kR % (2019)

63 REMER
63.a YL7—tHi&
1) ;=

ZORBRIEITIR B LB TIER LT BN VT e NG IR B EDOIRFBEMITHE A T2, 72720, MBI X
VR B4 K 2 RGO A WA & TN T H CER WA 15D, ZORBRIED /3 FEIT Type D THY,
Z DR 1T 6.3.a2017 it U-Naltdd,

KZEHTFEHIINA THItH L, L7 — B2k O —E &ITMZ TRFBET B0 DAT ATINK G
T %, KA T N DRI A N2 T2 T VL TOKRARRAEE T 5, DBEL=TE=T% 0.25
mol/L Wifg CHitE L . REIOMiIEE4 0.1 mol/L~0.2 mol/L K&t F R 2k T () i@ E L. BlgwL 7 —
BZE B N LT — B R R ZE R BR O B A IE L CodTalElh O JR FMEZEFE (U-N) 2R D, X,
LT T B =T RN CIEL . T =T A4 % 0.25 mol/L AR C () i E L . [RIARIC A E
Lot o R B2 TR (U-N) Z3Red D, 7285, ZORBIEOMEREIXEE 11 1R T,

(2) BE I ®kicks,

a) 0.1 mol/L~0.2 mol/L KERIEF R LBRD : /KK 30 mL 2RI =FLUJRICED IHILZAR35 IS K
8576 | ZHIE A /KER (LT MY 2K 35 g /b BT O TR L., BIeL T4~5 BMKE S5, =0 LiE
A% 5.5 mL~11 mL Z AR FAARITED, 7K 1000 mL 2012 5,

E5E: JSK 8005 ZHLE T AR &N M E O T INNiEEZ T > /r—4—HIZ 2 kPaLl T T 48 IRf[H]
HiE L TR LT £ 25 g ZOEH EICEY , ZOE &% 0.1 mg OHrE THIE T 5, D EDK T
L. 87522 250 mL IZBLAN, EETKEMZSY, 2O —EBE =477 2= 200 mL~300
mL (20, FERIEE L T e EF T — /L7 /L —HK (0.1 g/100 mL) #fE 2 0% . 0.1 mol/L~0.2 mol/L 7K
fe b RID DESHE TR DD RN D E T E T 5. IROFAUZE-T 0.1 mol/L~0.2 mol/L /KFE{t:
TR LR D7 77 5 —%FH T 5,

0.1 mol/L~0.2 mol/L /KE&(tF NI MR D 7 72 2 — (f1)
= (W1 X A4 X0.01/97.095) X (V1/V5) X (1000/V3) X (1/Cy)

Wi BEELT=TIRHREE O'E & (g)

A: TIRFREEOME (% (& &5=))

Vie BT T INRRERVAIR DO 45 5 (mL)

Vor TIRTREAAIR D & 45 5 (250 mL)

Va: fEEIZE L= 0.1 mol/L~0.2 mol/L /KE&(b TN AERIR O 45 & (mL)
C1: 0.1 mol/L~0.2 mol/L 7KEE{bF R AR D% E R EE (mol/L)

b) BRIERT R L JSK 8432 ITHLE T DRFESULFRIZED S B OFREE,
¢) TRER: JSK 8951 (THIE T HRFIK ST D S B DFREE,
d) 0.25mol/L BEEE D @ : FilEH 14 mL ZH 57 UH/K 100 mL 2 ANIZE —H—I2MAZ TRLIMERYE,
/KT 1000 mL &9°%,
EE: 0.25 mol/L it —E&®% =75 22 200 mL~300 mL {280, AF AL YR —AF L7 )—iRA
VSR E# AN Z., 0.1 mol/L~0.2 mol/L KL TN 7 LI TR D MK ikt D225 £ Tl E T 5,
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wD (1) 12X -7T0.25 mol/L Hifig 1 mL 12482445 0.1 mol/L~0.2 mol/L /KE&{t. 7 R 7 AR D5 B
BHT5, Xt IkOR(2)12E-T 0.25mol/L WifeD 7 772 —5EH T 5,

0.25 mol/L & 1 mL (2FH24 4% 0.1 mol/L~0.2 mol/L /KEE{t.F R LRI DO & (B)
— V4/V5 ..... (1)

0.25 mol/L #iEE D7 77 5 — (f>)
=(AXC X VAV (CyX2)  eeees (2)

