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Study on the Chemical Constituents of Alopex Lagopus Bile Powder
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[Abstract]

The methanol extract of the bile powder of Alopex lagopus was separated and purified using macroporous

Objective: To study the chemical constituents of the bile powder of Alopex lagopus. Methods:

resin, ODS column chromatography, forward silica gel column chromatography, and preparative HPLC. The
chemical structure of the compounds was identified based on their physicochemical properties and spectral
data. Results: Five compounds were isolated from methanol extract and identified as tauroursodeoxycholic acid,
taurochenodeoxycholic acid, taurocholic acid, taurodeoxycholic acid, and ursodeoxycholic acid. Conclusion:
Tauroursodeoxycholic acid, taurochenodeoxycholic acid, taurocholic acid, taurodeoxycholic acid and ursodeoxy—
cholic acid were all isolated for the first time from the bile powder of Alopex lagopus and from this genus of
animals.

[Keywords] bile powder of Alopex lagopus; chemical constituents; structure identification; tauroursodeoxy—

cholic acid; taurochenodeoxycholic acid; taurocholic acid; taurodeoxycholic acid; ursodeoxycholic acid
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Rk (g 20 Gl TR A BRA AL L5 - R142549 ) FEE( R
BT R 2R A BRA R #E5 :20230002) 5 £ P (KT
TR TABRA L HE5 :20230426) ; PR ER (P P Rl# 1
WAEBRAT 5120230324 ) s =S P LT R A/IME T AR
]S :20221108) 0 B ALK E [ 28 e V48 2 Ak T IR
FEEE I, W TR S P i AT A A e b IR 3%, B — W Pk R
FHMEARH, 37 CHET48 h, FRAFTEATALH T o B Ip T B
R R TR B4 2 I R EVIUE Sh i i Ik
2 HESHER
2.1 #ESH  BUEIRRE3000 g, F M RS A AR SEBGIUE ,
AR B ZE T B Y278 .4 o, BUEE AT KY HY B4R B
270.0 g, FH2 LZEIB KA, 3 U8 DR & RAL IR HP20%E , 4R
WHHZEIRIK 20% 15 .50% £ BE . 70% £ T .95% £ BEAS: 1 Uk
R, A5 B 5 5 Fr. 1 ~Fr.5 0 BL209% £ B BE B 843 (90.0 ¢, LA
I BE 7K IR R 48, R ODSHE i 4 B9, 75 B 94 i 43
Fr2.1~Fr2.9. 43 M5 24 40 Fr2.2 Fr2 7R i s -TR IR A
B AT A 1(8.3 o) B AL EH2(24.9 ¢)  HL50% 2.
BB 43 (65.0 ¢ )il it FF BV A, Z2ODSHE (i 4055, 15 5]
5T Fr3.1~Fr3.5.Fr3.1 . Fr3.4 4 45 HPLC (40% FF s ) 41
1k, 152 543 (72.8 mg) AL A H4(33.1 mg) o BURFLB NG
95% 2,5 Bk L &8 43 (40.0 ) ik oA €033 43 5 15 B 8 4~ ¥ 40
FrS.1~Fr5.8, LLG (T — H SR TR BN AH , Hi)2 ik ik sty S0k
XS Frs. 7T 58 AR R A H5(4.5 mg)
22 #HER AW AGKHA,ESI-MS:ms S00[M+H],
T 72 43 F 2 CoHsNOGS , TR AN RN FE Sy 7., 28 40 B 1% 4
202 nmAb R RIS, $27R T RE AR R

"H-NMR (600 MHz, DMSO—-d,) = £ X 1 8 7 H 34> 5 44
BERZARAE R B LT F 155, 4391286 0.88(3H,d, J=6.0 Hz),
0.87(3H,5),0.61(3H,s); 137 X S om HFRIE IR (558
329(1H,m),3.28(1H,d,J=3.8 Hz),3.26(2H,m),3.17(1H,s),
2.52(2H,t,J=1.9 Hz),2.05(1H,ddd, J=14.8,10.1,5.2 Hz); ik
X b R T B FIN_E I S 7.66(1H,t,J=5.6Hz) .
Horp 2 ANFRAE I F L {5 56 3.26(2H,m) IS 2.52(2H,t, J=
1.9 Hz) , 737 A NH-CH, M1S0,-CH,; H-3 FTH-7 1% A A Ak 2%
PRS0 R6 3.29(1H, m) 1S 3.28(1H,d, j=3.8 Hz).o

