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x1. IFSEYY ZaFUFPIRCETEIHUTILBLUERT—4
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mE GHEE)
ORUR E A
F(000)

TMCI125: =aF>F3F

Ca6 Ha1 BrNg O

557.42

100(2) K

0.71073 A

0.38 x0.21 x 0.09 mm

B

BEMRR

P2(1)/c

a=28.1720(4) A o=90°
b=9.0125(4) A B=94.918(3)°
c=34.7072(14) A vy =90°
2546.8(2) A3

4

1.454 Mg/rn3

1.654 mm-!

1136
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gooao

(12)

Z£2. TMC125 : —aF 73FRICET 3T 2NERLUEEREFL

X #REHTE
IR
RE
i Jafii
T—RIREE
T—RREICET S —2FHE
EE e
EHT-K5t
a7 Rt
07 e 5 O R
IRIR 4 1E
BRABLUR/NER
g R R E
BERRTOTS L
BELE
BELETRISL
=/MEER
T3/ RIGIE / NTA—2—
F2ICRE9 5 BRE
Aomax
= RIEH
8328 F—4 ; I>20(1)

MERF—L

Z1—FILxt
BRERE—IELUR—IL
FHhsD RMS BE

CCD m#H#H
T7ATH—HAZEHE  Moka
1.5 kW (50 kV, 30 mA)

4.0 cm

TF7ABEVF AHRFr>

2.34 15 36.89°

S13< A< 13,-12< k< 14,-57< [< 56
40173

11331 [R(int) = 0.0356]

88.0 %

YILTF - R¥Fvy

0.8627 B&U 0.5721
INZ—Yi%

SHELXS-97 (Sheldrick, 1990)
F2ICBE9 B LTIRN_FE
SHELXL-97 (Sheldrick, 1997)
T w(Fo? - Fc2)2
11331/0/418

1.053

0.006

R1=0.0484, wR2 = 0.0969
2THOT—4% R1=0.0776, wR2 = 0.1070

w = 1/[62(Fo2) + [(0. 0350P)2 + 2.4661P]

22T P = [MAX(Fg2 ,0) + 2F¢2 J/3
7705

1283 #&U -1.407 cA-3
0.085 cA-3
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£3. TMC125 : —aF U FIRICHT ARFERE LUEMESERFELM/ASA—E2— (A?),

(13)

U(ea) [FEXRIEU; TUVILDRL—AD1./3EEDH DB,

JP 5748737 B2 2015.7.15

x/a y/b z/c Uleq)
Brl 0.35864(3) -0.22963(2) 0.827784(5)  0.02659(6)
Cl 0.35562(19) -0.09399(17) 0.90293(4) 0.0144(3)
01 0.14496(15) 0.04327(13) 0.81405(3) 0.0182(2)
N1 -0.4016(2) 0.5763(2) 0.75994(5) 0.0350(4)
N2 0.31471(17) 0.01342(15) 0.92750(4) 0.0147(2)
02 0.51921(16) 0.74577(13) -0.00003(3) 0.0190(2)
C2 0.2991(2) -0.08558(18) 0.86326(4) 0.0164(3)
C3 0.20124(19) 0.03378(17) 0.85201(4) 0.0149(3)
N3 0.4533(2) -0.20263(16) 0.91744(4) 0.0199(3)
N4 0.15936(17) 0.14090(15) 0.87589(4) 0.0150(2)
Cc4 0.22241(19) 0.12488(17) 0.91246(4) 0.0138(3)
N5 0.19501(18) 0.23362(16) 0.93908(4) 0.0173(3)
C5 0.0347(2) 0.15726(18) 0.80277(4) 0.0149(3)
Coé 0.0934(2) 0.30091(18) 0.79778(4) 0.0159(3)
N6 -0.0942(2) 0.9355(2) 0.93437(6) 0.0355(4)
C7 -0.0220(2) 0.40903(19) 0.78547(5) 0.0178(3)
N7 0.43330(18) 0.50238(16) 0.09856(4) 0.0186(3)
C8 -0.1861(2) 0.3705(2) 0.77708(4) 0.0180(3)
N8 0.3184(2) 0.90817(17) 0.01164(4) 0.0195(3)
c9 -0.2388(2) 0.2247(2) 0.78043(4) 0.0193(3)
C10 -0.1286(2) 0.11542(19) 0.79420(4) 0.0163(3)
Cl11 -0.1842(3) -0.0406(2) 0.80140(6) 0.0259(4)
C12 -0.3048(2) 0.4851(2) 0.76642(5) 0.0247(4)
C13 0.2710(2) 0.3406(2) 0.80633(6) 0.0228(3)
Cl14 0.13318(19) 0.37648(17) 0.93417(5) 0.0156(3)
Cl15 0.1577(2) 0.4694(2) 0.96658(5) 0.0227(3)
Cl6 0.0997(2) 0.6130(2) 0.96548(6) 0.0244(4)
C17 0.0171(2) 0.66767(19) 0.93165(5) 0.0208(3)
C18 -0.0068(2) 0.5769(2) 0.89916(5) 0.0239(4)
C19 0.0497(2) 0.4317(2) 0.90023(5) 0.0212(3)
C20 -0.0456(2) 0.8161(2) 0.93201(6) 0.0257(4)
C21 0.3578(2) 0.80433(19) 0.09185(5) 0.0192(3)
C22 0.3531(2) 0.7309(2) 0.12687(5) 0.0245(3)
C23 0.3910(2) 0.5813(2) 0.12880(5) 0.0204(3)
C25 0.4390(2) 0.57437(18) 0.06482(5) 0.0169(3)
C26 0.40178(19) 0.72393(18) 0.06000(4) 0.0150(3)
C27 0.4178(2) 0.79452(17) 0.02149(4) 0.0155(3)
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(14)

