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WL —b AF T
WML—eRAFT (D 1)
A A
(7)) By RS
WL —b ATy (20 1) BERHFERORSBEEEZHERT 5,
() RfEFEOFEOLUE
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aE pnld, 105°CT 3 Wrfijia e L 722, EE&3T2L &, WML —EXFI
—JKFi¥ (CeH9N3Os « HC1 - HoO) 98.0 % LA E& & e,

WHE - ALFAME HEML—t XFPr (XD 1) O - LR L
L.

file i B R

O A OKEHK(1—1,0000 5 mLIZ=2F FVU UEKE(1—1,000) 1 mL 1z, 3
SREIMET D L X, ZOWKIL, A ET D,

@ A OKEERA-IOE, EMOEHERICEET D,

@ AaOKEKR (1-100) S mLIZEFERAK 2 mL 2125 & &, KiE, HEA
FEL, BB TS L&, Ml WICKREEE R TEES DR
LD,

WIERBR WL —b 2F Yy (Fo 1) BEHBEEROMERRZ RS,

HLJEI R 0.3 % LA F (g, 105°C, 3 WFf)




MEGES 0.1 %A T (1g)
Bk A% 105 °CCT3RFMEEL., 20801 s 2B T 3HFETED
FTOBME L, ¥ 2mL 2z TEMN L, 0.1 mol/L iBMEFEEE 15 mL %

IEMEC B> T, K ET 30 SBUNEAS 2, Wi te . FEAKGH EHIOK FERR

ZMAZT60mL &L, WEoimEEEE% 0.1 mol/L FEfE - ~ U o AR CliE

BT D EMAERFEE)  fand (Z IV AZVASAF vy b - KFFRRE 1

mL) ZHWVWDHEOMKRIE, WIRO AN FERGZHE T, BxAICED D

LxLTd5, BN, FEEOHFETERBREZITVEIEST S,
0.1 mol/L 1B FEE 1 mL=10.48 mg CsH9oN30s - HC1 « H20
(1)  BEO LY
PEXZEEZNKGML -1, HAMEZERL, BoncEEYEEEEL T

ET 52 &,
(7)  BRIEFEDIEO U
WL —e2AF o (20 1) BEHBEORGFO HEOKEL T S,
A KA
(7)o Hi
gL —e 2AFT (20 2) REHFEOR GBI EZERT S,
(1) REDFEO Y
WL 2AFT (20 2) BEHBEORGFDO HIEOKEL T 5,

R - R DR (FEHR Y — % O RER 15 NS & EHR Y O jl oy U e OV
EHEORMEIZH DR, 33K - Rk, BAEOTHIEER, TR, A0 iRk,
FHEA - AR, A WEEL OV T U EEREDOHIE)
0.lmol /L Hifig )+ b U 7 A¥EHR

1,000 mL " EEEE ) R U 7 4 (CH3COONa : 82.03) 8.20 g # & e, e L TIRTE

95,
AL MEOKEEEE T R YU U A 8.2 ¢ (8.15~8.24 o) ZIEAKEEHIKNEEE A N 2 TI&

AL 1,000mL & L, ROEEZEIT I,
E U EERE T N YA 25 mL AABEE Xy FEHWTED . 0.1

mol/L i &k THgE L, TN RERKEZRE L EMAREE) . 2B,

fndEtn e LIl 7 AEMmE, ZREMmE U IR —E(RIRERZ AV 5,

2L, e EmE OSRERIZIFEENOLDOEHWVWD I LN TE D,
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MBI ERKETE 35 ) BT OO ORBREZROEBVBIET S L (TR
INBEFRST)

45 B BHAR I O B 53 RS B OMIRGE O J57 1555 0D 1
TNELERT R DA

7 g A AR
(7)) Aoy Bk
VB - AL PRI ~ e (%)
BRENTR Sy 33~37 % (1 g. HrtgWii’R)
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SRR I — fie D Rk T

(9)  sREER D HABRE

PR BRIE L. REIZROBIEIBEICE VBT 2 L &, HEREREPICEE T
LZMEOREEMET D HIETHL, ZOHFEIE, @i, A HIcR Ky LT
GENDIEEYOEGEEHWNDT-DIZHWEN, LA - T, Y IRk
Ay & U CHE £ 5 MY OB RS 9 5 M I & 2 Rl o & %
ET HTOIZHWD,

