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1. SEBEI OE TE JS L#5 i 1 I A VR A 1 2 B R IR 7 %, FLARREAE T N ik b
BT -

(1) Je B Pl 75 B AP RHAE B K I VRO B R 5 157 26 2o 01 08 N J T e 2 2% 0 45 L
T8 AT TR, B8 IR H AR B G BEAT I ], B A BT 3 HGITRT K, P U S5
DUAS T PRI VBT IR AR PR BE AR EE =11 1~1:2 2 F %% v B 25 [F) 20 3E N 38 i 4% fi U R e
AT IR A SN, Rl S RV ARE R A0 e R AT 1

(2) FEZIEIR P IR G FF R AR NG, 4k a2l — RV s AL f A osE s DL & B
I O TE AR, S SRR SR 7 A S S B HH VL 5 33 NP2 A S A B R

(3D 4 B o T8 S B2 T145 210 0 SR LI N 2 KO W R S, 1 1
FE L [ AR AW T, 7 S REBUT (R H S, 48 228 Smin, 338, JEUFLLKBEE 2 G, HUA
K E L b, 35°C MU TR 6h, 15 F OB ACIRIE 44, U3 80~85%, 1 1l 230~232°C ;

A BR 1D PSR ITUK VAR &y 40 ~ 50% ;

FIT ik ) EL I R0 T8 25 0 O EDIR S 1, TG o A B Il TE 45 M8 T B 450 BRI 450 L BROE
AR S 1 KRR S A B L B 254, JlTE 7K 77 EAE N 0. Smm~10mm

FIt BRI 0 T Js E #55 J 38 i A o Y AR T B2, 12 L 3R 43 FH 22 HUABE L2 266 1 R
ZBLHR R 5T g B R A I B R TR T R TR R AN B B S < SRR O
B N RG] 7 T R, i s B8 F3 AR AR AN [F], R G I B e K24 7108 15 ~
30bar 53 P G 18 25 44 73 B i A T8 45 A M s IR A B TE S5 1 P Bl B AL IE N
ARGERE, W9 IR S B IE 250 9 T R S5y BRI E5 0 B i SR S5 4 KRR S5 4 o B &
1), 188K 77 EA4% N 0. 5mm~10mm ;

A R LD o 428 il i R K 17 7K 3 VIR A 3% 0. 8~2mL/min, 458 il W& B R VR 3 A0 36
0. 8~2mL/min ;

IR (2O i I RIS FEAE IR TE S B #s P Ji B2 45 B I [R) 3% 24 80 ~ 100s, Je ST FE AL
%9 80 ~ 100°C ;

FIT 3R 1 38 i A o 2 Al T T e I8 28 A ke A Tl T T 85 ) Dy L 2R T 4 ) B R R S A
TWIBELER .
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EELL MURIE [z Ry 2% P AHER AMER ¢ Bt 7k ) AR E A B 75 0%

ARG

[0001] A HJE T HHLA B FAR WU, B AA RS S — i DL BRI 8 RO R R A I
TR Al 2 B I ) 792 S AR 1) i A A e B 5 T 8 AT I T S R g o, ) P R R R A i
BRIVCF) 7K U 2 SR 1 2

BEEAR

[0002]  AHZENE—FA HLA B R, 7R 245 _EAE L sk, e KRG ik, HTARCF
— 35 FR A N- B HE P R FE R e, R4, B 20 U n] DL ZE K, BT A RO g 2 5k
Al 5, W] T REZ R MK 2 IR H] . T A VLA B il & 200 2 R T2 5.
Al T E 2GRN TE M K 25 O C 1, 2 A A0 A7 28 K 27 RE A0 H i oK 25 DA R ] B A B R 45
TR [ 4% K E R G B LA Ay

[0003] WY, NG 3 B4 7= T 20 T EER A L 4 il PR 25 H R v S Bk U PR A 1
=]l | RSP R

[0004] (O BRFRIE

[0005]

H;N-CS —NH;

|

H;N-C(NH) NH; HNCS ~——H;N-C-= N + Hy§

[0006] T 25« BRVEAS R E, HP W P BIRRAL ) 2% S5 -5 A AL AR AR 5 B AR DAAH LI 4
IR K 2] 1) 5 T

[0007] (@ J4rlpR 25 R e V2

[0008]

HN—CO—NH; + NHNO; —» HiN-COH)-NHNO; + 2H;0
[0009] T 2585 ik a0 A B BPR 2 RS IR S I 3GBE , RL K A% (B P AR R KB %2 o
[0010] (B AIEFHEREE
[0011]

