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1. —# = KA 3 - REAAEECEARBRBIK, LEER, L4E
>99.5%, AEEEE<0.1%, HERM<0.1%; £E/E 40KV, R 100mA,
Cu¥eK\a, MiXAE 4-60°, 6°/min, ¥ #kLE 1°, BFZRAHRE: 1°,
B LR 0.15mm, Z iRt XS R RATH B K E T

5 d & /1o
1 10.6 ~ 10.8 50~70
2 53~54 100
3 2.6~2.7 25~40
4 2.15~2.16 4~8
5 1.79~1.80 1~5

R, dAHBEZE, V) HAstiRE; HiZdmk

iRk A A7 d,

ZEE: P2(1)2(1)2(1),

AR AE: a=6.7582(3) A, b=28.4489(4) A, c¢=21.5220(11) A, dhAe
AR v=1228.89(10) A®,

15 B A AR B B F AT

RF X y z U(eq)
P(1) 2415(1) 5105(1) 907 (1) 21(1)

S(1) 3808(1) 5774(1) 1744(1) 33(1)
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A =R B H2/8)

0(3) 635 (2) 6190 (2) 880 (1) 34(1)
N(2) 2646 (2) ~1329(3) -13(1) 28(1)
0(2) 1914(2) 3360 (2) 969 (1) 29(1)
0(1) 3863 (2) 5403 (2) 385 (1) 33(1)
N(1) 5491 (2) 2031 (3) 1292 (1) 25(1)
ey 6162 (3) 4709 (3) 1721 (1) 33(1)
C(2) 6046 (3) 2961 (3) 1851 (1) 32(1)
C@3) 5365 (3) 304 (3) 1413 (1) 30(1)
C(4) 5009 (3) ~610(3) 818 (1) 29(1)
C(5) 2983 (3) -304 (3) 538(1) 29 (1)
0(3W) -1449(2) 2254 (3) 443 (1) 43(1)
0(2W) 950 (4) 1630 (3) 2058 (1) 51(1)
0(1W) -281(4) 8430 (3) 1827 (1) 56 (1)
DS1 4942 KAnkE A 4o T .

P(1)-0(1) 1.5115(17)

P(1)-0(3) 1.5134(16)

P(1)-0(2) 1.519(2)

P(1)-S(1) 2.1109(7)

S(1)-C() 1.828(2)

N(2)-C(5) 1. 485 (3)

N(2)-H(28) 0. 8600
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A R B

$3/8M

N(2)-H(2B)
0(2)-H(20)
0(1)-H@1A)
N({1)-C(3)

N(1)-C(2)

N(1)-H(1B)
C(1)-C(2)

C(1)-H10O)
C(1)-H(1D)
C(2)-H(2D)
C(2)-H(2E)
C(3)-C4)

C(3)-H(3B)
C(3)-H(30C)
C(4)-C(5)

C(4)-H(44)
C(4)-H(4B)
C(5)-H(5A)

C(56)-H(5B)

0(1)-P(1)-0(3)
0(1)-P(1)-0(2)
0(3)-P(1)-0(2)
0(1)-P(1)-S(D)

0(3)-P(1)-S(1)

0. 8600
0. 8200
0. 8200
1.485(3)
1.487(3)
0. 8600
1. 506 (4)
0.9700
0. 9700
0. 9700
0. 9700
1.514(4)
0. 9700

0. 9700

1.518(3)

0. 9700

0. 9700

0. 9700

0. 9700

112.63(11)
111.82(11)
114. 50 (10)
107. 54 (7)