HFRIC, BlziE, 101 LA g EHETHHLDIE, KA1 g% 0.1 mg
DHIETEY, ZOHMEEZFLEL, ROBIEEIZLV@EEST L L&, 2OEKSN
Al gz o2&, 1 mgAFTHDZ a7, 0.1 WU TA g, W HE)
CHETHLDIE, ARK L g2 0.1 mg DHIETEDY, ZOHELZTEL, KD
BEBEIC L VRENT D L &, ZORODPTBEYHE LLARL 1 glizoXx, Img T
ThrZrErd, T, MBELEKRED D & EIX, LR EOHEO KM TR
L%, JET 5,

BRAEE

HHENU A, A IR D 5 DIEE 450~550 CTIERICAR D £ Tl
L, MLtk TOEEZ20.1 nig DHTETEY ., TORELZZET S,

AEHI, ARICHET 28O 10 %OHFBNTERIRL, AlRtOERWICAIL, £
DEEZ 0.1 mg ONTETEY, TOKEZLHET 5, ZHIZBRDEZINZ TRH




BEML, RAICMBLT, TEHMYIKETIEL A LR L, UL L 2%,
Wo e ARm L, FICHERDE T L THRA B L, AERELCRL Rholztk,
450~550 CTHEAL THEBWEZRICIKILT 5, A L%, TOEE% 0.1 ng
DHIETEY , ZOEMEEZLET D, WL, 7375 —2— (VAT N) TIT I,

B ST E T B EMETE S OB ERBL T T mg UL FCREATHNEEAICHENT.
FROBIEIZLIVEZENZOME LY K& W E & OTMBGE 5 O BLEN — € DH
B % b > TRENTND & &1L, RIS E TRAELT .
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HREZHANTHEATE 2RBREZHMOLE BV FHI-ICED L Z LI, #EY L
Wb,

2 TOMPTEOKEZITY Z L, MY RO D,
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WRET T X 2 M ORHIRT 7 X 2N T, SRR OEREHA N O 5oy Bk (2 B3
L85 (BRBIFERMETHISE) IRV TROFHA D OHIEEL L TED D
Z & (PR UOERSY, )

(35) AT T v
7 BE R
(7)) RoyHikE
GE OARMIE, 105 CTHFMEM L%, TR L&, HETFT7T IV
(C12H17CIN4OS - HCD98.0~102.0% % & T2,
WERE - LRI
O AdE, AAORRESUIFREREOR R T, BuVidiavn, UIEMC
REZENEHT D,
@ AREZ, KEFPOTL, =&/ — A XE 7V &Y SCEFIZL
<, T—=TIUZUF E L ERIT IR0,
@ @ #9245 COYR)
iR iR
O AREOKEKR1—50001 mLICEFFEREFIEL mLEXOUKE{ET Y ¥
LEHE(1—101 mLAEM L, MET 5 & &, Bk, EHarR Tl
IZEDY | HETDHEE, BBaomEEAE TS,
@ A0 KETKR(Q—500)5 mLIZ1 mol /L/AKEtF kU v L3 2.5 mL
BT = Vo7 oAb h U w7 LRHE0.5 mLEMZ, Wi, A VT X ) —
A5 mLEMZ, 257 L <IEVIRE, KB L, R T CBIET S
EE AT NVERFEAORINEHT D, ZOEILIE, Bt
2T D EWA, TAHVMEICRET EHOEND,
® AREOKERA—5000%, HELMOEMRISE ET 5,
O pH A&/M1.0 g(0.95~1.04 DIZAKZEMAZ TEHL, 100 mL& L7z
WIROpHIZ, 2.7~3.4TRIFIUTR B 720,
@ R AM1.0g(0.95~1.04 T AKZMATE L, 10mLET5 &
. ZOWKROEIE, 0.017 mol /LEZ v AfEH U v Aik1.5 mLIZK
ZMZ T1,000 mL& L7eiiR o6 L0 < TR B0,
© HilstE AG1.5g(1.45~1.54 9% &V . WiEHERERIEIC L 0 REHA
RZFHEL L. 0.005 mol /Liff£0.35 mL% F\ T Hulig 2 Fi8 L Chft