NH/NCS —— NH; + HNCS

HN—CN + NHMNO; — » HN —C(NH)—NHNO, + HO
[0012] L EZHFN BT R B, RN AEECNETZ] .
[0013] @ HHERANIE
[0014]
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ik i
HN—C N, H,0 50 pn ¢ NmNO, + WO

[0015] DAy fim B 455 il P K A 26 A A B, A il LUK, 3 2 B R AR 7= 1% 7 i i £ 2
i WA BRCE B TV, PAAE T 92% DL ERIRSIR A R, £F2 5 92% LA 1 kA% R 4
1:2.5 ~ 3 (EERACA 1D MFEEHEAE 0 ~ 20°C [, I AH BRI, UZE 80 ~ 85%. kIR
T ()35 A TR By, BN ELAAE S B R EREE AT o O 58 il i PAUKZK B e, 16, 8 LAK
gh .

[0016] T Z4F s %7V 75 il B R R 25 1, HL Vs Bl X 35 /0N, E 0 i B 4 ) B SR 5
B TBORSON BH , Pk BB, 2R G i o e A e i s FLUORSR A TR BRVE AR 7=, o) | s ) 25
Ab PRI ), e RESARFAE K, 75 2 5 FHECRIIT o,

[0017] 324 A1k, M4 W LA Corning fCM IS 7 S35 77 FBEAT I R IR R A A IR A A5t 7K 161
FRHFENTRIWE 7T o AR IR AL—FI7E Corning TG IE F I 88 P LLIESEIR 1 77 2R AL A B A
il 25 ML T 288 2R . 1% L 2R 20 s A TG B = 1] 1 R B IR, R} B 8 7] i) JBE VR
bl R I 87 () 12 B ) () 2555, E L0 & JU 23 B 8] P ¢ UACER (1015 B RS AL 7= P A

b SES

[0018] A< WM B i 2424t —FhAE Corning 15738 B M0 18 ¥ 4L S N 2% TP BEAT RS BR AR
IKTE IR B & R N, S EUA 1 T2 A EEER, 1% 12 KA RN 2R R i 45 1 ok /D A LK
TR, 1 B2 A 1 77 s 7, ELAEAR G R By 8] P9 B BR IS A28 i, A SEIGE PR TR K
P

[0019] 7Nk HH % S I WO I S B 3 Al PR JITC /K V4V PR A 1) 45 S I 7 1%, 4 B 3 20 3%
BHAT -

[0020] (1) S o7 o BT 75 B 420 0 A R I /K VA R IR IR 2, 15 e 43 ) 88N JR0 0 T S R 2%
5 B E T AT TR, Ve R E AR A A AT I A e A O T IR K, B i
Ut B ) AU R R I P A VAV IR AR R BE ZR EE =1:0. 9~1:100 ;4% 1] s BRI 1 7K 85 VLU 32K
0. 2mL/min~10mL/min, 45 i W B & i 3 0. 2mL/min~10mL/min ;i B /K I8 VUT B SN
10% ~ 60% ;28 FH % H v 2 2R [F A3 N3G 9 AL i A N AT VR A& S L, TR A R A HH 4b
AR AT I

[0021]  (2) fE AR IR G I R A R B, 4k 408 I — F 70 3 5% ot 2 fOi e A e DA
Je B B O TE AR, [ N R SE A RO ES B T, BNV A S AR R
2R NI FEAE O I8 [ B2 PN S D215 B 8] Dl 50s ~ 150s, MR E A 40 ~ 1207C.
[0022] (3D ¥ [ fRC T8 [ WA H 1115 310 S AV L B RN 25 UK R S 28 v, il B
BB, BARAWHTH, 5 RN IR S, St Smin, 38, JEHF LUK SRR 2 K5,
FELAK B 45 0, 35°C N B T 6h, 15 ok AR 14, Y26 80~85%, 1 i 230~232°C 6
[0023] AR EADER (1) FAEERMUKIE T &I BEALIZE A 40 ~ 50%.

[0024]  ARREDER (1) FAEERITA KSR R BE /R ELLiE 1:1~1:2,

[0025] AR BB B (1) A s il il B T 5 7K VA MR s A% 0. 8~2mlL/mi n, 4 il B R i

4



CN 103193682 B w Bf B 3/6 7

L% 0. 8~2mL/min.

[0026]  ZRJR HH D B8 (2) P iZ S M FE AR fRIC I8 s B 28 P s 192 458 BE B TE)A83% A 80 ~ 100s,
S AL 80 ~ 100°C

[0027] 22 B v B ks (540 3 5 A S 2R AR T S R 8 AR R AR T8 45 4 D L 9 R 3 T 6
B RIR A RLEIE LS.