Va: TEEICEL 0.1 mol/L~0.2 mol/L /KEE{.F N7 AERHR D45 5 (mL)
Ve: FEEIZHELTZ 0.25 mol/L Fiifg D7 & (mL)

C1: 0.1 mol/L~0.2 mol/L ZKEE{bF N7 AR D% E R EE (mol/L)

Cy: 0.25 mol/L itz D% E 2 (0.25 mol/L)

e) [F5MBR(40 g/L): JSK 8863 I[ZHIE T HIEOME 40 g A /KIZHEAL T 1000 mL &7 2,

f) OL7—E: VL7 —E 059 T/KFE 0259 5503 253k,

g) KERIEFPUHLBEG g/L) P JSK 8576 [THIE T H/KM LT MY A5 g A& /KIZH/L T 1000 mL &
5,

h) 18EE: JISK 8180 (THLE T DHeik SUXIFISE D S DRI,

i) FAEFE—INTIL—FEHE (0.1 g/100 mL): JSK 8842 [ZHHETH7nEFE—/L7/L—019g% JSK
8102 ([T ET HTH /—/1(95) 20 mL TIENL, KT 100mL £3°%,

i) AFILLYRiER& (0.1 g/100 mL) : JSK 8896 I[ZHIE T HAF/LLw R 0.1g% JSK 8102 IZHET H—X
/—/1(95)100 mL (ZiED~ T,

K) AFLUTIL—i&#& (0.1 100 mL) : JSK 8897 (ZHETHAFL L7 —019% ISK 8102 (ZHET
ZxH )—/1(95) 100 mL (ZIEHT,

D) AFILLYR—=AFLUTI—RBERRE: AT /WL oRENZ(0.1g/100 ML) 2 FEIZH L, AF LT —IR
2 (0.1g/100 ML) 1 HEEIMZ D,

m) FALHILY—)LT) =2k (0.5g/100 mL) : JSK 8840 T ETH 7 ubsL ) — N7 )—059%
JISK 8102 (ZHLE T HT4 /—/1(95) 100 mL [ Z¥ED T,

n) AFILLyR—TALILY—=IWT)—VREBE: AT VL REK (01 /100 mL) ([ZFED 7 nsrL
=7 ) — PRk (0.5 g/100 mL) &z 5,

FEQ) FHRAICHY MBS EA TR T D,
(2) JEEHIHTIE (1992 AERR) OFEMERREEIK 0.5 M (U2 Hithk) I\ kST %,
(3) 5mL~10mL
(4) HFEROANOHEEH AR CTRFRAIZIR TR AR LT D,

& 1. (2)a)® 0.1 mol/L~0.2 mol/L /KE&{L.F R AAEHRI a2 C. ISO/NEC 17025 %t)& 0.1 mol/L 7K
fR{b 7 R 2R T 0.2 mol/L KER{bF R D DR E -V VD ZEH TE D,
HE2. 2)d) ™ 0.25 mol/L WilglcH#iz T, ISO/NEC 17025 %) 0.25 mol/L Wit WA Z Lt TX S,
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fB&E 3. VL7 —BiL, T~ AR ROBERE AT IRESN TS, BB EICHRIEL TBW THIRERE LD
ERBHLOT, FEHANZ ISK 8731 ITHETDIRFEZH WO CRIBRICERL TEOIEM AR T D224t

i’%—g—éo

(3) BERUEE HBERKOEEIX, ROEEBHVETD,

a) WMHERE: ROEEGERVESH U~/ 2 F v/ 2F—F—

aa) [EIERIRYEEH: ©&77 22500 mL % 30~40 [z, /4y C E Fisf L CHEESEoNn550,
ab) YT RFVIRE—F5—

b) KESXKBEE

o) BBISRO: KARAHEEIHEFECTXLINE — VT TR INET TA=

d) KiB: 40 ‘C~45 CICHEIT&5H D,

(4) BERERME
(4.1) HH X, kOEBVIT,
(4.1.1) EERRYEETHZEZRAVSES

a) ZoHTaE 5.00 g I &, 7T A3 500 mL IZ LD,

b) 7KHJ 400 mL A hN% ., 30~40 [=l#xs, 43 TR 30 4 HHRVIEE S,
o) HERETKEMZD,

d) A& 3FETAEL, KL 5,

£ 4. 4.1.1)a) OEAET, 9Frakkl 250 g #1300 e, 2B 7T A2 250 mL IZ AN THEW,
EE 5. (4.1.1) OEAEIT. 4.2.4.2 D (4.1.1.1) LRIEEOEIETH S,