&4 TMC125: ZaF U 7IFDREER (A),

JP 5748737 B2 2015.7.15

Br1-C2
CI-N2
01-C3
NI1-C12
02-C27
C3-N4
C4-N5
C5-C10
C6-C7
N6-C20
N7-C23
C8-C9
N8-C27
C10-Cl11
Cl4-C15
Cl6-C17
C17-C20
C21-C22
C22-C23
C26-C27

1.8817(16)
1.351(2)
1.3603(18)
1.150(2)
1.243(2)
1.336(2)
1.378(2)
1.394(2)
1.397(2)
1.153(2)
1.337(2)
1.391(3)
1.333(2)
1.505(3)
1.403(2)
1.393(3)
1.433(2)
1.387(2)
1.384(3)
1.496(2)

CI-N3
Cl-C2
01-C5
N2-C4
C2-C3
N4-C4
N5-C14
C5-Cé
C6-C13
C7-C8
N7-C25
C8-C12
C9-C10
C14-C19
CI15-C16
C17-C18
CI8-CI19
C21-C26
C25-C26

1.334(2)
1.416(2)
1.4000(19)
1.3352(19)
1.377(2)
1.3361(19)
1.388(2)
1.396(2)
1.500(2)
1.392(2)
1.343(2)
1.443(2)
1.391(2)
1.401(2)
1.378(2)
1.393(3)
1.387(2)
1.395(2)
1.389(2)
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(15) JP 5748737 B2 2015.7.15

0000
&5 TMC125: —aF 7N EEEHA ().

N3-C1-N2 117.40(13) N3-C1-C2 122.73(14)
N2-C1-C2 119.84(14) C3-01-C5 118.24(12)
C4-N2-C1 117.04(13) C3-C2-C1 116.78(14)
C3-C2-Brl 122.00(11) C1-C2-Brl 121.22(11)
N4-C3-01 118.17(13) N4-C3-C2 124.20(13)
01-C3-C2 117.63(14) C3-N4-C4 114.39(13)
N2-C4-N4 127.69(14) N2-C4-N5 113.07(13)
N4-C4-N5 119.23(13) C4-N5-C14 130.97(13)
C10-C5-C6 123.85(14) C10-C5-01 116.26(14)
C6-C5-01 119.69(14) C5-C6-C7 117.03(15)
C5-C6-C13 122.23(15) C7-C6-C13 120.71(16)
C8-C7-C6 120.21(16) C23-N7-C25 117.25(15)
C7-C8-C9 121.17(15) C7-C8-C12 119.34(17)
C9-C8-C12 119.44(16) C10-C9-C8 120.10(15)
C9-C10-C5 117.49(15) C9-C10-C11 121.49(16)
C5-C10-C11 120.96(16) N1-C12-C8 176.3(2)
N5-C14-C19 125.34(14) N5-C14-C15 115.44(14)
C19-C14-C15 119.21(15) C16-C15-C14 120.88(16)
C15-C16-C17 119.74(16) C18-C17-C16 119.92(16)
C18-C17-C20 122.01(17) C16-C17-C20 118.05(17)
C19-C18-C17 120.60(16) C18-C19-C14 119.65(16)
N6-C20-C17 176.4(2) C22-C21-C26 118.37(16)
(23-C22-C21 118.96(16) N7-C23-C22 123.51(16)
N7-C25-C26 123.39(15) C25-C26-C21 118.52(15)
C25-C26-C27 119.04(14) C21-C26-C27 122.38(14)
02-C27-N8 122.72(15) 02-C27-C26 120.03(14)
N§-C27-C26 117.24(14)