BC-NMR (150 MHz, DMSO) 3% H 8 7R H 26 M kA5 5 o H
BRI 56 172.04 (C-24) ;2R A 2R (E
BA356 69.75(C-3) .69.46(C-7) ; 11N FF 365 5
N8 34.93(C-25); 117 SOL M F BLF 56 54.67(C-26);
HA 10T H B TAR 547 3108 34.86(C-1).30.26(C-2) .
37.29(C-4).37.74(C-6).20.85(C-11).42.20(C-12).26.73
(C-15).28.17(C-16).31.53(C-22) }232.61(C-23) ;6K H!
FEfRAF 5503 R 43.02(C-5).38.71(C-8).43.08(C-9) .
55.86(C—14).48.60(C-17) }235.49(C-20) ; 21245 5 735
A6 33.77(C=10) %50.62(C-13) ;34 H IR AF 5 2 3 Js
12.05(C-18).23.33(C-19) % 18.48(C-21) LA R E N RS
WEANTIZA A PR R S R 205

ZEGHMBCELE(ILE ) ,6, 0.87(H-19)56, 34.86(C-1) .
38.71(C-8).33.77(C-10) X42.20( C-12)4 W W AHE , #7519
o F L T 300 R C-1058, 0.61(H-18)586, 55.86(C-14)
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A R BARSE, $78 C- 1300 35— F 3 . WAk & 40 S 1R 1
T BE R R A3 AR AR OCAR 5, a6, 1.46(H-4) 58, 69.75
(C-3).69.46(C-7)%33.77(C-10)F B BAH K ;6 3.28(H-7)
58, 50.62(C-13)A W WA AL E W MEE TS, 1.15(H-22),
230 E AN ES, 1.92(H-23).2.05(H-23), LA K 25%
W S, 3.26(H-25)356, 172.04(C-24) B B,
8y 7.66(N=H) 558, 172.04(C-24)4 FH AR, HEm M BE 77
TEBERE

LA U LE R, Socmie i oA — 30, e e sy
SoE R AR SRR AL A 1 H-NMR A C-NMR I & W1

4 " 6
B1 &% 1 MEE HMBC B
F1 &% 18 'H(600 MHz,DMSO)
X BC(150MHz,DMSO )&% R 538

75 By & || BT & &

I 092(1H,dd,J=142,32 Hz) 3486 || 15 130(1H,m) 2673
1.31(1H,m) 1.84(1H,m)

2 LI2(IHm) 3026 || 16 L17(1H,d,j=3.0 Hz) 2817
1.48(1H,dd,J=9.2,3.6 Hz) 1.74(1H,m)

3 329(1H,m) 6975 || 17 3.17(1H,s) 4860

4 146(1H,s) 3729 || 18 061(3H,s) 12,05
1.65(1H,s)

5 132(1H,d, =60 Hz) 402 [ 19 087(3H,s) 2333

6 139(1H,dt,)=127,35H2) 3774 || 20 1.01(1H,t,/=9.6 Hz) 3549
1.67(1H,t, J=6.4 Hz)

7 328(1H,d,j=38 Ha) 6946 || 21 0.88(3H,d, /=60 Hz) 1848

§  134(1H,m) 3871\ 22 LI5(1H,t, /=47 Hz) 3153

163(1H,dd, j=8.7,4.2 Hz)
9 128(1H,d,J=103Hz) 4308 || 23 192 (1H,m)
205(1H,ddd, J=148,10.1,52Hz)  32.61

0 - BIT| U - 172.04

11 L19(1H,d, =52 Hz) 208 || 25 326(2H,m) 34.93
1.35(1H,m)

12 136(1H,s) 4220 || 26 2.52(2H,t, /=19 Hz) 54.67
146(1H,s)

3 - 5062 || 27 7.66(1H,t, 5.6 Hz) —

14 L1(1H,m) 55.86

&2 AR, ESI-MS: m/z 500[M+H]*, #i & 4> F
KA CoHGNOGS, T FNEE Hy5 . K HMERELE203 nmAl B~
IR, 487 1] BEAFAE IR HE A

'H-NMR (600 MHz, DMSO-d,) =1 3 X 5 5 7 H 345 A
H 3715 56 087(3H,d,J=6.6 Hz),0.83(3H,s),059(3H,s);
Fg X R 2 R L B R R R 558 3.62
(1H,d,J=3.1 Hz),3.16 (1H,m) ; k% X H IR T BERLZ5 N
AnEERES 7.67(1H,t,J=5.5 Hz)
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BC-NMR (150 MHz, DMSO )i H 7 H 26 M (5 5 o H
oI BERERE 5N 172.08 (C-24) ;2134 S0 B Uk FF 36k
F5 NS 70.36(C-3) 566.18(C-7); 17ENAY I H L6k
HEONS 3549(C=25); 1TMEESOMINE I EME5-18 50.63(C-26);