(4.1.2) RIRFVIRI—S5—HRDIHGE

a) S HTElEE 1.00 g 21320 L0, ek =47 T 2= 200 mL IZ AL,

b) 7K 100 mL ZHx, =7 FF w7 AR —F—% W VTH) 10 s3I EiRE5,
¢) Ak 3FETAIML, kLT 2,

EE 6. (4.1.2) DEAEIL. 6.3.¢c D (4.1.1) L FIEEOEAETH D,

(4.2) IL7—EIZEBMAKDME KDL, IROLEIBVIT,
a) RO —EEU-NELT10mg Y4 ELL . N ELT 10 mg~100 mg A4 &) 27884 77 A= 300 mL
IZAND,
b) JKZENMZ T EZKI 50 mL &5,
¢) AFNLoREERR (0.1 ¢/100 mbL) HaiNZ SR O 03T VIR AUT R D E CRER LT RNID LK (5
o/L) XITHERR (1+200) 2125 ©,
d) KT ORBZE DR D=0 EOTL 7 —PE iz O ® %L T 40 °C~45°C D AR T
MR35,
e) L CGRENAIRET D,
) HHHKZERBRE LT, BIORE 7T 2% FIWT a) O EE I L O | RO MERBRISK AT 2,
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g) ULT—BZERBREL T, BIOEETTAaZHNTD) | d) K e) D#EREZFNEL @ 1O 223 BRI T
%,

7¥(6) pH5.6~pH5.8
(1) LT —BORMED—FZEE 10 1R T,
(8) UL T —ERALBOBEREICOWEA D EOK TV EET,
(9) FREHAMR O FRLL [Fl B O R A 53 BT 5,
(10) HEHAKOFHELRI FEOTL T —EEINZ 5,

(4.3) KB AT ROLBVITH, BARBYLZ8 R BAEIT, BE I T 2 KR KRR EE OB IEIC K
%

a) 0.25 mol/lL Fifieod—E &M EZm®Ic Ly AF AL YR —AFL o7 N —IR BRI 2, Z0%
A KRR SRS T 5, AT IEOREIRIL (40 glL) O—E B 222l AF Ly R =7
BLIVLY = V)= ARG TRWE T 2 N A 2D 287% KA R B S 8 s 95,

b) HEHAKD AT 7 T AU B~ 7 KT L 29~3 g & MA P | OB 7T A% KKK KR
AL T D,

¢) KEREFRE T TANIIEY | 78 7 T AN OEEIRZINEAL , 8 HEEE 5 mL/min~7 mL/min TR %17
Do

d) 120 mL~160 mL 23 HL7=bAE- % D D,

e) ZENOEIREBE LT KRR IR BB O 2D BOK TR, eiRE B HIREEDED,

) RORARBRESI A a) ~e) LARRICEEL TR MBRIA IR KO O/ R E 155,

h) ZERBRIEIZ a) ~e) LIARICHYEL TA2aBRIEIR 0 O iR %155,

iz

1) 5mL~20mL
(12) ZEIARRARRIEE O O H 0% 0.25 mol/L Atz SUXIEIEEIRHL (40 g/lL) ([CiRE5=F
7Z A= 200 mL~300 mL X iFE—7—200 mL~300 mL % f\ 5,
(13) MEIZSUT, D EOVIa—l1E Nz 5,

{B&E 7. (4.3)b) DEEIL. BENDO T E=T H AN LN E R ERiT 5,

(4.4) RE WEIL KOEBVITH,
(4.4.1) (4.3) T 0.25 mol/L HilitZ =456

a) B Hi% 0.1 mol/L~0.2 mol/L /KER{LT N AR CIRIE D S IRkt DI/ b ECRET 5.
b) ARORARBREIK L O kA a) ERERICEEL TRE 5.

o) ZERBRINIK I OB kA a) ERIBRICEREL CRE T 5.

d) KOXIESTHMRE PO R FEMZE S (UN) ZH 5,

SINTRE R D PR L ZE SR (U-N) (% (B &5r3K))
= (= (BXVe) — (V7= Vg—Vg)) X CiX fi X (V1o/ V1) X (1.4007/ W)
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B: 0.25mol/L fifif& 1 mL (ZFH24 9% 0.1 mol/L~0.2 mol/L /KE&fb TR AIRIE O 75 &