103. 03(7)
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0(2)-P(1)-S(1) 106. 49 (7)
C(-sM-P(1) 103. 47(8)
C(5)-N(2)-H(2A) 120. 0
C(5)-N(2)-H(2B) 120.0
H(24)-N(2)-H(2B) 120. 0
P(1)-0(2)-H(20) 109.5
P(1)-0(1)-H(1A) 109. 5
C(3)-N(1)-C(2) 113. 03(19)
C(3)-N(1)-H(1B) 123.5
C(2)-N(1)-H(1B) 123.5
C(2)-C(1)-s(1) 115. 62(17)
C(2)-C(1)-H(10) 108. 4
S(1)-C(1)-H(1C) 108. 4
C(2)-C(1)-H(1D) 108. 4
$(1)~C(1)-H(1D) 108. 4
H(1C)-C(1)-H(D) 107.4
N(1)-C(2)-C(1) 112.4(2)
N(1)-C(2)-H(2D) 109. 1
C(1)-C(2)-H(2D) 109.1
N(1)-C(2) -H(2E) 109.1
C(1)-C(2)-H(2E) 109. 1
H(2D)~C (2) -H (2E) 107. 9
N(1)-C(3)-C(4) 111.2(2)
N(1)-C(3)-H(3B) 109. 4
C(4)-C(3)-H(3B) 109. 4
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N(1)-C(3)-H(3C) 109. 4
C(4)-C(3)-H(30) 109. 4
H(3B) ~C(3)-H(30) 108. 0
C(3)-C(4)-C(5) 113.11(19)
C(3)-C(4)-H{MM) 109. 0
C(5)—C(4) -H(4h) - 109.0
C(3)-C(4)-H(4B) 109. 0
C(5)~C(4)-H(4B) 109. 0
H(44)-C(4) -1 (4B) 107. 8
N(2)-C(5)-C(4) 110. 87 (19)
N(2)-C(5) -H(5A) 109. 5
C(4)-C(5)-H(5A) 109. 5
N(2)-C(5)-H(5B) 109. 5
C(4)-C(5)-H(5B) 109. 5
H(5A) -C(5)-H(5B) 108. 1

. AR 1 OATIE A Z KA 3 - BRI CARRBRER dh R 89
Bl& 7k, HAFER, ZFETRET
FH 1 HR Y N-(2-8 TH)-1,3-F =R E0E B & 5 2B B hds
1.01~1.2 : 1.0 89 B R BIEM T KY, Ittt df TR 4E AP A,
BEN0~40°CRE; REE, ARSI BT o ZKE 3 - BARAK A

FI 2 B R1IFE G ZRKAE 3 - BE R A UK EEBR dh AR 5
WATH —kFE SR, B KA 3 - 8 R CHEARAREE R Sh Rk 5
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BT, AERTEME, FHASRK 3 - RAF LKL RAKS
ot K
#

pUE )
P

AL
=

3: TR 2FRN AL MK 3 - AR A CARREBR kit
ATH R EEHRL, FREHK 3 - BIEAEE CEAXAER R
Fokd, FRAERRBLE, RER LB E ZKE 3- BIAAEE AR
R AR

H b BT R K S KR BT K

3. 4ol F|ERK 2 BTk e b &k, AR, EESRI1IY, RE
M N- (22 A -1,3-A 2R EGR B 3 B A REE B 403 1.03~1.10 @ 1.0
W EERILB)E TR Y BEHEM, BMATAGKEER N- (2-£T4K) -13-
IR EOE B B A N E 4 1.3~3.84%; IBMEIEEITLE 10~40°C; ATE GG
MR FEMNA_FAER, —FRAERGMANETAL N- (2-2T8K) -1,3-
A IR EGE R MAEEH 1.0~2.84%; RALBEEFE 10~40C; RE
A2 b AR AR RIS R AR, ERBEEM B, RELERE, ¥
B AR AR A E-15C~10°C, £8 2~24 af, 3T = RE
3-F A R OB B AR S

4. RN BR3P H T E, L4FER, EFMESTRLY, RE
M N- (2-2 TH) -1,3-A IR EGE B & B A RAE B 403 1.03~1.10 @ 1.0
W R B TR P R BEMR, BT KEER N- (2-2TH) -1,3-
AR EGEBR B N8 1.7~2.54%; EREEETLE 10~40°C; AT 69K
MAERFEANAZFRER, —FATRMGMAETR N- (2-2TK) -1,3-
AR EGE R MmN T E 1.0~2.8 14 REBELSE 15~25C; R
AR A BRI BANI R IR, EAREIRREMNE, RELRE, ¥
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B R BEMERAH E-10C~5C, 43 2~24 ) of, TERF=ZHKE
- R B R AR B SR T,

5. deB AR 2 TR & T ik, HAFER, APTESR2 Y, AL
KIERE IR 1 H &6 KA 3-BA R A CHAARRBR HARA S, 2EKA
FR KA 3-AA R A CARREERR MRS E T 1.0~6.0 45; BHER
B15~45C; BME, MmAWE, YEWATELZ KT 0.1~0.8 1%;
438 £ 20°C~15C, A7t L4 dhK 3-8 R A LR ARNRBRE MK,