[0028] AR BH BT IR ) EL U AL 3 T 45 04 IR EE M, 3G o IR G BB TE 5 0 T BUZ5 1) Bk
T L5 R0 CER T P4 AR 25 4 K IR G5 M B B 45 44y, I8 /K D BN 0. 5mm~10mm,

[00291 7% BH Fir FH A0 00 e I 248 D9 18 6 O R0 IR T e IR 28 5 12 I L 2 40 R 22 LA 3
Y BT R o AR BRI R A B A e RN I R A T R R E AN SR A &R
VUSROS o RN R G0 mI 7 J i I, 1 B 340 AN [ i AN [, RGP R B K22 46 77
N 15 ~ 30bar, AR PR TG IE 45 1) 4 B I I8 45 R R s R A AE B S5 M R R, B
WIE ARG K, 1850 TR A AW IE S5 ) R T LG50 BRI 45 0 BRI T PR 45 4 KTk &5
OB, JBTEZK 77 BN 0. 5mn~10mm,

[0030] A& BH R AT 3% 452 A 1 I I e 40 34 o A% Jo 2R ol T I R 2 R G0 B0 HE A R /K
PR VR A RN BRI FE =50 43, PR b 75 22 S0k P i e VR A A R — 52 B & 1 B
B, ARSI S SN B A TR 958

[0031]  AJR BH Firade FH )i T s B A8 A RRA o B0 465 B0 ke e B B3 L W 28 L U A T T U
JE BN E R G 4 T VU3 OS5, (200 SN #5 H 22 2 AR 20 245 1 e, B B) T
TR A 26 B A TG 2EL 28, AN 460 I i 5 S 30 B A — A, BRSO R 7, IR AT
BEFEATA . PG S BT RN B A A, PR T e e i P 4 B B B
AP ST IAA I S BRI AR 5 S TE 43 Sy L AR T 5 1 5 A o 2R R A
[0032] ARSI FAA LR DT 2R A

[0033] 1. ANJR R HH & SR UMM I8 S M7, [ B (8] AR G (5N 4R s 20 L R0 2 )1
arER, BEERR ST RN

[0034] 2. BT JEURMERCEIE F IR A AE, I8 RS i b, SN FE A, SRR IR i A &= 1T DA
KR, 9D T IRBRI =4, B Rk S i B4 &,

[0035] 3. ANk B AR FH 3% A e S LA A TR R B, T IR M UM R TUSR 2
KRR, T 3 T RO 1R, 38 f 1 75 M L2 P B L 1A 86 77 B ) vl 8

[0036] 4. FEAMGEITE [ BiA% A, MHERL T TR A A S B T A R A A I SO,
R R R R R R A AN e B R P I B, B R A, AR A

B 1352 PR

[0037] 1 1 R WL B IR e Pl 7 A 26 il R U S 2 1 Zim R IR 1

[0038] & 2 7R B P 0 AR REE i A e e B 2 2 L 5132 SRR, 3.4 HERLR, 5.
6— [5 7134, T- IHUEIE, 8— HHUT i, 9- 7 iR

[0039] & 3 NAK I RUETER KK 1- EIEIE Dy Refib, 2- .0 a5t DRt
B, 3-T- BURUEITE, 4- BRIGOEIE , 5- BRIEFOETE ISR, 6- 7K 20 IE .

iR
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[0040]  ZHRAIE | AR T EWHE, FIHE 2 2 E K, %8 NP - (D 68 1.2 1%
T TP R RS BR IOK TS AR IR IR o A 223 3.4 TH B 28, # B — B IR LU 3T AU RLES 7 5 1)
TS (S I 3 1 1.5 5) AT T (8 5 B iR 7K B S #D , B AN I R i
5.6 Ik 7IR IS MAR FRE T 5 (OSBRI A WORI AR IR R 22 1t TR i Pl N U RL 28 7 5 TR
Ak (GRS IUE 3 | 2.3.4.5.6 5D WIHATIRG A 5 (3) St o iE S NAS 2 1 74
A EN B UOKIR e, G398 KGE G AT B 45 b, 90 T8, 7RISR 9 W15 B S 4 1)
fiH LA

[0041] " e gk S it 9 % A BRAE R — 25 U BH 5 L AN DT b B Al A B I P 25
[0042]  SEjafs) 1