Ve: (4.3)a) 2BV TAZERITE 72 0.25 mol/L A% & (mL)

Vi (4.4.1)a) IZB W THEICE LT 0.1 mol/L~0.2 mol/L ZKEE{bF R AEIR D25 & (mL)
Ve: (4.4.1)b) IZBWTREIZE LT 0.1 mol/L~0.2 mol/L KEE{LTF R iR O 45 5 (mL)
Vo: (4.4.1) ¢) IZBWTHEIZE L7 0.1 mol/L~0.2 mol/L K&K 2R O 45 5 (mL)
Cy: 0.1 mol/L~0.2 mol/L 7KE&{bF R T LA O E = EE (mol/L)
Ji: 0.1 mol/L~0.2 mol/L /KEE{t. T FIY LGSR DT 77 #—

Vie: (4.1.1) &) IZB T DR D E 2 B (mL) XUE (4.1.2) b) (Z351F H7K DN & (mL)

Vu: (4.2) a) [IZB W TR RIS L 7 flh H ik oD 45 B (mL)

W (4.1.1)a) X% (4.1.2) a) IZFBI1T D040k O'E & (g)

(4.4.2) (4.3) TIIOMEVSHK (40 gIL) & W56
a) 4 Hii% 0.25 mol/L il TR D 3 WL IS/ 5 £ T E T 5,
b) RORERBRIAK LV O KA a) LRERICEAEL T E T %,
o) ZERBRIRIKE OB HikE a) LEBICEREL T ET 5,
d) ROKIZISTHOHTREF O RFEMEZESR (U-N) ZE T 5,

SIHTRREH R DR FE 2 (U-N) (% (B &)
= (V2= V13— V1) X CoX2X foX (V10/V12) X (14.007/W>) X (100/1000)
= (Vio—Vag—Vaa) X CoX foX (Vg V) X (2.80141 W)

Vig: (4.4.2)a) [IZBWTHEICE L7 0.25 mol/L AfifE o 25 & (mL)

Viz: (4.4.2)b) IZHB WV THEIZZE L 0.25 mol/L fiitlig D %5 & (mL)

Vig: (4.4.2) ) IZHBW TR EIZELTZ 0.25 mol/L fitfig D75 & (mL)

Cy: 0.25 mol/L it D% E 2 (0.25 mol/L)

for 0.25mol/L Fiifg D=7 727 5 —

Vio: (4.1.1) o) (BT DR O B2 (ML) X% (4.1.2) b) (2331 DK O AN E: (mL)
Vu: (4.2)a) [IZB W TR RIS AL 7 hh R oD 43 Bk (mL)

Wo: (4.1.1)a) XiE(4.1.2) a) IZ31F D5 Wl Bl o E & (g)

FE14) FRENPDITWVALAIZRS TR Z R ET D,

% 8. Wb~ VL& HNHZETIY, RIS RFEE I Bk 3 2 iBLIRFEDT=DITHE R R
VAR, R T IR E 1~2 &L MHEILIZBIET 5L L0,

&% 9. BEEEEELHOTQ)aEE. 2))REL O 4.4) D EBRIELFERT DL TED, #E
TaT T LR O TR TE ST A—H— DR EW NIZ 2 FOREL, T2 BB EEBE O L)
BRIER R LD,

#E 10. VL7 —EBORMNEL OV E RO —FIEZRITRT,

RFBEOEGH BEPHEE TELGE . (4.2)a) IZB T DR D 53 Bt o JRFE O B IT R AT I E S
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o,

R O 4 B th o JR O HEE & (mg)
= (D1/100) X WyX (V33! V1)

Dy: SrHTREHR O IR FE OHEE & (% (E &5 )

Vie: (4.1.1)¢) X3 (4.1.2) o) 121 DAt IR D E 25 (L)
Vu: (4.2) a) (2B TR R B LAl iR 0> 53 R (mlL)
Wy (4.1.1)a) i (4.1.2) a) IZBIT A0 al kO - & (g)