6. oA FK S i a4 & ik, HAFAER, EFESR2 T, A%k
KA T B 1 &6 ZKE 3-RA R A CRARBB kAL, 267K A
2 D KA 3R R A CREARAREE R RS E F ) 2.5-4.5 4% B fRIE
JE15~45°C; WG, mMAFE, FEhAETEL i KE 0.2~0.6 1Z;
B E 8°C~-5C, 43 18 INBF, A7k A4 MK 3-8 R A LAHMNREE
B2l K

7. oA R S K6 iR ey &7 ik, BAFIER, EFASR2 ¥,
FOIEEERME.,

8. oA R 2 TR H &k, AR, EMASRI T, A
KBTI 2 H1 &6 4t ok 3-BA A A TAARBR MK, AKER
AaN Tk Sh K 3-B A A A AR A E T4 1.0~6.0 45 BB A
15~45°C; HFAoAGEMWRBATHE, B, RELE; QFRAET AT
B2, LEMANEZTRZImALLKEL 0.05~0.4 1&; HEZE 20C~15C, #7

i A = Ao Ry 3-B AR B A e R AR BEER SR

0. doilF|BK 8 iR Ry &k, HAFER, EATEFTRI P, ALk
IR IRF B 2 %) &6 sk ShoK 3-F Uk A Ik LB R bk, FIKEAR
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Aa N Ttk dhK 3- A R Ik CHEARBEBR LR E F 49 2.5~4.5 45 BB
15~45°C; F AT 4L dh K 3-8 A g CHRAKRBEBR IR E F 149 0.1~1.5%
HEM R HATIE, BEE 15 4Pl b, KRBT, QATFIER T N TE,
LEEMANE TR mALERKEN 0.1~03 4%; KR ZE 8C~5C, %43 18]
B, MR A = AN ALK ey 3- B R T AR ER Sk

10, 2o A 2K 2 AR &7 %, EFER, EFVRIZ
L G 3E 3T AT 6 Z KA 3-F
Ao F IR

J&, EF
AR AR BB A AR BAT IR R
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ZRA 3-BA R CEARBE H AR HREL &5 &

FLARAR I,

KK P BALF SRR, EEKRTET, TR —Fz@REFH K
A 3-AA AR EABARER (XL 8BT) S8BT RRR LS ES
.

FEEA
3-E A AR AR, Bt AREET (FKA487T, amifostine,
AR WR-2721, Ethyol), H&ZH#MKXN:
NN /f\\//&\ﬁ/OH
H,N H

PG
OH

REEITA 50 BARMEEREAM 4400 MebddiRikd k, KT H
WR2721, AAEAZSRATe9RP . BETERAN B BB B (AKP) &1L
BB EHBAAD, EAHALHBRANTERE T D
H,N-(CH,);-NH-(CH,),-SH, € T HHBAEF AR MBI, FRAA G
£, AEOBERGE T, EFITA SN @BRRYPF, BRITARLET,
BEET IR T AR M AR AP TR B F 4R (R ARAYZ R A gl ), st
PTG E FARPER . BN, BT RAEZEY ARG W67 R,
£ 5 FDA T 1996 3t £ 69 4afetkd 25, + B SFDA T 2001 F3bE b
W, Wet AHRMET, FAK4EIT, Ethyol.

B AR XA R TAF 2%

1) Piper % (Piper %, J.Med. Chem., 12,236, 1969) A #HAKBEE4h 5
N-(2-i& T 3)-1,3-7 Z B EGE B R, vA NN-ZF A FELE (DMF)
HALEIE TR F AR AR RRL, 425 4 A T AKBBET, RABKERAT 30%.

10
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2) Piper ¥ (USP 3,892,824 ) A #AXA 45 N-(2-i& L&)-1,3-A=M
MEGEBR A 15~20C FRA, WAMKIERFNE DMF Mg R E, K
FEERJL B FTIAKREFTE (HAHERE 6.5 1&) HRER, 53 —K
SRBBEIT, RUBIKEIY%,

3) 2RPEF (2RNAE, LA, 2,2000) A+ KENKBEERAL
N-(2-1£ L3)-1,3-A IR EL B £ 15~20C FRE, Rim DMF, KR
J& BB NILIER LB (G AHEFE 215 ), 1F8| = KRBT, IKE 80%.