HA 10T H 3E0A5 543 R 35.34(C-1).30.58(C-2) .
39.65(C—4)\34.83(C—6)\20.26(C—11)\39.37(C—12)‘23.18
(C-15).27.81(C-16).31.51(C-22) }32.59(C-23) ;6K H
FEBRAG 557 5 6 41.45(C-5).39.15(C-8).32.27(C-9).
50.01(C-14).55.55(C-17) 35.04(C=20) ; 24 Zt5 A5 543
H6 34.76(C-10) & 41.93(C-13) ;3 H 8 {5 5 2 5 K
5 11.68(C-18).22.74(C-19) X 18.35(C-21) - LA A ilk S AZ 1
BRI TIZA A PR R S AR B0

ZEAHMBC S (WLE2),6, 3.26(H-25)F18, 50.63(C-
26)A BB AH S KB BESEAHE 56,4 7.67(N-H)58, 35.49(C-
25) 4 W AEDG ¥ C-25 5 BB EENAHE ;6 3.26(H-25)555,
172.8(C-24)F M A .8, 7.67(N-H) 58, 172.08(C-24)
T B AHSE Wi S Fr B 5 A ik BOAH 3% 5 230 3 FH 3k 1+
2456, 2.05(H-23).1.93(H-23), 58, 35.04(C-20).31.51
(C-22) }%172.08(C-24 )7 BH S AH C 5 220 W 7 5L 244,
1.62(H-22).1.16(H-22), 58, 55.55(C-17).18.35(C-21) &
172.08(C—24) A W1 S AHOC , F P Bt B i BOAH i 56, 1.31(H-
20)56, 41.93(C-13)}27.81(C-16)7 A AH L , 4 79 BE B
W PR C—-17 L, TR AE T OB A 7 P23

LA U PR, 5ok o SR — 30 e e e
SR A 1 25 A IR ER (TCDCA) o b A 42 1) 'H-NMR B "C-NMR
158 W2,

x2 k&% 28 'H(600 MHz, DMSO)
& "C(150MHz, DMSO )iZREE4E

75 8y & || 5 8y &
| 086(Hd130Hz) 3534 15 097(1H,dd,=120,63H) 2318
69(1H, m> 1.66(1H,m)
2 5( 3058 16 120(1H,d,J=13.0 Hz) 7181
(1Ht]45Hz) 1.78(1H,m)
3 6( 036 17 105(1 m) 55.55
4 l45(de42Hz) 3065 18 059(3H,s) 11.68
2.19(1H, 1d/134 113 H)
5 124(1H 4145 19 083H,s) 20.74
6 181(1H 3483 20 131(1H,q,/6.7,56 Hz) 35.04
(1
7 2(Hd]3le) 6618 21 (3Hd]66Hz) 1835
8§ 134(1H,m) 015( 2 LI6(1H, m) 3151
1.62(1 Hddd] 13.0,67,32 Hz)
9 L74(1H,dd,=140,100 H) 3227 23 193(1H 3259
2()5(1H ddd, J=148,100,5.1 Hz)
0 - Ui % — 17208
11 LIS(IH 2026 25 326(2H,d,J=3.7Hz) 3549
138(1Hd]2 1 Hz)
12 189(1H,m) 3037| 26 251(2H,m) 5063
109(1H,
3 - 4193 27 767(1H,,J55 He) —
14 140(1H,dd, 115,68 Ha) 5001

B2 &YW 2HEE HMBC B

EW3: HEN AR, ESI-MS: mz 538[M+H]", #i %€ 5+ F
KA CoHsNOSS , THEAEHNEE K6, SAMEEAE202 nmik 7R
e RKIM, $7m T REAFAE 3

'H-NMR (600 MHz, DMSO—d,) 25 3% X 7 {5 7% HH 34~ 4RAE
FEFFI5 56 091(3H,d,J=6.5 Hz),0.81(3H,s),0.58 (3H,
s ) IR X P BR T U N L T B AS 7.65(1H,t, J=
5.5 Hz) , 3 MREERFE 55108 4.30(1H,d, J=4.5 Hz),
4.10(1H,d,J=3.6 Hz),4.01(1H,d, J=3.5 Hz) -