REOEGHBEDHEE TERWGAIX, REMEDOREFEUEZOEFFRE IR SRR BEOE
FREENOLT VBT HEER L OMWMBIEEREZ LW R EEZIRFEESE (UN) OEFEORK
BHTELTRED S, Z0WE . (4.1.1) T (4.1.1) OEAEZ D (4.2) a) IS T DR O 47 BLE H O R
FoRERITKRAICIVERSNS,

RO BT O R O FBAg R (mg)
= (D,/100) X (60.056/(14.007 X 2)) X Wy X (V14l V1o)
= (D,/100) X 2.1438 X Wy X (Vy1l V1o)

Dy ZHTak B D R FENEZE TR (U-N) O AR B (% (B 75 3) )
Vig:  (4.1.1) ¢) XiE (4.1.2) ¢) IZEB T Bl O B4 & (mL)
Vu: (4.2) a) [IZB W TR RIS AL L 7 flh ik oD 45 Bz (mL)
W (4.1.1)a) X% (4.1.2) a) IZFBI1T D040k OE & (g)

L7 —BIL105 g LL T TIRFE 0.25 g 5 RUCHET 500 | EHESITNAIEND, JRFE L mg D
IIRIIT LT — 8 2 mg FR L EE 72D, FHHR D43 B oD R 58 OHEE 8 I LR &A1) 43 mg (R
FMEFRELTK 20 mg) LL7-5G . VL7 —BI3K) 86 mg MELL72%, L7 —8 (J)ii 130 unit~150
unit) 0.2 g ZNNx =554 IRFEMZEFE (U-N) LT 10 mg~100 mg 8% &4 &4 D iR A K o) i
THIENTED,

7B IRFMEFRLLTH 20 mg 43 ERL 7B SEHE IR HO B IR O E 8 ((4.4.2) a) X3 (4.4.2)
a) ) LR RN LD O IR OW A ((4.4.2) a) X1 (4.4.2)a)) DZE, i EKEL T 0.2 mol/L 7K
BRAL TR DA T =350 14 mL FREE . 0.2 mol/L KER{L TR A A IO =340 7 mL 72
&, 0.25 mol/L itz % 235613 3mL fREE L HEES LD,

& 11. EEOBOTD ., Fil, ALRARE, Y7 F AT LT eREE R E R OBV LT VTR I TR
FAVEAIEES 1 ASUCIRFBEZRIL TR 72308 O CHNBIGRER A1 T 7o A5 5, 1.58 % (&
FER) ~39.96 % (Z B/ R) ORI~V TOIFH AL 2R 1L 98.7 %~103.7 % THh- 7=,

KB DR OT=8 | JRFE M OV UF AVERAEERE 1 8% FHWT, B 2282 TOREAEROFRERAEIC
DWNT—JCEE S TR IV TRRENTL . DM TREEE R OV R RS A R LT R A R LIRS,
ZORBRIEDE & TIRIZ, 0.4 % (H &5 BRETHD,
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#1  RFVEEFRDOH AL Z TORAEBRAAE DTS R

e FERBR pwE? s RSDY  sin?  RSDi”
W sl N 1) 3) 3) 0 3) 0
H % (T) (%) (%) (%) (%) (%)

IR & 5 43.17 0.36 0.8 0.43 1.0
UFAY LR IR 5 2.39 0.07 2.9 0.12 5.2
1) 25 0HMTREBRA I L7 5ER B %% 5 PHTHxHERE(R
2) F¥ME GRER B E(T) X O TakBR % (2)) 6) HE (R
3 HEH=R 7) T R R e A A 7

4) BHTIE R

SEXMW

1) BREPIEZ: 6 UGTERMEANE TS, p.56~59, #E H, H AT (1988)

2) FEEBOCC, MERAS, B RS, KRR, OHRGT, Adein: REFEEEFRHABE (VLT —BE)
DOHEREHA, By MEEREOWE — B R EOZ Y MR —, IEEHFZEHRE, 10, 195~207
(2017)

(5) REFEUEBRFEBRZIO——F OB ORBMEEFRHBRIEO 70— — M RITR T,

| HbatE 5009 | A&7 Tx= 500 mLicidnes
—7K:K93400 mL

| RO | R B (30~ 40[HE  4Y) . 3043
K (R E )

| 73;‘@ <l

| HhHi |

XK1-1 JREVEEZRBRE7o—— (MiE#EALD)

| itk 1009 | gt =752 200 ML ES
«—7Kk 100 mL

| A |~ ERFosRE—T— 1053

| %3l | A3t
|

| HhHi |

}1-2 JREVEEZRBRIE7o—2— (MiH#EA.L12)
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| i |
|

| pm(ER) | Iz s00mL

—K (fEEHH950 mLIZ /2 B ET)