4) FEE, 2% (HFFIR, 16, 302, 1981; ZL200510114897) A
AR AN N-Q-E LAY 13-A R ERBREEFERRE, AZFHA
T (DMSO) AHARMEIERFAM, &TF 20CHEHTRE, BAERIMNIE
FF 1.6 1209 CERGEE F4, BRBBRERERITE S, mATER
WIF R L KBEET, KET0%.

VAL T iEF, HEOREMERT MAKXEH T ERCERL
B, FTA RN FREATT BT, matsE. 4R AT
AEEIA A, MAFLFREA T, ZKERBTHEMNT, BEBAY, A4
GG BT, BBEFRSB Y, FARRIMERA R LR
dv. Bk, AN D T A S 69 ZKE 3-8 A A LKA
R AR AR

KA

Bk, AZAEHETRE—FUE S, BT EITFHRAETHIK —
ZRA 3 - RAE R AR CARARBER G,

AEO B —B e TR ERMEZ . BT HITFHZRE3-AAR
H R LA RARFRER Sh R 00 B & k.

AL AANBIL RSy, Rt T BT 5 M L T,

11
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I RAF T — B0 KA 3 - RA ALK CEARNRBR MK, £
% & 40KV, £ 100mA, Cu ¥ K\a, MK A K 4-60°, 6°/min, Fry#
BREE 10, BRBRATIRAE: 1°, MR 0.15mm, X ARG X-AEERARAT
S A ERKIE T

F5 d4a /T,
1 10.6 ~10.8 50~70
2 53~54 100
3 2.6~2.7 25~40
4 2.15~2.16 4~8
5 1.79~1.80 1~5

b dAhRBRIE, UV HARITERE,

ALK PRAE L = KA 3 - RE AR CEAARNRBER R 5 &7 %,
B kTR T

FH 1. BEEY N-(2-18 TH)-1,3-8 RS0 8 3 5 AR AL shi%
1.01~1.2 : 1.0 83 B RBCBYEME T AT, A AER FIEMA4E ARBA,
B 10~40CRE; REE, REMERFAEN, HEBANTHEET R
KA RFEITHL S

FH2: FFR 1 RGN ZKEGEBATHEERTE —REL R, I
¥ =R RBITHRERTRY, REATENE, FERLEHKIFHT,

F%3: ¥BFR2FAGALERKEFTHITRE R ELRRL, ITH
R MREHITEBTRY, FRALLERKEFHTEEN 0.1~1.5%87F K
RBLE, REMRLEBENE ZKERFETRIK, LHE>99.5%, HAEESE
<0.1%, HAuH XMi4E€<0.1% (&£ E USP29).

L REEF R, FTAKAERREETK,

12
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T & E RN R S k.

BFATE 1P, REY N- (2-i2THK) -13-A2BREGRBRE 5
CREEE A 1.01~120 : 1.0 89 FE R B FOKP BHIEM, ik
1.03~1.10 : 1.0; BB AGKEZTRZN- (292K ) -1,3-AZBERELR
HIANTH 1.3~3.84%, AL 1.72.54%;, BEMFEETE 10~40C; FFE
WM AR R FIER A ZF ALK, —FRAERGmANEA N- (22 THK)
A3-F R EGE B N E F 4 1.0~2.84F; RLEE A4 E 10~40C,
FARik 15~25°C; R iTAE ¥ F A BARIE RIS R M ik, ELEZERNKE
M, BRE#RE, ¥R FHEBRLERRAINE-15C~10C, HKik
10°C~5C, 4t 224 ) BF, IR Z KA 3-BE BRI CARARARE (R
BRIT) ¢S dh,

BAAFH 2 ¥, E—KRELMLRE: ALKEBRIR 1 4§09 =
KRBT, KA ELZ KSR THSLEEEN 1.0~6.0 42, FLiL
2.5~4.54%; BERE 15~45°C; BEE, WMATE, FEWAETE AL
KEE 0.1~0.8 4%, 4Rk 0.2~0.6 42; IR E 20C~-15C, #hikiR/ZTHE
A 8C~-5C, #ih L4 dh/KAHIT.