BC-NMR (150 MHz, DMSO )i 1 {2 7 26 ik {5 5 o H
oI BERERR R 5 6 172.09(C-24) 5 3434 S AR 3Rk (5
FR6 70.46(C-3).66.25(C=7) S 71.00(C-12) ; I-FEN L
BB (55 6 35.49(C-25) ; 17~ HESO, /W H A5 5 M
50.61(C-26); HAA W B (550 ks 35.33(C-1).
30.42 (€ -2).40.06 (C -4).34.87 (C -6).28.55 (C -11).22.82
(C-15).27.29(C-16).31.60(C-22) }¢32.74(C-23) ; 6~ 1K H
FERRAF T4 B R 41.55(C-5).40.06(C-8).26.20(C-9) .
41.35(C-14) .46.12(C-17) &35.15(C-20) ; 2 Z05 A5 543l
K8 3441(C-10)54576(C-13);34H Bl (55507108 12.36
(C-18).22.64(C-19) F217.12(C-21) . L5 A TR BN L EIE 2>
Mrizfb & WAz R 2 G .

255 HMBCEE , 2347 W H 3 B2 58, 2.05(H-23).
1.93(H-23), LA K6y 3.26(H-25).8, 7.65(N-H)¥ 55,
172.09(C-24 )G W R, SRl h B sy 178 (H-17).
0.91(H-21)43 1458, 35.15(C-20)44 WA AR 5, 5 22 6% 1)
AL RC-1700. (WLE3)

AU RE R, 5 S0 B A — 2 B e AL S Y
HEAAER (TCA) AL A H3HY H-NMR A C-NMR A& WL 3.

B3 &% 3 8EE HMBC B
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£3 &4 38 'H(600 MHz,DMSO)
& BC(150 MHz, DMSO )% 4135

r?% 5}{ 6(, J?E_Jl‘ 5]—1 8(,
1 085(1H,m) 3533 || 15 096(1H,id,J=12.1,58 Hz) 2282
1.64(1H,s) 163(1H,s)
2 127(1H,m) 3042 || 16 114(1H,d,]=347Hz) 27129
143(1H,s) J2(1H,m)
3 307(1H,p,J:63,58 Ho) 7046 || 17 178(1H,m) 46.12
4 20(1H, m>
145(1H 4006 || 18 058(3H,s) 12.36
5 (le) 4155 || 19 081(3H,s) 2,64
6 135(1H,d,J=23H2) 3487 || 20 1.27(1H,m) 35.15
179( )
7 361(1H,m) 6625 || 21 091(3H,d,j=6.5 Ha) 17.12
8 133(1Hrl]29Hz) 4006 || 22 LI6(1H,d, 5.1 Ha)
61(1H,s) 3160
9 4(1Hm 2620 || 23 193(1H,dd,}97,65H) 3274
205(1H,m)
0 - M4l | ¥ - 17209
11 13701H,d,)227H2) 2855 || 25 3.26(2H,dt, 81,60 Ha) 3549
141(1H,d,J=3.5 Ha)
12 378(1H,d,J-34H) 7100 || 26 251(2H,m) 5061
B3 - 4576 || 27 7.65(1H,1,/=5.5He) -
14 197(1H,m) 4135

B4 HEKER,ESI-MS:m/z 522[M+H]*, i€/ T
FACoHsNOGS , T FNEE H7 o BEAMETETE202 nmik 7R
KR, 387 1T BEAF AL

'H-NMR (600 MHz, DMSO-d,) {5 3 X 5 8 718 Y 34 AiE
I F1558 0.91(3H,d, J=6.6 Hz),0.84(3H,s),0.59(3H,
) IR B T BERES AN LT 2 48 7.65(1H 1, J=
5.4 Hz), HA M ERER 5550086 4.45(1H,d,J=4.5 Hz),
4.19(1H,d, J=4.2 Hz) . 525 HEAE R T T5 588 3.78
(1H,d,J=3.8 Hz),3.35(1H,m)-

BC-NMR (150 MHz, DMSO) i H i 7 tH 261~ {5 5 o He
HHIANBERERR 55 08 172.07(C—24) ; 21 E R B 2L 5
548 69.97(C=3)&%71.00(C-12); 1N P H HGR (S
K8 35.16(C-25); 11-ESO,HE F IE(F 5 6 50.61(C-26);
A 1040 H 6 A5 52 18 35.08(C-1).30.25(C-2)
41.63(C-4).26.99 (C-6).26.11 (C-7).29.04 (C-11).23.52
(€C-15).28.60(C-16) .31.54(C-22) }35.49(C-23) ;6 K
FRRAF T4 BINS 36.32(C-5).41.63(C-8).32.72(C-9) .
46.11(C-14) .46.00(C-17) }235.65(C-20) ; 2 Z=H5k A5 543 7
H8 35.65(C-10) K 47.45(C-13) ;34 ILBR AR 54351 M6
12.46(C-18).23.11(C-19) 5 17.08(C-21) . &5 Ak % W 5L
WAATIZA S P B R S AR 205