Pt OREBR 21T 5 & &, WA O 2T 5RE 1L, B O 2T 5
WL VELS TR 5720 0.011%LLTF),

@ AHEAE  ARG0.5 2(0.45~0.54 @IZ/k25 mLEMZ THEMN L, 2 O
K2 mLICHEEE2 mLAZ Nz, R IEE., Bm Lo, miEgs etk %
JEfEd 5 & &, BRmICREEOHT 2 LTI b,

® HE&R AM1.0g0.95~1.04 9% &Y, BELEABRIEF ALY
SBHATR 2 T8 L . $MEYERR2.0 mL& W CHER 2 8 L CEHEA R
ORBREITH L&, RENARO 2T 5 01%, BEIROZET 0L ViR
< T2 572020 pggbh T),

R R 5.0%LLF(0.5g, 105 °C, 2KFH)
FRENVESY  0.20%LL (1 g)

EEE Ad R OERRT 7 I AR 22N 2105 CCRRIEE L, =
NZNDHI0.1 g40.001 gDHTE TEY ., TOBIEZFLE L., TNZIT
BEfHZ N CTENP L, 26250 mLOEET 7 A3 IZENENA
. FICBEHZERE TN TENENS0mLE T 5, 2D DEK
100 mLE2EEy FE2HWTEYD, 50 mLOSET 7 X2 IZENEN
A, &2EEy b EHWCNEIERERS mLEZhZ2hix . BEtE%
R E TMZ T50 mL& U, SUBHEIR R OFEHEIR & 35, SBHRIRKE Y
EEAENR20 pLic D& | IROEMHETIRIE Y v~ ~ 7T 7ikIZ L Y 3Bk A 17
V1. B ua~ T T LD, FTTIVEWNZEEFEBATNVOE—
J A OZOmEELERD, RAUTLVEEEZRD D,

T 7 2 2 (C12H17CIN4OS - HCD D & £:(%) =M/Mr X Q1/Qs X 100

M : HERETF 7 3 A HE L DR ER S (g)

Mr : FBHFE B ()

Qs : EHWERDOLEBFRA T NOE— 7 WEICKTDHF T IO — 7 [Hifd

DLk

Qr : BRI DR EBFBATFNOE— 7 HEICHT AT T IO — Y EH
EO

BESAE

MHEs AN E R GHIERKE - 254 nm)
BT A N4 mm, £ X150~300 mm®D AT 2 L A B TRiE5~10

umDIEIE I a~ s 7HA I ZT o U b U B AV SR




R
77 KRFE 25 CrHhro—ERE
BEfH : 1-A 7 XV AVHR T b U U A1 gaOKERE (1—100)
1,000 mLIZIEN L, Z DiE600 mLICIEIA 7 o~ v 7T THA S ) —
VR e~ v 7T =M U VR (3 :2) 400 mL%E 0
Z. B35,
it F7 X OPRFRRE K125 2 72 D K S ICHHEES 5,
7 LOEGE - BENEIKR20 pLiIc o X, FEOEMTEET S X, F
T I ROZEBEFEBRATF VNPT OHET 2O AT 5,
NEEHER O REBFBA TNV mLEEEEy hEHWVWTED
50 mLER T T AT AN, AX ) —)VEERE TMZ TS50 mLE
L., NEEEHER T 5,
(1) RAFD I LD HLUE
W LI KRB R T H T &

A B (%)
(B #HET T I
T RE R
(7)) B Biss
G AR, 105 CTRFMEE L%, TRETDH L&, WBTFT7T IV
(C12H17N5049)98.0~102.0% % & T2,
WERE - LRI
O AdblE, B~ A EAOMS SUTR S TEDOBm R T, RWidan,
XITEN R R NEHT 5,

@ AREE, KIZROROETIZS L, =F ) — VD THEITIZ W,
@ s 9193 CHfiR)
RN Y

HieTF 7 X RGE A OHERERBRO KL Q2 M 2,
AAh DK (A—60)1%, HEEEOEMHEMISOR Q% &T 5,

pH A&41.0 g(0.95~1.04 IZ/KZMMZ TN L, 100 mLE LA
WROpHIZ, 6.5~8.0 T IE7 572w,
@ Hifk# AWdh0.20 g(0.195~0.204 @& &V | H{bWaBRIEIC LV R



