Ry 40 (B ) J2 P4l AE 25 Mk J5c % 9 4 0 -
B AR R T DNDA7 5 ok ke 258 FI 4157 () 5 = bRy
1212, AT R 0~—2 CH IR G R RAAE ;-3~-5C
R R B MR, /T -6~—15 CIRA KRR
B Bl AN 5 <=15 CCIRA TR R B, 25 1k

W T RES (RDX), B 645 (HMX) i £ K
(NQ) . R & & 4 K H it ik (GAP) il L i (NC) |
1, 1-8 -2, 2- i 58 0 (FOX-7) 85 K KE 25 % H
44y W 5 DNDA7 A M 25 SR 0L IE 4, BRI
100 mg DNDA7 54 4170 4% 1: 1R &, il iR &5 ¥4
FORE o R B REZY 0.7 mg, 58 5 0, T
F N 10 C-min™', JEJ1 1 MPa. 78 JE IR 4 5 4l A&
AR AR AN 50 mL-min',

i & 4 AT, DNDA7 78 77.3 °C 1 3 — B . 1 g
PR | X R H: ] 9 4 il ik FR L E 231~280 CH S5 2
B B, 26 3% oy Bt DNDA7 & AR H R A0, 5 2 IR
4 B HMX, RDX . FOX-7 . NQ.NC. GAP W 4y I ¢
281.4,237,229.7,246.8,208,254.9 CHi 3 T B i
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exol 268 °C DNDA7/RDX
- S~ °
= 264.0°C pNDATIHMX
s e————— 237.0 T
= RDX
z 281.4 °C
z HMX
100 200 300 400
temperature / °C
a. RDX and HMX
| 263.4 C pNpA7INQ
exo \/V_’_//‘/L’f
} 2005 C
o _ﬁ_/‘/\,\,\__D@Nf_EOX-Y
o 246.8 C
z \ NQ
z 229.7 C
= FOX-7
g Mm,’wﬁ
100 200 300 400
temperature / °C
b. NQ and FOX-7
exo] 2019 °C DNDA7/NC
A A 263.3°C
g d DNDAT7/GAP
E Y A080T "
= N
254.9 °C
= I '
o R L

100 200 300 400
temperature / °C

c. NC and GAP

4 DNDA7 5 K KE 252053 1 M E AR DSC il £
Fig.4 DSC curves on the interaction of DNDA7 with various

materials

[ 73 ik B 5 4% IR 7> 5 DNDA7 S iR G 5, )
LA H DNDA7 5 RDX.HMX.NQ #il GAP ) —JCik
B WA RO 7 /S AR U IR B AT S A N Y
I, W] DNDA7 5 iU a4 kLA B AR B IR B 5
KR WA [0 43 ff DT R L I DNDA7 5 FOX-7 il
NC B . JCTR & ) 19 32 2 53 fifk T30 P e T Al L 3 19 b
RO AR T, I E 115 DNDAY 8] 47 75 55 8 (14 A B
EH .

DNDA7/RDX{E & & £ 5 RDX #J AT,y 0.2 °C,
FW H A AR . DNDA7/HMX IR & 14 £ i 43 it

www.energetic-materials.org.cn
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U IR [ DNDA7 19 73 fift e i w5 3.2 °C, KB i A HMX
Xt DNDA7 i #4443 it B A5 400 /8 FH , s DNDA7Z/NQ iR
B R ZR 4 IR 43 51 L DNDA7 FI NQ Y 43 fife 1 T
P T 2.6 CCHI16.6 °C, £ IR A5 A e PE 1
SR il W R T s DNDA7Z/GAP IR & 1k 2 1Y 43 ik
WL 73 531 Lt DNDA7 FI GAP 43 W IR AR 55 1 2.5 °C Al
8.4 °C, KWW H IR A Ja #Fe e M1 o 3400 M 04 3R T
B BIRES R KU, DNDA7 5 HMX NQ Fll GAP JE A
% . DNDA7Z/NC IR A 1K & 1Y 43 fif 0 I e NC 1Y 43
R IE IR AR 6.1 °C, 2 B DNDA7 % NC 14 43 it ELAT 12 33k
YERD 8 NC 1) 43 fife 15 B2 S 01, P IR A & W Sl %

F&5 DNDA7VERES SR AL A W) 9 X 1Y
Table 5 The properties of DNDA7 and other compound

fie b BL 19 3 % s DNDA7 5 FOX-7 (1 AH 25 M 4 2%,
DNDA7/FOX-7 &A1& & 14 43 i W i b FOX-7 19 43 fift
WA 29.2 °C, % ] DNDA7 Xf FOX-7 4943 fift B A 2
HAEH], i FOX-7 B9 4 fit IR B2 32 07, M H IR G S B
T B e MR 4 5 LR Z5 R KB, DNDA7 5 NC,
FOX-7 AR A5 2%
3.3.3 DNDA7 I8

K GIB772A-1997 il X T DNDA7Z (1) AH 5% %
A, JF 5 LA B R I IR 1, 5- S AL -3 LA 4Rk
$t (DIANP) | B A 65 2 g i A6 Tl (NGOl =45 = 4 —
B AR (TEGDN)#EAT T PEREXT 1L, 45 R W3 5.