MBI EMEFEERT S=DITERAL =,
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JP 5748737 B2 2015.7.15

%£6. TMC125 : —aF U 7IRICETBhihE ),

N3-C1-N2-C4 177.37(16) C2-C1-N2-C4 0.7(2)
N3-C1-C2-C3 -178.92(17) N2-C1-C2-C3 -1.0(2)
N3-C1-C2-Brl 0.1(2) N2-C1-C2-Brl 178.08(12)
C5-01-C3-N4 -5.6(2) C5-01-C3-C2 174.93(15)
C1-C2-C3-N4 0.9(3) Brl-C2-C3-N4 -178.11(13)
C1-C2-C3-01 -179.61(15) Brl1-C2-C3-01 1.4(2)
01-C3-N4-C4 -178.67(14) C2-C3-N4-C4 0.8(2)
C1-N2-C4-N4 2.8(3) C1-N2-C4-N5 -176.29(14)
C3-N4-C4-N2 2.8(3) (C3-N4-C4-N5 176.23(15)
N2-C4-N5-C14 166.77(17) N4-C4-N5-C14 -12.4(3)
C3-01-C5-C10 -106.03(16) C3-01-C5-C6 78.90(19)
C10-C5-C6-C7 3.6(2) 01-C5-C6-C7 178.29(14)
C10-C5-C6-C13 -178.31(16) 01-C5-C6-C13 3.6(2)
C5-C6-C7-C8 2.8(2) C13-C6-C7-C8 179.06(16)
C6-C7-C8-C9 0.5(2) C6-C7-C8-C12 176.70(15)
C7-C8-C9-C10 32(2) C12-C8-C9-C10 -173.92(15)
C8-C9-C10-C5 2.5(2) C8-C9-C10-C11 174.71(15)
C6-C5-C10-CY -1.0(2) 01-C5-C10-C9 -175.81(13)
C6-C5-C10-C11 ~178.19(15) 01-C5-C10-C11 7.002)
C7-C8-C12-NI -98(4) C9-C8-C12-NI 79(4) C4-N5-
C14-C19 15.1(3) C4-N5-C14-C15 -165.44(18)
N5-C14-C15-C16 -179.01(18) C19-C14-C15-C16 0.5(3)
C14-C15-C16-C17 -0.7(3) C15-C16-C17-C18 0.1(3)
C15-C16-C17-C20 178.20(18) C16-C17-C18-C19 0.6(3)
C20-C17-C18-C19 -177.40(18) C17-C18-C19-C14 0.7(3)
N5-C14-C19-C18 179.67(18) C15-C14-C19-C18 0.2(3)
C18-C17-C20-N6 167(3) C16-C17-C20-N6 -11(3)C26-
C21-C22-C23 -0.4(3) (C25-N7-C23-C22 0.2(3)
C21-C22-C23-N7 0.4(3) (C23-N7-C25-C26 -0.7(3)
N7-C25-C26-C21 0.7(3) N7-C25-C26-C27 177.85(15)
C22-C21-C26-C25 -0.1(3) C22-C21-C26-C27 -177.17(16)
(25-C26-C27-02 28.7(2) C21-C26-C27-02 148.41(16)
(25-C26-C27-N8 150.50(16) C21-C26-C27-N8 -32.4(2)
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F£7. TMC125 : —aF U 7IRICETIEAERFER/NTA—E— (A2),
BAMEFEMEFIEREIROMERS :—2712 [h2a*2U11+---+2ha*b*U12]

