Bk (1 > 500) /20 ) AbREEF + U v AEEHK (1
— 1000) /FEfe (100) 7E#& (200 : 100 : 50 : 1)
il : HEXZ v b ORERREIH 10 2ickhd X5 1
T 5.
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VAT LOERE  BEEERIR 2 pL KO %, EELOSKM
TEVET B L &, hERZ v b, NEEHEOIEHICE
HL, Zo08EEE 5 DLETH 3.

VAT LAOFEYE BRI 2L KD %, REIOSLH
THABRE 6 MR VIRT & &, NEEHEO ¥ — 7 i
K33 ERXEZ v b ¥ — 7 EfEOHOHEERER
ik 1.0 % LFTH 3.
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CssHzN;O5 « CHLOsS : 679.78

(5’S, 10R )-5"-Benzyl-9, 10-dihydro—12 ~hydroxy-2 "~
methylergotaman-3/, 6% 18-trione monomethanesulfonate
[6190-39-2]
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AR TERT S & &, BELERECSTL, AvrEgY
EFrzAzX Iy (CoHuNsOs « CHO:S) 97.0 % LI L%
&t

X AREBEe~EEEX3KEE~EREtohRT
»35.

AfhIEEER (100) WETRTL, A%/ —AXiF7un
AL LCRRETICL L, KR4/ —n (95) IKBETIC
K, BKEEZ Y ZFAr—F ARG EAEEBET R

AEEHIC X > TR A ICERT 3.

A - 89 214 °C ().

SHEERY Y

(1) A1 mg % EAERAEWK (1 — 100) 5 mL K
2L, TOWR 1 mL I 4~V AFAT I ) RVIATATEF
o HEAESE () 3K 2 mL M2 CIWVEES & %, KT
HEarET 5.

(2) & 01 g K/KEBIEF Y VA 04 g ZINZTEL
HERE, RACREL, KILT 5. & EREWICK 10
mL #inz, #EIT2FCTMBEL, &tk 28T 2. AH|EIC
2 0.5 mL 2R 2B EHREBEOEMRICE 2T 5. i
A 0.1 g KFEEE 5 mL %1%, 5 HRHE Y BEAE,
AEL, AT VLRI 1 mL 225 &%, B
REHTH 3.

AVAFEY e ez gk Iy 711

(3) ARDAZ ) —1ERE (1 — 20000) KDO%, &5V A]
R REEC L VIR R 7 P AZHIEL, AFD RS
7 MERFBOBBAR 7 VAR EET B L &, F—KED
L T A ICFREDOMEE ORI % 38D 5.

(4) AEETEL, FHRRAR7 A JIBEORIE S Y
YV LEEREIC & W RBRE T, RO AT P RO
W27 v AT 5 L&, MEDORT b RE—EH
DL TAHEREDTRE DRI E FRD 5.

FEE (a)®: —167 ~ —22.7° [EREPCHEELALDD
05g X/ —A(995)/7uunrsris/TrE=TIK
(28) Bk (10:10:1), 20 mL, 100 mm).

pH A% 0.05 g #/K 50 mL IC&H» LD pH 1k 4.4 ~
5.4 TH 5.

HEESS
(1) &R KL 010 g KA X v 2k vBEBEK (T —
100) 0.1 mL KUK 50 mL # Mz CEH»T & %, KRB
BT, ZofRROHETE (1) Xid [2) VB .

ek (1) HAEg: () oo HEER 0.6 mL &UF
Hiba vy (D) oEOHEERK 0.156 mL % Zh ZhiE
Ml > CTIRML, TORCEDERE (1 — 40) iz
CIFREK 100 mL &5 3.

Kk (2] e (D) oo HEEK 0.6 mL, 1§
ez b (1) oo RKEFER 0.256 mL K U5
() DEOHBIFEK 0.1 mL % Zh EHIEREIC & - TR
L, CORICHED HHEE (1 — 40) %1z CTIEMEKC 100
mL &3 3.