. molecular nitrogen density T, impact friction calculation of

meterial appearance o o )
formula content/%  /g-cm™? /°C(DSC)  sensitivity/cm  sensitivity/% explosion heat /J-g™

DNDA7  C.H,N,0, light yellow solid 29.17 1.384 260.8 >125.9 4 5841
DIANP C,H N0, light yellow liquid 55.99 1.337 245.7 >125.9 0 3549
TEGDN CH,N,0, light yellow liquid 11.67 1.335 215.4 100 0 3140
NG C,H.N,O, light yellow liquid 18.50 1.601 205.7123 15 100 6650

B 5T LUE 1, 5% H 3% 2855 DIANP . TEGDN (4)DNDA7 [ 5 1.384 g-cm ™, BEHERE H 4%,

FING Ml H, DNDA7 B % f & %% B2 38 op 5 3400 fife i
T R, HA R i AR s LB R R i o
5 DIANP AH Y A T NG, T 7 Ho i Ja 5 Al % 9 7]
B R AIE 5 3 FABE KT NG, 32 7 T DIANP fll TEGDN,
FIE Ay e R AT A T2 A 2 ) ORI B 2R UK S 24 1 R e 4
BEH AR % I, DNDA7 2 —Fh & fig ik ka2
PE B4 10 7 70 R (o IR i e 14 9 51

4 %

(& KM 456 % A T 3,5-2 4
-3, 5- R/ ki (DNDAY) SR LA IE Wt
PRANTT R W 55 R AE T H A5

(2)WF5E T B I B R[] 1 20 B 55 X6) 7K i
I YT A 5 ) R A e AR RN AR R 1 20% RIR R IR
SN 20 °C, B WA ] 30 ming 85T T R LG R
T B[] 55 6T 448 5 2 I MAC 238 11 5% W), B R e AR RN 4%
152« LA e /22 3R W REBE JR [ 10,5, SN I BEE 25 °C,
S EHE] 30 min, SR K 54.6% .

(3) DNDA7 [\ 45 f5 R 77.3 °C, #4430 3R N
260.8 °C,DNDA7 5 RDX (i H & TE 8 4, DNDA7 5
HMX.NQ #l GAP 5. A #1245 , DNDA7 5 NC #l FOX-7
W AR PR 2
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G RE H KT 125.9 ecm, A A 5841 J-g7', &
HH L% B O v BB R e B, B R Y o T

S5 30k :
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Synthesis and Properties of 3,5-Dinitro-3,5-diazaheptane

CHEN Bin, LIU Ya-jing, GAO Fu-lei, WANG Ying-lei, LU Ting-ting
(Xi"an Modern Chemistry Research Institute, Xi'an 710065, China)

Abstract: The intermediate ethyl nitramine (ENA) and the final product 3, 5-dinitro-3, 5-diazaheptane (DNDA7) were syn-
theized starting from 1, 3-diethylurea via the reactions of nitration, hydrolysis and condensation. The yield and purity of ENA is
80.6% and 99.3% while 67.7% and 99.0% for DNDA7, respectively, the overall yield is 54.6%. The structure of DNDA7 was
characterized by IR, NMR and elemental analyses. Meanwhile, the reaction conditions for nitration, hydrolysis and condensa-
tion were optimized as follows: 20% fuming sulphuric acid and nitric acid were used as the nitrating agents, and the recation
temperature was controlled between =5 °C to 0 °C for nitration reaction; while the hydrolysis reaction was finished in 30 min at
20 °C; and the molar ratio of ENA and paraformaldehyde is 1: 0.5, the reaction mixture was stirred at 23-25 °C for 30 min for
condensation reaction. The thermal decomposition properties of DNDA7 and its compatibility with normal energetic materials
were studied by using differential scanning calorimetry (DSC). The melting point and thermal decomposition temperature of
DNDA?Y is determined to be 77.3 °C and 260.8 °C, respectively. DNDA7 performs good compatibility with RDX, basic compati-
bility with HMX, NQ and GAP, and poor compatibility with NC and FOX-7. Moreover, the mechanical sensitivities of DNDA7
were tested according to the national standard GJB772A-1997, and it isfound that the impact sensitivity is H,,;>125.9 cm and the
friction sensitivity is 4%.

Key words: energetic plasticizers;3,5-dinitro-3,5-diazapentane (DNDA?7) ;nitration ; hydrolysis; condensation
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