BHAR 285 L. 0.01 mol /L¥ER20.3 mL%& AV CHulgig 2 i3l L <
b ORERZ1TH L&, BEHRIRD R4 HIRE 1T, ko 2R+ 5iR
W &0 < TUER 5720 (0.058% L T),

@ HilstE A5h1.5 g(1.45~1.54 g)IZ/K30 mL&X O\ L2 mL% il .
TN, ZHICKRZEMATS0mLE L, ZhvailEiRik s 35,
0.005 mol /L#iif#%£0.35 mLIZ A HiFE2 mLM& UOVK A2 T50 mL& L,
INEIR E U CHBEORBRZ1T 5 & &, FERARO 2T 218
(X, RO 2T 21RE X 0 E< TER572200.011%LL F),

@ ®HEAE AM1.0g(0.95~1.04 %8RV, ELERARIEHIEICLY
ABHATR Z TR L. $MEYER2.0 mLA AW CHEBR 25 L THEA B
ORBEZITHY L&, BEHARO R T 2 0%, HERORT 0L 0 E
STHEAR B2, 72720, BBHE, IR L CTE29(20 ng gbh T,

o 1.0%LL 0.5 g, 105 °C, 28FH)
REES 0.20%LLF(1 g
ERE KRR OERRT 7 I AR Z 22105 C T2z L, U
TERTT I CRERRROEREZERT 2,
fEfE T 7 X 2 (C1eH171N5048) D5 (%) = M/Mr X Q1/Qs X 0.9706 X 100
M : e TF 7 I U O HUE(Q)

Mr : FUBHER IR B ()

Qs : EHERDLZBHEBAFINLOY — 7 HBEICHTAF T IO — 7 Hifg

DIk
Qr : RBHARORZEFTBAFNLOE —V HBICHTAHAF T IO —
Bk
1)  (#)

A HHI(ZEDL)
(7)) Roy HikE
T 7 X s AR O Ry Hiks 2 ¥ 3 5,
(1) ARIED F kD FYE
T 7 X v BE IR ORAFEO FIEDEEEZERNT 5,
v #HK(ZD2)
(7)) B BisE
AT, T 7 I RGE IR, BIEHE 2R L7k SR
Th D,



G OANT. EETLHLEE, FREDIO~110%ICHHY T 2T 7 2 o~
(C12H17N5048) =& e,

feRB R
O AIEOFREITHE, WET 7 I UEEERFR0.02 g2 GivEs &
D . K50 mLE OAFER£10 mL., MFONCREE{RIH. Efkfafnishme. A8
Wil . AE IR ST B NG & S e AN H > T, n—~F P
20 mLAENZ, IRVIEEH%, FHEL, KEx2 50T 5, H1ODHHK
10 mLEFRE, ROAEI mLEED , KEMZ2T20mLE L, 20K
s mLAz &Y, LLTFHERT 7 2 v fE R FAROMERBRO & YA
Do
EEE ki, mAkEaFIEAEE, RERGEE. MEYEAE SO TEM AR A
FLLOIZH - TEEIEELZ, ZOMOEDIZH > TEFEAEEZH WS,

F1vE BT 7 X L (Ci1aH19iN:048)#90.02 g% 5 e 8 D A 2 4 W 35 341
FTEY., TOKEETHEL, 0.1 mol/LERRIK100 mLEZ £ &2y b
AWM %, o~ 20 mLa iz, EXEXREVIBERDES
50 COKIET T30 MRS 5, ftdh L7c#, 1,500 X g Thoy[HizE L5
BEL ., KE20 mLEEEEy PE2HWTED, 100 mILEELET T X
AR, BICKREERE TMATI00mLE L, AT T T 4V HF—

(0.45ym) ZHWTAHIBL, AREZREHAK E T 5, B, T T
VHEYESL A 105°C C2MER I L, 2 Df0.1g%0.001gDHiE TRV . £
DREEZFegk L, 0.02 mol /LRI 2 N2 T L, 100 mLE =7
7 A I AL, ®1Z20.02 mol /THEEEFIE 2 1547 & THlZ T100 mL &