Uil U22 U3z U23 Ui3 U
Brl 0.04665(12) 0.01861(8)  0.01341(7) -0.00438(6) -0.00368(6) 0.01501(7)
Cl 0.0190(7)  0.0117(6)  0.0120(6)  0.0001(3)  -0.0022(5)  0.0019(5)
Ol 0.0265(6)  0.0163(5)  0.0105(5)  -0.0016(4)  -0.0054(4)  0.0075(4)
N1 0.0300(9)  0.0432(11)  0.0316(9)  0.0122(8)  0.0020(7) 0.0152(8)
N2 0.0204(6)  0.0122(6)  0.0109(5)  -0.0009(4)  -0.0023(4)  0.0040(5)
02 0.0261(6)  0.0184(6)  0.0122(4)  -0.0001(4)  -0.0004(4)  0.0082(4)
2 0.0244(8)  0.0123(6)  0.0119(6)  -0.0017(5)  -0.0017(5)  0.0047(5)
C3 0.0190(7)  0.0139(7)  0.0109(6)  -0.0002(5)  -0.0040(5)  0.0012(5)
N3 0.0319(8)  0.0144(7)  0.0125(6)  -0.0004(3)  -0.0029(5)  0.0102(5)
N4 0.0200(6)  0.0134(6)  0.0109(5)  -0.0008(4)  -0.0029(4)  0.0037(5)
C4 0.0169(7)  0.0118(6)  0.0122(6)  -0.0012(3)  -0.0019(5)  0.0025(5)
NS 0.0248(7)  0.0139(6)  0.0121(5)  -0.0024(5)  -0.0040(5)  0.0069(5)
Cs 0.0194(7)  0.0152(7)  0.0097(6)  0.0002(5) -0.0014(5)  0.0029(5)
C6 0.0163(7)  0.0168(7)  0.0142(6)  0.0009(5)  -0.0013(5) 0.0014(5)
N6 0.0301(9)  0.0215(8)  0.0561(12) -0.0013(8)  0.0098(8)  0.0097(7)
C7 0.0206(8)  0.0171(7)  0.0157(6)  0.0037(3)  0.0016(6) 0.0031(6)
N7 0.0230(7)  0.0167(6)  0.0161(6)  0.0013(3)  0.0013(5) 0.0037(5)
C8 0.0186(7)  0.0248(8)  0.0105(6)  0.0037(5)  0.0006(5)  0.0066(6)
N8 0.0264(7)  0.0159%(7)  0.0159(6)  0.0017(5)  0.0002(5) 0.0080(5)
C9 0.0171(7)  0.0285(8)  0.0121(6)  -0.0008(6)  -0.0003(5) -0.0004(6)
C10 0.0197(7)  0.0203(7)  0.0088(6)  -0.0008(5)  0.0006(5) -0.0021(6)
Cll 0.0324(10)  0.0224(9)  0.0229(8)  -0.0009(7)  0.0032(7) -0.0080(7)
CI12 0.0226(8)  0.0345(10)  0.0172(7)  0.0074(7)  0.0021(6)  0.0073(7)
C13 0.0168(8)  0.0220(9)  0.0289(9)  -0.0007(7)  -0.0013(6)  0.0000(6)
Cl4 0.0172(7)  0.0123(6)  0.0170(6)  -0.0028(5)  -0.0013(5)  0.0034(5)
C15 0.0260(9)  0.0190(8)  0.0218(8)  -0.0072(6)  -0.0059(6)  0.0071(6)
Cl6 0.0243(9)  0.0183(8)  0.0296(9)  -0.0098(7)  -0.0040(7)  0.0046(6)
C17 0.0174(7)  0.0136(7)  0.0317(9)  -0.0016(6)  0.0033(6)  0.0048(5)
C18 0.0274(9)  0.0190(8)  0.0247(8)  0.0009(6)  -0.0014(7) 0.0107(6)
C19 0.0269(9)  0.0180(8)  0.0176(7)  -0.0023(6)  -0.0041(6)  0.0093(6)
C20 0.0192(8)  0.0184(8)  0.0400(10) -0.0008(7)  0.0054(7) 0.0048(6)
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ogooooao
Upg U2 U33 U23 Ui3 U