—AF )L Lk (0.1 g/100 mL) ¥

I (1+200) X3k ER b7 R o Lk (5 glL)
(R T WHAR IR HET)

<UL T —E (GBI RFBZ 3 TR g 5 &)

| P | 40°C~45°C, 15
|

| Wit |
]

| SOEHAIK |
—fRf~r3ro 7 829~3 g

. =TI 2a N T —H— 200 mL~300 mL
0.25 mol/LFfifit— & & . AFLL vk —AF LT )L —IRATR

IR AR AL E W U
I EVFRIRIR (A0 g/L) \ AT VL wR —TabILy — )L 7 — R,
R el
[
| IR TR | BAHEEE : 5 mL/min~7 mL/min
[
| B | B2t 120 mL~160 mL

K (AN OB L PR TR R AL B DO F 3 2 BE)

0.1 mol/L~0.2 mol/L/K g7 ) w7 2R (IR DSK Fk 1275
e HET)  XiE
0.25 mol/LHfEE (IR 39 LA/ D ET)

X2 JRHBEMEZRRBRETO—2—h (UL T —BIZEDMK iR, 7588 K OVl E#AE)
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6.3.b BEKEEIOTNITSTE
(1) W=
ORI RN 35, ZORBRIED I Type B THY, ZDFE1d 6.3.0-2017 X1 U-N.b-1 &
SRR
SINTREHI AR EINZ TIRFEMHL , @EiEks e~ 57 (HPLC) IZE AL, §9IEEAA L AW T AT
SyBfEL . 5 190 nm CHIEL . TRl kEb R O JRFEMEZE SR (U-N) Z22RD D, ZOFEOVEREILESE 5 1”7,
ZOIFEICEST BTy MEZEF (B-N) DV 7o D7 IR #E (DA-N) |, 77 =0 %23 (Gd-N) . O
T =V IRFEMEZE FE (GU-N) ARIFHIHE CE 5 (f§F 4 ).

(2) RAFE AFELOKIL, KITED,

a) JK: JSK 0557 [ZHETH A3 DK, ,

b) YABEZKFEAUDIL: JSK 9007 (ZHET DR UTFZED HEDOLD,

¢) YAER: JSK 9005 |[ZHLET D Refh ILFREDME DL D,

d) REMERIZER(UN2mg/mL)Y: JSK873LICHET 2R 0429 g% VLI EILICED, ZDH &
% 0.1 mg OHTETHIE TS, D EOKEMZTENL, £2E7T7 A7 100 mL [ITBLA L, i ET/KEN
20

e) MEKARRKMEEFRIZER(U-N 200 pg/mL) : JRFEMEZEFIEAER (U-N 2mg/mL) 10 mL 22 &7 T A
2100mL (2 & D BERRETKRENINZ D,

f) REBAREMEREER(U-N 50 ng/mL~100 pg/mL) : JRFEMZEF R (U-N 200 pg/mL) 25
mL~50mL #2877 A=2100mL (2 &V | ERETKENZD,

g) RESAREMERIZELERZR(UN 1 pg/mL~50 pg/mL) : IR IC IR FE M4 FEAER (U-N 0.1
mg/mL) Z 1mL~50mL % 100 mL &7 7 A 2 ZEMERIC L U | ERE TKREMZ S,

FEQ) RRBITHY BEIIS U B AR D,

(3) WEARUEE HEKOEEIX, kOLEBIETD,
a) BERAEIOTRSST(HPLC): JSK 0124 [ZHIE TS HPLC TROE A= H 0,
1) AL NEE7.5mm, X100 mm D AT L AOD 717 LEITRIEE S um~10 um O FFERMEA 4 22 #i
RIEZFE TALTZH D,
2) ASLIKE: T LFREE% 30 °C~45°C THEITEHH O,
3) #ER: WO R AR TR 190 nm I THIE TELH O,
b) RITRFYIRE—F—
o) EEEIDSEE#: 8000X g~10000X g T LB Al E/AL D,