L, fFHHE 32, BHRIR R OFFHEIR20 pLiIc > & | HReTF 7 I L 3iE
REROEEEOEESRM TRk n~ 77 7IEICEVRBRE1T 5,
GBonizzuo~ b 77 a0hb, FTIVvoE—7HEEZRD, KUK
D EEZRDD,

R T 7 2 L (C12H17N5048) D & 5:(%) =Mo/Mr X A1/As X 1/5X0.9706 X 100
M, : BT 7 I YR O E ()
Mr : REHEEE ()




A EBEWEROF T I O — 7 HfE
Ar : BREWAKOF 7 I O ¥ — 7 [Hfd

27k WEETF T 2 v (CisH17N5049)%70.02e % & e E DO AR & A3t £
T®Y) ., FOEA L. 0.1 mol/L¥EfRERE100 mLAE 2= Xy h 2 H

WOz, EEEXRVIEELRNBH50 COARBEF TI300MME L, LATEH
L EEHERT D,

(1) ARAED I kD HaYE
fEEET 7 X v ERIFIRORAF DO FIEO AL R T 2,

[ R I & T
7 EEHRIN — A O FBRIE I ONZ A BRI O B 53 Bk K O )7 VA% o JvE
(CHWDRERES . BREK - 3RIR. AR RAEER, IR, Aok, &
e IR, AR BEER OV T UEEERRORE
(2) I -RAK
ZEEBA TNV CesHsCOOCHs Afhid, A CHHOWKTHD,
BT n3’=1.515~1.520
teE d23=1.085~1.093
MR AM0.1 mLa HEMT 7 I V| OEBEOBEICIAL L. 50

mLeE$%, ZORKI0pLIcoE, BERF T I V| OEEEOBESRME
IZHEV, Wik e~ b T 7 4 =KV RBRAIT S,
T — 7 O O 2 (FOFPHICOV T, KA DO — 7 HEAHIE
L. BEBEMATNVOELZRDD EX, 99.0%LL ETH S,
AR, 0.02 mol /T, 0.2 mol ATLHEFEEHE100 mLIZ/K A A1 2 T1,000 mL
LT 5,
1-~FH 2 VR iR Y s CeHisNasS A DKEaL X3hka O
KThb, (A &)




TEFEEI6HT
AR 7 H10H22H

EMOKEERRE oAk ER

EEEBMEESE /DI AET

ER RIS NG D % 55 O HIFE O SIEIZAR D FERIC DWW T (B H)
SFTHE BILAAT 7TIHEH34625 % 1 o TRl D & - T2 OHIZ DOV T,
TROEBVERT S,
i

1 FBHE OMREHRINY O R RS2 BT 584 (IEFD 51 FEEKESE 35
) BIRFE 2D 8ITHET HHEEEE Y RH I AHOWT, AERREEKEZ AV
WHTERBIEEZNRO LBV FHTZIZED D Z LiE, WY LD D,

2 TOMPTEOWIEATTH Z Lid, W LR D,



RIS

iR Y RFE v AZHOWT, SRR O BRI O Rl oy ks E (2B 28w (HEF
BUFRMAE T H355) ICBWTIROFHERTORMKFEL LTEDDLZ &, (TR
EEANUERR 7y, )

(87) HEE ) Ry
7 BE R
(7)) RoyHikE
SR RN, TUr—2—0RE, “U DTV TR L%, TR
THEE, HEYY X (CsHiNOs - HCD98.0% L LA & e,
WEERY - LRI
O AR, AO~EAORESEOHm AT, BuUVided, ERE O
=
@ AL, KIEFRT L, =F = ZETic< <, T bk
T—TIUIF & A ETET 720,

@ AREOKFEHR1A—5000pHIZ, 2.5~35TH 5,

@ AKdE, Rk v ihe oLt 5,

® A F9206 COxiE)
fiferd akiR

O AKEOKEKA—10,000)01 mLIZH I L722,6- 7 1 L% )

suaniA I RO ) —VEREE1—4,000)02 mLE QYT > F =7 AR 1H
EMZ5DEE, WKIT, FO2ET5H, 2. ALOKEIR
(1—10,000)1 mLIZA ¥ EEOFFIEKR]L mLA N2 /2%, [FEkOEIEL
ITH & &, WIRIZ, HREZELAR,