[0043]  COFTHZEE FELLIRMORIE S 8y (BLMIE Zh BRI + <O "M ThRERED), 2
HE ] 3 1 58 ol T8 S R A i AR X, VR B I B AR R BRI U T 5 e B £ B I T o, e R
VANTIWSRS S i

[0044]  (2)J5URMRE 1.2 T B 475 Bk 9 10% Bl B /K VAV RIS . Yo E it B 3 28
4 W = A5 ] SR BRI AT VL IR TR BE R TG =1:0. 9, $ il AH FR WIC/K VA UL G4 <0. 25mL/
min, AR BRERIRIE 0. 2mL/min, KRR 73 03T N8 B TRV He A, 58 1) 47 s S T 2
N A0°C S HEBR KIS AR IR IR 7 A T &R 3 4 FT AN O TRIR A L N AT IR G #HT R
R J RAE B E]A 50s, KRB0t v A B E VKoK G, A s BUME SRt RS H R
22§ CHLFH ] 2D

[0045]  (3) = fh& it U8 K ¥E f, BEAT 3 45 d, TR 88, 15 1 0k AROIR [ 448, Usc 2 80%,
W A230°Co PRM) 45 MR AE 'H NMR(CDCL3, 6 : ppm) 7.49(brs, 4H) ;*°C NMR(CDC,,
§: ppm) 161.0; MS(ESI+): 105[M+H], 127[M+Na'], 159 [M+CH,0H+Na']; MS(ESI):
139, 141 [M+C17], 166[M+NO,~].

[0046]  sjitafh] 2

[0047] (1) PTHZEE RS MOETE [ B3y (B TE Dh Rt E + KA miE), S 3 i
SE TOE TE Ji B 2% R T, TR B SON AR PO 95 97 3 5 S R A B I TRV 8, B B 3
i

[0048]  (2)JFURHRE 1.2 L BIF R &R IE N 15% W ATKERAIRER G .. 2% B 3.
R A MU E R SCL A ER UK IE TR R IR ER B /R bE =10 1, 45 1A R WK V8 VR <0, 2mL/
min, AR BRERIRIE 0. 2mL/min, BRI FT N4 B A TRV He A, 58 1) 47 s S T 2
N 50°C s TEER MUK A AR IR 7 5 U 238 3.4 T AR A 2K BUR AR g T
R, [ R4 B E]A 60s, KRBt ¥4 A B E VORI G , A s BUMEE SR RS H R
22§ CULFFT T 2D

[0049] (3D F= M it y8 K ¥E fi, BEAT B 45 f, T T8, 15 1 0k AROIR [ 44k, USc 2R 81%,
W 5230°Ce PRI LS MR AE 'H NMR(CDCL3, 6 : ppm) 7.49(brs, 4H) ;*°C NMR(CDCl,,
§: ppm) 161.0; MS(ESI+): 105[M+H], 127[M+Na'], 159 [M+CH,0H+Na']; MS(ESI):
139, 141 [M+C17], 166[M+NO,~].

[0050]  SEjifs) 3

[0051] (1) BT FHASE % LI o S b 2% (BT D REAR R + BRAUINRS AR BLdIE), 2
] 3 B 78 TUOH TE SN 2 IR RS 3K, VRS N AR R RS R 3 5 I I 12 B IS ) 1 7, A

6
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R T B

[0052]  (2)J5URMRE 1.2 Fit BAT 5 Bk D 40% Bl G /K VA VRORTIR RS . W8 B i B 3.
4 PRy S A5 i AR A R K ARV IR B R JEE /R B =12 2, P8 i PR K PR 7K VAR U <0, 2mL/
min, $5 G ER IIE 0. SmL/min, FEEL 73 0l FT N & ELIE TE PV e o 2 b 4 oo S et
N 90°C IRERER NN VA AR BRER 7 A I TE B4R 3.4 FT AR & 28 BRAUIASAR Y A 3£ 4T
RN o [ S BE I TE] A 80, SRS F= iiad v4 E A KK 5 » LA A BN E BE iR AT
RS LB ] 26

[0053]  (3) F=Sh& it y8 /K ¥ fa , BEAT 8 45 d, DU T8, 159 1 ok AROIR [ 44k, Ulc 2R 85%,
W A 232°C, PRI LS MR AE S'H NMR(CDCL3, 6 : ppm) 7.49(brs, 4H) ;"°C NMR(CDCl,,
§: ppm) 161.0; MS(ESI+): 105[M+H], 127[M+Na'], 159 [M+CH,0H+Na']; MS(ESI):
139, 141 [M+C17], 166[M+NO,~].