% 1. 77203 Asshipak ES-502C 7C D4 CHilREN TS,

(4) BERERME

(4.1) M X KOLBVITI,

(4.1.1) RS TARENH

a) HrEER 1.00 g #1300 ED | ke =477 22 200 mL IZALD,
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b) /K 100mL #hz, ~7 R F w7 AZ—F—% T 10 2y BEIRE 5,
o) BHEL, FELE 2w DIbEE @15 mL 12k 5,
d) 3E.027] 8000X g~10000X g THJ 5 4y filist D4y HEL 9 | LB A R EHATR ST 5,

F () PUENAR T ORFEMEESR (UN)RESRERD EIRZB22BTNRHIEGE1X, EBAIRD
—EREKTHRT D,
(3) AV v LSO IR OIS CHIE IR ALV O,
(4) [AHERY4E 7.2 cm~8.9 cm & UVElfiE$% 10000 rpm Tz L /) 8100 X g~10000 X g FRE L7225,

(4.1.2) HBRoWAREM

a) rHratEl 1.00 g #1320ED, 2R T T A3 100 mL IZAs,

b) 7KK 50 mL ZMZ T, IRVIEED,

¢ HEHETAREMA®, HkELLEE P 15mL 1I2k5,

d) %0 /) 8000 X g~10000X g THI 5 4y Ml Loy HEL @ R Az s BHsIE S 5,

F (5 REHAIE P OIRFNMEZESE (UN) RENREMRD LIRZERDBZNDHLH AT, ERLIEIK
D—EBZKTHRT D,

EE2. (4.1.1)c) ~d) XiF(4.1.2) ¢) ~d) DEAEITARZ T, BIAKEPTFER DA 7L 7 02— (FLEE 0.5
um L F) TAmL , ARAERERRREL THEV,

(4.2) BIE MIEZ, ASK 0124 K ORDEFRVITH, BARRIZRME BAEZ, HIE A Dm s ks a<k
777 DEAEFIEIZL D,
a) EERBREIOTNTSTDOREES: WESRGO—FIEZLTFIIRT, ZVESBIZLTRET S,
1) BASL: FHRIEAA L AHRBIE 7 2 (WA 7.5 mm, £ 100 mm, F7£E 5 um~10 um)
2) WSLWERE: 40°C
3) BEEED: LABE KFEHVTAB.92 g M UWARE0.12 g A KIZEHL T 1000 mL &35, HokME PTFE
WO TV T H— (FLEE 0.5 um LA F) TAIlT %,
4) FE: 0.6mL/min
5) FAE: 10uL
6) MRHHER: WO R, WIER K 190 nm

& 3. AEERIE. VAR —KkFE AV T2 19.6 g L OW AR 0.584 g & /KIZIAEDLT500mL L, WIEERTEL.,
A Z DO —E A 10 527 IR BUKYE PTFE DA 7L o7 L F— (L 0.5 um LA T) TAifE
L CRARLTH L,

b) BREHRDIEM
1) A ER AR 10 L % HPLC IZ AL, I E 190 nm O/~ 7T L& ik, B —7 @ &%a KD
50
2) B EMRAERERORFEES (U-N) BELIE 190 nm OB —7 & X0 B A 1B T2,

522



kR % (2019)

o HMDAIE
1) ABHATR 10 uL % b) 1) ERBRIZHEAET 2,
2) E—UESDR BRI IRFEEFE (U-N) 2R | el O R FEMEETE (UN) 25 H T2,

{#5 4. ZORBRIETIIEV LY MEZES (B-N) | JREVEZEFHE (UN), 27U T INEEFE (DD-N) . 77
=V E SR (GA-N) KO 7 = /LR 2 A IR (GU-N) O [IRFHIIE 23 AT RE T D, £ DH A1,
5.10.a & 5 25O L,

7B BNVLT VT ERINTIRSE (UF) 28 A IEE O R FPEZE R (U-N) O34T HPLC 7 4
£LC Asahipak ES-502C 7C & W =356 JRFBEZE SR (U-N) DY —27 L UF H RO DMK 53 DY
— 7DV ST IRFBMEE SR (U-N) ORENRTER, 2084 HPLC 7 5% PRP-X200 124 % %
ZEZE o TR FEMEZE T (U-N) OB — 7 LM Sy OB — 7 03y BfESHL, UF 25 e A IRE R o JRFBE
225 (U-N) 20 C& 5, 72721, HPLC A7 81T PRP-X200 17 2 W= 354, IRFEMEZE S (U-N)
LE ULy MEZER (B-N) ZEE O [RIFFREIX TE20,