AT b, BH R TLEMIRE: RAAREMTR 2 F&9L
% BKAFET, ARERMALLRKESTEEZY 1.0~6.0 45, FFRL
2.5~4.5 4% EIRIBE 15~45°C; Rk mATLE KRBT EEN 0.1~1.5%
WE R BATRLE, BEHE 15 a4hvA b, RE LR, @ TR IE R P A LBE,
LEENE BRI KT 0.05~0.4 4%, FHHAE 0.1~03 43; BERE
20°C~-15°C, KiLBEFRE A 8C~5C, k4 =A 4 HKYGEBTMHIR,

KRG He w7k dtATidyg. T, S0EE, A CBRRREAMIK, A
wFRE, FHHAET N ZRE 3-BARAIE CAFRNRER (RART) &4
R/

13
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W RKE P FEIFR G KA 3-RAEAAE CAFRNRHER (RFET) &
B, MR KT 65%, WE>99.5%, FBEAE<0.1%, EE 25<0.1%, £4&
FMRKIRG, MmaERA KXKBRY, THTHE&EHMEF A,

it B {9

B 1A A8 1B AL 346 1 13369 ZKE 3-BA R THEHENK
B4 K6 XRPD i B Aa 4435 .

B 2A A2 2B & AL BA S 564) 2 1F3) 69 ZKE 3-RA R A T
BRBL B4k 49 XRPD % B Ao 4k 45

B 3R AL EH,S | o2 1526 KA 3-8 R A THE RN
) X SR E AT AT A

B 4 F08 5 5314 E64) 1 4o 2 1F3] 69 KA 3-BA R Ak THAAK
HRER Sh AR e) B T RMARR R, A AR R Z KA 3-2UR R AR AR
RABEE R VA an kT XA 4, FF B2 R TR dh iR,

SRS 1 HEAEE 6 Z KA 3-AA AR TR BEER 69 4] &

W 1 AR

f S0L REEMBR A EF ALK 13.6kg, T ZKANKEEA 19.2mol
(7.6kg ), T Ao A N-(2-38 T )-1,3-A R EGR B 19.8mol( 6.8kg,
3%it8), %I 11.0kg DMSO, BB 43FR 8 E RARL 25°C. #EAn
% DMSO /&, A ABRAR SR MM BRL ik, 2B EIRENE, R R,
B R ERERE O0C, B S 54, #3518 08, Bk, 7
ZRA 3-F A R B LA BE B 5 6.1kg.

2. B—REL MR

14
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J S0L R454MsE dh 5 P An A 22.0kg bk, A A EdHl&6 3-RAE AL
B CARARBE RS 6.1kg, EERTEM, MNFHR 9508, TERTH
15 o4F, 1B, ER PN TEE 8.7kg, @BAHKERE 0C, 4 18
DB, BidiE, F—RELE RS L K - R A T ARRARR
4.8kg.

T3 FoRELEMREL

JE 50L 454N dh & Am N 20.0kg #7K, WMAFE—RELBIFI AL
sk oK 3-B Uk R R CHEAKERER 4.8kg, A TR TFHIFEM, IAFRR
Og, ZRTHI 15 047, TIE, FRPIMANTE 3.2kg, @AFRER
Z0C, $#H 18, Boidik, 30CAE TR, F=KRE3-AEAREL
B LA FARBERL 3.6kg. KA HPLC i (£ E 29 mEBE 5 k) o047, 4

~J
W

JE 99.81%, FEEASE 0.021%, HALH X4/F 0.078%.

£ A DIMAX-2400 X H&A4744L, £% & 40KV, &4 100mA, Cu ¥
K\a, MK A E 4-60°, 6°/min, Fr¥ #IL4E 1°, BERATHRLE: 1°, #IK
PLE 0.15mm, RAFIZ ek XA & RATH BB 1A AH 1B AT+ .

B 4 A REMFBGRAGETEMTB L, AETFELAZK
A 3-RA A AR CHARRBBR R A MIRT XA E, FBRZRTFHKMBIA,

kB 2 FHUAET N Z KA 3-AA R THAANKEERR O 4 &

T 1 A&

f S0L THARBR R &P e AhK 13.6kg, + ZKAARBEEL4A 19.2mol
(7.6kg ), LT Ao A N-(2-32 T35 )-1,3-F AL BR 2k 19.5mol( 6.7kg,
2% F), PHEM, LI1E A 11.0kgDMSO, F o 43 R g B RA2 L
25°C, FAMBARIER BNE SR, ERLERENE, REZR, HR
AR E O0C, BB o4, %818 00, Buidik, 3-8

15
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A A A T AR B4R 6.0kg.