C21 0.0246(8)  0.0157(7)  0.0172(7)  -0.0020(5)  0.0016(6)  0.0070(6)
22 0.0329(9)  0.0249(9)  0.0164(7)  -0.0025(6)  0.0064(6)  0.0092(7)
€23 0.0237(8)  0.0228(8)  0.0152(7)  0.0023(6)  0.0047(6)  0.0037(6)
€25 0.0225(8)  0.0146(7)  0.0133(6)  -0.0009(5)  0.0004(5)  0.0053(5)
26 0.0180(7)  0.0142(6)  0.0124(6)  -0.0007(5)  -0.0008(5)  0.0041(5)
27 0.0209(7)  0.0118(7)  0.0132(6)  -0.0014(5)  -0.0029(5)  0.0031(5)

oooooao

oooo

#&8. TMC125 : ZaF U 7IFCHYT KRR FEEFESLIVEFRRFEMATA—5— (A2),

x/a y/b z/c U
H3NA 0.475(3) -0.280(3) 0.9045(7) 0.020(5)
H3NB 0.481(3) -0.202(3) 0.9414(8) 0.031(6)
H5N 0.249(3) 0.221(3) 0.9594(7) 0.026(6)
H7 0.012(3) 0.504(3) 0.7824(6) 0.023(6)
HI1IN 0.323(3) 0.948(3) -0.0097(8) 0.035(7)
H&NB 0.252(3) 0.941(3) 0.0269(7) 0.027(6)
H9 -0.349(3) 0.196(3) 0.7732(6) 0.019(5)
H11C -0.166(3) -0.002(3) 0.8288(8) 0.047(8)
H11B -0.123(4) -0.109(3) 0.7880(8) 0.049(8)
HITA -0.296(4) -0.052(3) 0.7915(9) 0.050(8)
HI3A 0.303(3) 0.426(3) 0.7926(8) 0.039(7)
H13B 0.293(3) 0.362(3) 0.8330(8) 0.042(7)
H13C 0.342(4) 0.263(3) 0.7991(8) 0.043(8)
H15 0.216(3) 0.435(3) 0.9897(7) 0.030(6)
H16 0.114(3) 0.676(3) 0.9882(7) 0.033(6)
HI8 -0.065(3) 0.614(3) 0.8745(7) 0.034(7)
HI9 0.033(3) 0.374(3) 0.8787(8) 0.036(7)
H&NA 0.333(3) 0.909(3) 0.0910(7) 0.027(6)
HONA 0.326(3) 0.779(3) 0.1487(7) 0.029(6)
HION 0.389(3) 0.527(2) 0.1518(6) 0.018(5)
H25 0.469(3) 0.523(3) 0.04406(06) 0.021(5)
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£9. TMC125 : ZaFU7IFICBELGRIRLF-KER/EER (ABLU).

D-H.A d(D-H) d(H...A) d(D...A) <(DHA)
N8-HIIN..N2#1 0.83(3) 2.25(3) 3.068(2) 169(3)
N3-H3NA..N7#2 0.85(2) 2.15(2) 2.925(2) 151(2)
N3-H3NB...02#3 0.84(3) 2.08(3) 2.9063(18) 165(2)
N5-H5N...02#4 0.81(3) 2.28(2) 3.0194(19) 152(2)
N8-H8NB...N6#5 0.84(3) 2.24(3) 3.072(2) 170(2)
MM EREFERALTCEBmREFETER L,

#1 x,y+1,z-1 #2 —x+1,~y,~z+1 #3 x,y-1,z+1 #4 —x+1,-y+1,—z+1 #5 —x,—~y+2,—z+1
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Ooo0o0ogano
TMC1252E (ug/mLY1%TPGS TRIELE-5i%)
B 1:1 HiEZDHA | 1:1 TMCI125 FB: | TMCI125 FB O &
B
45 & HPMC HPMC E5
()
E5Cps
5 374.65 301.59 47.00 22.36
10 589.76 167.03 30.41 52.04
20 719.76 112.92 39.35 57.03
30 748.78 97.98 43.78 58.96
45 657.07 83.07 45.07 59.83
60 539.53 79.72 47.14 60.10
FB: dsitis &
Co-cryst: £ THELFE-TMC125L=—aF U FIFORESR
FERIIK7IZ7AvkT 5,
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