[0054]  SEjiifsl] 4

[0055] (1) FTFHAEE %S M0EIE N 7% (ELEIE DR + BRALEIE), Z 1K 3 i
T A s W i i A 2, VR A I A B BSOAR A1 i 5 I B £ B I R 4 52 , e A o o 3 A
i

[0056]  (2)i%5E & iF &R 338 4 W S H UL IR B N IR BRI T IR IR BR R /R L =1:5,
3% 1) A B T ) 7KV VBRI <0, 2mLL/min, 458 i A B R LI < ImL/min, K5 0K o0 B 4T N %% ELd
TE TR A, 32 1T S S B R 90°C s S BRI /K VA WU RIR B IR 4 il v 228 3V 4 FT A
TR & A BRI TE N AT IR G IR BL. [T BN TH] 2 90s, [ NP M) ¥4 2048 koK i
J& » VAT 73 BORH S R VIR AS ULt S 2 s (OB 2D

[0057] (3D = Sh it 8 /K WE fa , BEAT B 45, DR T, 15 8 0k AR [ 44, Ysc 28 83%,
W& 5231°Co PEM) S5 R AE "0 NMR(CDCL3, 8 : ppm) 7.49 (brs, 4H) ;*°C NMR(CDCI,,
§: ppm) 161.0; MS(ESI+): 105[M+H], 127[M+Na'], 159 [M+CH,0H+Na']; MS(ESI):
139, 141[M+C17], 166 [M+NO,—] .,

[0058]  sEjifafsl 5

[0059]  CIOFTHZEE FELLIMORIE [ 3y (BB TE ZhREALER + <0 "SR ThREAEL), 2
HE ] 3 1 58 ol T8 S R A e AR X, VR B I NS R BSNR AIE U T 5 Fe E £ BE I T o, 6 R
I RIK

[0060] (2D JFRHRE 1.2 e B A7 AH R A K IE VBT S B2 45% IR B IR oL &k S 40%.
WS ER 3R 4 KR EEG UL AN KA IR BT EE /R B =1:10, $ 1 5 EZ I
K A BUALE 0. 2mL/min, 61 IR BRI IE (2mL/min, B HHL 43 FIFT N 7% EL 18 TV B
m, P AT ISR E DY 100°C AHEZ A K VE RN R R 70 ) HTH &R 3.4 FT AR & 25O
TEIR B REH AT IR A R B o R NS B I 1] 47 100, [ B2 =4 1ot v B KoK i » BLs
o WU SRR AS U R REES (UL PR 2D

[0061] (3 F= S it U8 K ¥E fi, BEAT 3 45 f, T 88, 15 1 0k AROIR ] 44k, Ulc 2R 82%,
W A 232°C. PR LS MR AE 'H NMR(CDCL3, 6 : ppm) 7.49(brs, 4H) ;*°C NMR(CDCl,,
§: ppm) 161.0; MS(ESI+): 105[M+H], 127[M+Na'], 159 [M+CH,0H+Na']; MS(ESI):
139, 141 [M+C17], 166[M+NO,~].

[0062]  sZfiEEf] 6
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[0063] (1) Af S E BRI RUETE [ M A BRAUINRY AR M8 +T 2 HATIHIE) , S HE]
3 B E T TE [ B AE AR I, TR I AR BV BOR A 138 55 I R A5 B I ) 1 78 B o
Ko

[0064]  (2) JERHEE 1.2 e B 47 A8 BRI IR K VAT Sk B2 2y 60% AR IR T &k S 9 50%.
WOE & &R 3 R 4 B E 6 U BRI B IR R EE /R EE =1 : 50, 45 6l AE BRI
FKVEVBRE <0, 2mL/min, 35 AR BR & < 10mL/min, 290k B3 N & LI 38 TR S e
P A S R 120°C s AHBRINA /K S AR IR IR 20 sl v E = 4R 3VA ST ANTR G 48 T
T BATIHIE AT IR A RS o [ NS B I (] 120, J 2= 4 it v ) B VKoK i » BLs
S BOME BRI T H RRE 2 (BRI 2D

[0065] (3 F=fh& it y8 /K ¥ fa, BEAT B 45 &, DR T8, 15 ok AROIR [ 44, U 2R 81%,
W 8 230°Ce PRI LS MR AFE 'H NMR(CDCL3, 6 : ppm) 7.49(brs, 4H) ;"°C NMR(CDCl,,
§: ppm) 161.0; MS(ESI+): 105[M+H], 127[M+Na'], 159 [M+CH,0H+Na']; MS(ESI):
139, 141[M+C17], 166 [M+NO,—].
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