(2) BEWHE ARECESBXELE#T T, BELARR
FHATFS. A 010g 27 rudsrs/2X ) —jR
W (9:1) 5 mL ICE»L, HABHAE LT 2. COf 1 mL
FIEMEICE Y, Zuusr /A% —ABKR (9:1) %
X CIEf#IC 200 mL & L, B#ARK (1) ¢ 55 CoOR
10 mL %IEfEWC e Y, smudrn/Ax 7 —1iRiE (9:
1) #INZCIEMIC 256 mL & L, UK (2) &9 5.
INLOWEICOE, HEZu~ o 7 X YV REY T
5. BRRAWE, BHEEEK (1) RO (2) oZhZh b L
FTOrEE I u< I3 7HY Y ATAERHCTERL 27
BRICA Ky VT3, RiIcY s/ rna iRy /B AL
J—=n/TrE=TK (28) {BiE (50:50:6:1) % REE
HeLTH 16 em BRL 2%, #EHREZGE<T 1 DA
T 2. BhIC, FieckFBBE LAY 7 vu 2 2 v /EiEe
IFN/AR ) —A/TrvE=TIK (28) 1B (50:50:6:
1) »EFEBEL LT 15cm BUERL 2% HEER%
BT 5. CHIKEBEH 4V AFAT I/ RVITAFE
FERREHECEE L B HEREER g5 &%,
BB OEEZEZRRY FUNDZR Ry &, BUARK
(1) B2 Ry PEVEL AL, »OBBERK (2)
B Ry PEVEWZKRy MT 2 BLITFTTH 3.

EERE 4.0 % LT (05 g, & « 0.67 kPa LLF, 100 °C,
6 F§E)-

EBE AW 2 BECEY, KA B/HB
(100) {E¥#% (10:1) 170 mL I ¥ # L, 0.02 mol/L &1
REEACHET 5 (BNEMEE). R0 AR cERARLT
v, HIET 5.
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0.02 mol/L @3§3EM 1 mL = 13.596 mg CxHxNsOs + CH.O:S

fr ik
RFEN B L <REFT 5.
wOB KBRS

AIINECE Rl b FI Y

Dihydroergotoxine Mesilate
DA N V= o N A P Y 5

HiC CHs o
(o] t
O~TN
H
NoNo e HC—sOgH
N

CHa
AL E KOT)L TN R= )\CHg
CH
AT KB-aTA TSV TFY: e T
CHs
CHs

ALEES L KO-B-TIA T2 YTF>Y: R= )vcm
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AV e Fezrgdar=y

CsiHuN;sO5 « CH,OsS : 659.79

(6’S,10R)-9, 10-Dihydro-12~hydroxy—2" 5~
diisopropylergotaman-3, 6 18-trione monomethanesulfonate
ALY e Fa-q-TA2 7 ) TF v

C32HisN5O5 « CHLO5S : 673.82

(5”S,10R)-9, 10-Dihydro—12"~hydroxy—2"~isopropyl-5-(2-
methylpropyl)ergotaman-3/, 6/, 18—trione
monomethanesulfonate

AVAEEY e Fu-B-TA=x 7 ) FF v

Cs2HisNsO5 « CHLOsS : 673.82

(6”S,10R)-9, 10-Dihydro—12"~hydroxy—2“~isopropyl-5-(1-
methylpropyl)ergotaman—3 6/, 18-trione
monomethanesulfonate

AV e Feza=ar ) ZF v

CssHauNsOs « CH.LOsS : 707.84

(5”8, 10R)-5~Benzyl-9, 10-dihydro-12"~hydroxy-2"-
isopropylergotaman-3/, 6/, 18-trione monomethanesulfonate
[8067-24-1, A Ay Fuzaa rF3 V]