LA HMBCEE, 7T AR E MIEE AL B 6y 091(H-21)
58, 46.00(C-17).31.54(C-22) }35.16(C-25)F W A,
PR H I TE C-201 36, 7.65(N-H).3.26(H-25) .2.03(H-
23) K 1.80(H-22) 56, 172.07(C-24)7 W W AH & , $E/R 7 7E

86

Wtz Fr B, BT 2 C— 1 7L B (& 0 . (DL IKI4)

ZEE LI EAR A, 5Ok gl A —20 # e b &9k
A NHER (TDCA) AL & W4 ' H-NMRFIBC-NMR T8 1L
*4.

B4 &% 489EE HMBC B

=4 L& 41 'H(600 MHz,DMSO)
X BC(150MHz,DMSO )R 5038

F5 b 5 || 5 8 8
I 125(2H,m) 3508 15 098(1H,dd,J=122Hy, 55H2) 2352
1.56( 1H, dd, J=10.8 Hz, 8.6 Hz)
2 145(1H,d, =117 He) 3025 16 135(2H,m) 2860
126(1H,s)
3 335(1H,m) 6997 | 17 175(1H,d, /=49 Ha) 46.00
4 (sz) 4163 | 18 059(3H,s) 1246
5 132(1H,s) 3632| 19 08403H,s) Bl
6 L16(2H,s) 2699 20 16202H,m) 3565
7 105(2H,m) 2611{| 21 091(3H,d,J=6.6 Hz) 17.08
8§ 128(1H,s) 4163 22 180(2H,m) 3154
g (Hddd] 140,98,65H2) 3272 | 23 203(2H,m) 3549
0 - Y| U - 17207
11 124(1H,5) 904 25 326(H,m) 35.16
12 378(1H,d,J:38 H) 7100 | 26 239(1H,m)
262(1H,m) 5061
B - 4145 21 765(1H,1,J=54 Ha) -
14 15115, /=50 He) 4611

EYS: A A ESI-MS:m/z 393[M+H]*, #i5E T
TR CoHyO,, TR ANEE A5 L HMEETE201 nmih 7R i
R, 327 AT REAEAE AR SN

'H-NMR (600 MHz, DMSO-d,) &5 3% X 1 fit 7% Hh 34~ 4 fiF
57556 088(3H,d,J=6.1 Hz),0.87(3H,s),0.61(3H,s);
X R 3R TH 58 11.94(1H,s),443(1H,m),
3.87(1H,d, J=6.8 Hz) 52 5E ELBEAH I Y G T-5 508 3.31
(1H,m),3.28(1H,d, 9.5 Hz) -

BC-NMR (150 MHz, DMSO) i # 2.7 H 24 Mk (5 5 o He
o 1 sp 2R AR IR IERRF 5 6 174.92(C-24) ;2 A MR
HILRRAE 520901 6 69.72(C-3) 5%69.45(C=7) ;107 H 3
AF 543 A6 34.84(C-1).30.77(C-2).37.73(C-4).37.27
(€-6).20.84(C-11).40.06 (C-12).26.73 (C-15).28.17 (C-
16).30.25(C-22) }%30.77(C-23) ; 6 MK H £k 5 5 7390 M6
69.72(C-3).42.17(C-5) .69.46(C-7) .43.01(C-9) .55.84(C-
17) %33.77(C-20) ;220 {5 5 50 1 s 34.84(C-10) K
43.08(C-13); 3 H FEf (5543 18 18.31(C-18).12.04(C-
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19) 523.32(C-21) LR B EAZMEEAR AT iz B W R
ARG,

455 HMBCEIRE , 23400 3% 24408, 2.22(H-23).2.09
(H-23), LIRS, 1.19(H-22)3 58, 174.92(C-24)4A W L
X RIS C23 M 56, 1.93(H-12).1.37(H-20).0.91
(H-16)%0.61(H-18) 73l 56, 55.84(C-17)78 B AH G, 4
T2-F LR B S R ke i BT , ELE B B B )
C-1717 , (WLIE5)

LA U LR R, 5ok o A — 2 e e
S RERENARR AL A5 B H-NMRAIEC-NMR I & W25,

Bs5 &% s5mEE HMBC B
x5 & 58 'H(600 MHz, DMSO)
& BC(150 MHz, DMSO )&% E1E
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