D F—REFHEHEL

J£ 50L RE54R%E dhEF Ao N 22.0kg 4EIK, A A AR 3-RAAAE T
AR 6.0kg, ETBRTHIFEM, MNFHR 95.0g, THTH
P15 oAb, LB, BRPAATE 8.7kg, BAHNKEERZE 0C, 4H 18
JBE, BeidiR, 59 & B4R 4.8kg.

T3 B oRFH LR

J£ 501 RN S Au N 20.0kg 4K, AN —KE 4 R 3-
B R R LR B 5 4.8kg, £ TIRBLIE T IEM, mJE M & 75.0g,
TR T 15 o4, B, RPN LEE 3.2kg, @AFKERE 0C,
e 18 A, Bk, 30CAE TR, FEKE3 - RAEAEE TR
RAEEEL 3.5kg. HTLEE 99.85%, FEEAE 0.020%, LK X4/ 0.071%.

K D/IMAX-2400 X A& AT, A% E 40KV, &R 100mA, Cu ¥
K\a, MIXAE 4-60°, 6°/min, FF¥ #L4E 1°, BERRATIRAE: 1°, #lK
PAE 0.15mm, MAFIZ bk X-HF K RATH B e B 2A Fo B 2B A+,

B 5 hiZ LG 0 R SRR T RMER A, AB T HE AN
Z KA 3-RIE A A A BARBE R dh KT KA, R BT A KA
K.

A3 H KA 3-FBA R TR dh R
E1 BB T ARE I T RRA G S KA 3-RAFEA L EARAR
K5 L BB ITA SR 2R A2 tstik:

16
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A | SRKAMT SF BB =4t A
2

1 T4 (07301) 99.01 0.55 0.19 0.23
2 T (07313) 98.99 0.55 0.22 0.24
3 R 1 99.81 0.021 0.0 0.078
4 LA 2 99.85 0.020 0.0 0.071

ME 1 FITUEE, KREPHEHZKEEHFETRRYEEEZSTT
W B0 ZKEBAT, BIH AR, —BALS MR L CH AR
ARKKAKTF BT IHMEN T,

R 4 FHZKE 3 - B A EIR CHERARBERR A XIS

F 00 1 b ATIE F ik B4 60 K46 3 - R A A IR AR &)
K46 10mL BARHRF, A& F 40 CTHRAZ 8 241, AT KEAHL
R, MR FEREABRITHKEE. HESGERABKTLE, KeE
W R FAREEER A i T RAT AR IR A T T A A 2-[3-2R 2]

|LHRBE AnBEBR, FTVA R R X FABR G2 B T R TR TR K, HbiA

Sy
i

RAIT A F MM T ik USP29 (£ 29 M2 L5 i% ).

R P E 2532 2005 B M K XI X C 2 4pA8 8 X485 RN, & A
AR T iR AR SR RAFIT AL AT H I, A IR Z b S AT
Aoi X3y, FEERILEK 2:
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E ) ZRABBEIT iR XIS H RER

#iBE K EMIR
B fit 4] BEE pHAE | A% (%) 2F (%)
(%) (%)
0A HAME 7.07 20.28 0.021 0.07 99.88
20060102T 3 A HEHE 7.13 20.23 0.038 0.08 99.41
6 fl A 7.13 20.32 0.053 0.08 100.11
0 A HoeME 7.05 20.35 0.018 0.08 100.70
20060103T 3 A HFAME 7.06 20.33 0.029 0.07 100.13
6 A A 7.03 19.88 0.045 0.07 101.11
0A e E 7.05 20.52 0.026 0.08 100.78
20060104T 3 A R 7.08 20.36 0.036 0.06 99.64
6 fl A 7.04 20.70 0.048 0.07 100.34

) ) A 0 o 3 i k) 04 48 dh K BB IT R #E AT m ik X 50, A

R IE 3.
& 3.tk SR EBIT RA EAREE ik X InE AR

i B 1) AR pHAE | K (%) | 4F (%)
0 X A HLE 6.97 2.2 99.83
060402101C 7k A HE 7.01 2.5 95.37
15 X A 6.87 2.9 92.97
0% TR 7.01 3.1 99.83
7k T 6.96 2.9 96.50
060402101D
15 & Fr AL E 6.83 3.2 91.70

18
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B ZE10/150T

Aoik X R AW, AKAF G RE ZKE
AR ML T4 G 8 BB T

o, SRH AR

BRKRZ.