AETRT S & &, BEL KL, AV gy
EFrzAd bF v Ava@gde Frzrgar=y
(CaHuN;Os * CHIOsS), AvAfiEYE Fu-—gq-zA =27 Y 7
F v (CeHgN:Os * CH/O:S), AL AT e Fu-g-TA=”
Y 7F v (CoHgNyOs « CHIOsS) RU AV AV E Frz
=7 Y ZF v (CeHaN;Os » CHIO:S) DIREW] % 97.0 ~
103.0 % &, ALVAEEYE Fuzaiaair=y

(CyHuNsOs « CHOsS), AL AT e Frza=s Y FFv
(CHuN:Os * CHO:S) RUEA L AEEY E Fuza=s U X
F v (CyHuN,Os « CHO:S) DN ERIEZNEN 30.3 ~
363 % TH5B Fh, AvAEe Fu-q A=) S
F v (CxHuN:Os * CHIOsS) & AV Ay e Fr-pg-T =
7Y 7F v (CuHeNsOs « CHIO:S) D& B 1.6 ~
25: 1 TH53.
M R AR~ REAOHRTD 5.

K A Z ) —niCeRBET T, =47 —n (95)
RRBETICL L, K TEF=MIANE 7 v i AICHE
K, PZFAT—FTARELAEBT AR

HETEER ASICOE, FANRNZ 7 P aflEEoRIES Y
U LEEREIC & W RBRETV», RKRDO AT P ERFHDOS
W7 MR T 2 L&, MEDR7 b GFE—HEEK
DL T AHIFEREDRE DRI EERD 5.

FEXE [(2)2: +11.0 ~ +15.0° (BKHCBREL2DdD
0.2 g ALK/ —n, 20 mL, 100 mm).

HESSS
(1) B A5 0.10 g #/K 20 mL A>T & %, KX
BT, ZOBRKROHBIEE Y DEL A\,

HEE - k=2 s b (D) oo EFRKR 1.0 mL
EesA (1) oo EFERK 04 mL KU (1) o
EOHEFRK 2.4 mL ) 2R (1 — 40) 212 <IE
fic 200 mL &3 5.

(2) ELRB AW 10g %eb, FoEcX VEEL,
HABEE1T5. MK ICEIMIEER 20 mL Mz 5 (20
ppm LIF).

(3) EEWE A% 0100 g #IEfEICED, Zrriar
L/AR ) 1B (9 : 1) KWEH»L, EMEKCSmL &L,
HEAE L T2, HlcEEsn< 79 7HACABEY e ¥
w7 ) RF v 0.010 g ZIFHECEY, Zvuisrasn/
AR —nJBHE (9 : 1) KEH L, EEFEI 100 mL &3
3. COW6mL, 4mL RUE2mL * FNFNIEHBICEDY,
sunkr i/ A —AEKE (9 :1) #inz<, %
NIEfEIC 10 mL &L, BHEAE (1), (2) kWU (3) ¢
T35 ThboRIcO%, HE v~ 77 7K YRR
175, 2L, EFRARHRCAEE ALty RBER,
B (1), (2) KU (3) 5ul FO%2HE v~ b
FO7RCY A TAERNCHEBE L 2EBRCA ARy VT
5. RV rua iRV /BgzFA/ AR ) —1/T vE=
Tk (28) B¥E (50:50: 3 : 1) R EFAIEE L LT 15
cm BEL 7%, EERTSECEEL, EHbICH IR
Lizvrzuun iz v /BgzFr/ 25 ) —A/T veE=TK
(28) 1Bk (50:50: 3 : 1) ZEBALKL: LEUH 156 em
Bt MHEWRZ 1 2DNCHETEZEIES. chic
4-VAFAT I/ RvXTAFE R« IEBARE %R
FL, HET2HLAKERL, Ric 40°C T 15 5[
253, REAKR»OBEEZRy FVUNDOZKEY M i
EAERK (1) 2oF2A Ry P WL &R, ZUEBRK
(2) »oBEARy PEVEBVREy NI 2ETT, »
OEWESIE (3) OB EY LBV EY NI 4HE
LIFTt® 5.

K 9 5.0 9% LT (0.2 g REFEHE HERT)-
EIES 0.10 % LUF (1g).