@ AEOKERA—-10X, B OENRISE 2T 5,

MERE BB AML0g0.95~1.04 92 &V, EERERRIERELIEIC
F 0 EHAR 2R L, $MEYERRS.0 mLA& AW CHEE 2R L THES
BORBEEITH L&, REHAKORT 01T, WBROZET 50 L0 B
< TEZR 572030 ng gl ),

RO A 0.30%LL F(1 g, BE., U 70 4kEH)

FREVESY  0.10%LL T g)

TR ASETHEL, £0#0.2 270,001 g0l E TRY, 2O




gk L, OKHEERES mL K O KEENRS mL A 1A, FE00NMIE& M L T T,
i te, K30 mLAa 1R, 0.1 mol /LM FEWE CliiEd 5 (FENL
ZZWEE) R (P URZ AL ALy b - OKEREERIEL mL) %
WAHBEE D EIT, WRORODF O GRAICED D L& &5,
BT, [FEROD 5 1E T2 BR A AT WHIE T 5,
0.1 mol /TadHi5E 1 mL.=20.56 mgCsH1:1NOs « HCI

(1) BRAFDOFIEDFLUE

B L RE ARG T D 2 &,

A #®WHI(ZFD1)
(7)) R HIR&
ERe Y Ry s AR O ks 2 AT 5,

(1) RAFOHEOLYE
HEEr Y N o U B85ERFRERORT O FiEOREELZUER T 5,

v BHI(ZED2)

(7)) Eoy A&

AR, B E Y Mo o fERRIRIC, BEWE 2R L7203k
ThbH,

G AN, TETLLEE, FREDIO~110%ICHY T HEREY Y RF
v (CsH11NOs « HCD) & & ¢e,

O AREORFEICHEW, HEHEEY Mo o iEHEE0.01 g Bt i
ZEYD . K10 mL, KO, mkfafnfziom, B, myrEimis
XX EMEINAE &2 & e RANCH > TE, n~FH 3 mLEMZ, 50 °C
DOAKBHTL X PEIRVIEE28 5300 MINE L7-%, fFEL. KE
AWML, REHAKR &3 5,

ZOREHAKRI mLE &Y . KEMx2TI0mLE L, ZOEKL mL%
=0, UMERE Y R S REOMERHBROE EH T 5,
@ OOREHAKI mLAEREY ., U227 25 UigRiE0.5 mLE iz %




&, WL, BT D,

s ki, SkeaFIAENIER . NENIER. READMEINAE SO XEMD MG 2 5
b DIZH > TUIELE, TOMDO L DITH > TUIE2EEZH WS,
ik HEEEE Y R (CsHiiNOs - HCD#90.02 g% & e S DAL & 45 4)
BrstiiEcaEYy . ZOEEEFEL L. 0.1 mol/LIEFEFHE100 mL% £ &
By FEHWONA, p~FH 20 mLE Nz 2%, EXFEIRVIEE
7273550 COARBH T30 MRS 5, fmtc, 1,500 X g CThoy[ifim L
SEEAZATV, AKE20 mLAE S E Ny bEHWTEY . 100 mLOEE4S
BT T AIAN, FIZKEERE TIHZTI00 mLET 5, ZDiEE A
YITI5 T 4N E—(045ym)TAHIB L, HERRIR LT 5, BliZ. HEEEE
U R ANEERE T r— 2 —QdE, U S V) CARFRRE L, &
D#0.1 g20.001 gDHTE TEY . ZOFAEZFdk L. 0.02 mol/LI K
Az TN L, 100 mLAET 7 A 22 AfL, #120.02 mol/LIGHEEK
KA E TIIZ T100 mL & 3%, Z OFEKI mLaS&E e~y & H
WTEY, 100 mLAET7 T A 32 Af, 0.02 mol/LHE K 2 18R £ T
MIZTI00 mL & U, R E 25, BUBHSIR KR OMFEHER20 pLIZ D & |
ROFMTHE 7 a~ b7 7RICLVEABEREZITH, Boni-ra~ b
7T L HREHARE OCERER O Y KX OB — 7 HEAT K CAs%E
K, ALV EBEZRD D,
B E Y R 2 (CsH1iNOs « HCD D& (%) =Mg/Mr X Ar/Ag X 1/5 X 100
Ms : s v U R S8R O E E(g)
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