VAL RERU, KR iEE R ZKERFITHAGE

4°C T 2 KB B4R A7

AR,

RBEIT ik 5 6 4~ F

e EL A

M, T

LA S AREKPEES 1 F02 H &0 KA 3 - BREAKETERN

BYBR dh AR 85 M)

ZKA 3 - B R A AR AR S 64 S AR 4 M) AN

034t R S AR, AT dh SO0 M Ao BB SR

M BB R R B BAERER ) Rk 5
HELRTFEOFMMERH, EHERFKGERTHEARTEEL
o B AL I B G B AR A
A BE P2:2:2 P bk, ZKA 3 - BRAAEME AN

1B by -k

EEERTA

ot £ oy ikAhA. BT

ot £

B AR B e B 3 BT . BTAAXE CCD X &£ an AT, &
5 Bruker Smart APEXII # .
R4 2R3 - RAREIR CABRBER K X BT H0E
£ 3\ CsHy N, OgP S
AR 268.27
B, i T, PR
MR E 2732) K
URERLS 0.71073 A
MR RETT i
2 [ P2(1)2(1)2(1)
miE S a=6.7582(3) A
b= 8.4489(4) A
c=21.5220(11) A
=1228.89(10) A’
Z 14 4
ST Deae 1417 mg/m’
UTES 0.405 mm”
# e 750 H F(000) 552
A A R 0.70 x 0.30 x 0.20 mm
FORRER 0 AT 1.89 to 35.70 deg.
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B I11/155

/N KT EAR -10<h<3
-11 <k <11
-29<1<29
WEERT AT MU B /LA B 8577 /3608 [R(int) = 0.0241]
0 =35.7 HTEILE 69.0 %
WU IE 77 ¥ experiential
VACRES Xt P2 3T MM RN — 5

AT REBUVARFIEUR B S
B

3608/0/137

%f B2 B4 B

1.070

BR% R W¥F (BREMERT)
[I>20(D)]

R; =0.0430, wR;=0.1279

R HF (&) R; =0.0464, wR,=0.1313

PR O -0.02 (10)

R 0.004 (3)

R 5y B o J K 0.479 ¢/ A’
& Zn EH R K& -0.487 e/ A’
® 5. NMNESHMEENTSH

¥ X y z U(eq)
P(D) 2415 (1) 5105 (1) 907 (1) 21(1)
S(1) 3808 (1) 5774 (1) 1744(1) 33(1)
0(3) 635 (2) 6190(2) 880 (1) 34 (1)
N(2) 2646 (2) ~1329(3) -13(1) 28(1)
0(2) 1914 (2) 3360 (2) 969 (1) 29(1)
0(1) 3863 (2) 5403 (2) 385 (1) 33(1)
N(1) 5491 (2) 2031 (3) 1292 (1) 25(1)
C(D) 6162 (3) 4709 (3) 1721 (1) 33(1)
C(2) 6046 (3) 2961 (3) 1851 (1) 32(1)
C@3) 5365 (3) 304(3) 1413(1) 30(1)
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i

o 12/151

C(4) 5009 (3) -610(3) 818(1) 29 (1)
C(5) 2983 (3) -304 (3) 538(1) 29 (1)
0(3W) -1449(2) 2254 (3) 443(1) 43 (1)
0(2W) 950 (4) 1630(3) 2058 (1) 51(1)
0(1W) -281(4) 8430 (3) 1827 (1) 56 (1)
® 6. DS1 Mg AEEAMA

P(1)-0(1) 1.5115(17)

P(1)-0(3) 1.5134(16)

P(1)-0(2) 1.519(2)

P(1)-S(1) 2.1109(7)

S()-c() 1. 828(2)

N(2)-C(5) 1. 485(3)

N(2)-H(24) 0. 8600

N(2)-H(2B) 0. 8600

0(2)-H(20) 0. 8200

0(1)-H (1) 0. 8200

N(1)-C(3) 1. 485 (3)

N(1)-C(2) 1. 487 (3)

N(1)-H(1B) 0. 8600

C(1)-C(2) 1. 506 (4)

c(1)-H1C) 0. 9700
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i

o S13/151

C(1)-H(1D)
C(2)-H(2D)
C(2)-H(2E)
C(3)-C(4)

C(3)-H(3B)
C(3)-H(3C)
C(4)-C(5)

C(4)-H(4A)
C(4)-H(4B)
C(5)-H(54)

C(5)-H(5B)

0(D-P(1)-0(3)
0(1)-P(1)-0(2)
0(3)-P(1)-0(2)
0(1)-P(1)-S(1)
0(3)-P(1)-S(1)
0(2)-P(1)-S(1)
C(H-S@W-P()
C(5)-N(2)-H(24)
C(5)-N(2)-H(2B)
H(24)-N(2)-H(2B)
P(1)-0(2)-H(20)
P(1)-0(1)-H(14)

C(3)-N(1)-C(2)

0

0

0

1

0

0.9

1.5

0.9

0.9

0.9

0.9

112.

111.

114.

107.

103.

106.

103.

120.

120.

120.

109.

109.

113

. 9700
. 9700

. 9700
.514(4)
. 9700
700
18(3)
700
700
700

700

63(11)
82(11)
50(10)
54(7)
03(7)
49(7)

47 (8)

.03(19)
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C(3)-N(1)-H(1B) 123.5
C(2)-N(1)-H(1B) 123.5
C(2)-C(D)-s(D) 115.62(17)
C(2)-C(1)-H(1C) 108. 4
S(1)-C(1)-H(1C) 108. 4
€(2)-C(1)-H(1D) 108. 4
S(1)-C(1)-H(1D) 108. 4
H(10)-C (1) -H(1D) 107.4
N(1)-C(@2)-C(D) 112.4(2)
N(1)-C(2)-H(2D) 109. 1
C(1)-C(2)-H(2D) 109. 1
N(1)-C(2) -H(2F) 109. 1
C(1)-C(2)-H(2E) 109. 1
H(2D) ~C(2)-H(2E) 107. 9
N(1)-C(3)-C(4) 111.2(2)
N(1)-C(3)-H(3B) 109. 4
C(4)-C(3)-H(3B) 109. 4
N(1)-C(3)-H(30C) 109. 4
C(4)-C(3)-H(3C) 109. 4
H(3B)-C(3)-H(3C) 108.0
C(3)-C(4)-C(5) 113.11(19)
C(3)-C(4)-H(4A) 109. 0
C(5)-C(4)-H(4A) 109. 0
C(3)-C(4)-H(4B) 109. 0
C(5)-C(4) -H(4B) 109. 0

23
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H(4A) -C(4) -H(4B) 107. 8
N(2)-C(5)-C(4) 110.87(19)
N(2)-C(5)-H(54) 109. 5
C(4)-C(5)-H(54) 109. 5
N(2)-C(5)-H(5B) 109. 5
C(4)-C(5)-H(5B) 109.5
H(54) ~C(5)-H(5B) 108. 1
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i

e H W E

F1/60

000°0F

000 0¢

000 OF

000 O

000 06

00005

Intensity [cps}

000007

00005¥

- 6 6516

b 5 7194

10 6954

Lo 3 5843

s 3 3336

T

[T ———- Y1

L

b-g 1523

e 1 9088

be 1 7951
e 4 7565

e 1 6527

MR (CPS)
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W B W H2/651

RS 20 FWHM d & SR 1/l
Peak No 2Theta FWHM d-value Intensity I/Io
i B 260 0 165 10 6954 108574 64
2 13 300 0 165 6 6516 7442 4
3 15 480 0 188 5 7194 3100 l
4 16 480 0 165 5 3746 168360 100
5 24 820 0 188 3 5843 6046 4
6 26 720 0 282 3 3336 2638 2
7 33 280 0 188 2 6899 47082 28
B 41 940 0 212 2 15213 6324 4
g 47 600 0 282 1 9088 249¢ 1
10 50 820 0 188 1 79591 3134 2
11 52 020 0 188 1 7565 2728 2
12 55 560 %% %% ¥ 1 6527 8062 5
A 1B
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i i T 1 7
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] TR
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e 75 20 FWHM df& SR 170
Peak No. 2Thetsa FUHM d-value Intensity I/Io
1 8.200 0.165 10.7738 142940 64
2 16.440 g.1865 5.3878% 222196 100
3 24.780 0.188 3.53900 8694 4
4 26.640 g.212 3.3434 4311 2
5} 33.240 0.188 2.6931 66905 30
6 41.9040 0.188 2.1543 11399 5
7 50.780 0.188 1.7968 7335 3
8 51.960 0.188 1.7584 2110 1
A 2B
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