{#%& 5. HEOFHEOTD, TN AT ERHEG RFIE (LRAEEE, B A IR R & IEE K 0%
Bl 25 FHAE A AR RS 1 86104 B TR INEIGREBR 2 S5 L 7= A5 5L 6 % (B 54038) | 3 % (E &) KO}
0.6 % (E &%) OWRML /L TONYEEGERITZENZEI 98.3 %~102.9 %, 98.9 %~105.2 %K
92.3 %~99.9 % ThH 7=,

FEEE DR D728 | Bl & IR ALRNEE & DG == 8 A IR VT H 22 2 TORAERERD
FRBR A I C D W C— SRl E S WO AT A O TRRAT L, BRSOV TR EE A R LT SR AR 11
Y, o, RERIED Y PERERR O 760 O I [FIFRBR O i [ OIS AR 2 1”7,

2B, ZORBRIEO TR FIRIL 0.03%(E &%) RETHD,

#1  RFVEEFRDOHEE 2 TORAGTBRAAE DTS R

—_ }i?ﬁ%ﬁ@ﬁ; e s RSDY  sim?  RSDi”

EE ORI O R O (%) (%) (%)

B A A 5 6.24 0.03 0.5 0.05 0.8

(R 5 3.01 0.03 0.7 0.04 1.4

2 EE 2 A e R 5 0.315 0.003 0.9 0.005 0.9

1) 280 TR Z S5 L 7= 38R B 2K 5 OHMTHXHEER 2=

2) FEME G B (T) X O TaRE(2) 6) HRIEER

3) HEHE 7)  HR R S AR 22

4) BHTIE R 2=

523



kR % (2019)

K2 JRFAMEEFRABRIED Z A MEHERR O 728 O I [FFBR A OREHT RS R

e g EymE? s RSD:” SR RSDR"
Aok s 1) 3) 3) 3)
= (%) (%) (%) (%) (%)
bR AL 8 0.296 0.011 3.6 0.012 4.1
bR ATER2 10 0.589 0.015 2.6 0.024 4.1
{EAAEEL3 10 3.08 0.04 1.1 0.06 2.0
(bR sE4 10 6.03 0.11 1.7 0.20 3.4
{EAATELS 10 46.5 0.6 1.4 1.3 2.8
1) fEHTIC R EBRE K 5) OHMTHXHEER 2=
2) VFHME (n =3RBREEEEH L (2)) 6) =M FBUEERE
3) HEHFE 7) AR EUAH R R R A

4) PHTIE R

SEXH
1) BEIEZ, KA, ARG SERE7a~hr 77 (HPLCO) IBIC LR P R FPEZER, e oL
Y MEEFREORE —H—RBRE O Y MRS —, IEEHITFEHE, 10, 72~85 (2017)
2) MAAKLI, AFHERE: EERIAsn~hsT7 (HPLC) IR DIERIF O R FMEER, oLy MEZESR
FOWRE —HFERBRAR —, LB, 10, 86~100 (2017)

(5) #AEEZO—I—F JERFORBUEEZRRIEO 70— — R RIRT,

[ #ratkE (i) 1.00g]  J64e = 487522 200 mL

< 7Kk 100 mL
| z%{w |~/ ERF A= — 1053
| it |
| @;u\lﬁ%& | b LR R 8000xg ~10000xg , 543 fH]
| *fw:zg«?z R
| 7 | wtkrn~rr57

M1 Rk oRAEMEFRHBRIEO 7 n——b (il #EE (4.1.1) K OWHIE)
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[ btk Gieh) 100 g] 47522 100 mL
— 7K # 50 mL

| R0 |
K (£ T)

| 530y e | St L PRI . 8000xg ~10000%g | 55311
[

| AR | kB
|

| 7 | wtkrn~rr57

M2 EEHR ORI ERBREOT n— s — b (IR (4.1.2) B OHE)

BF IRFMERORBERNIFEER O/~ T L RITTT,

(2)
i
|‘ (s)

‘ (3]

L l:d-:|

I L W S, A, N — — N R

Z2EX 1 BEHRMESIERER (4 10mg/lL) ® HPLC Z7u~< k7 J A
v—r4
(D RFEMEHE QUL oMEER QU TUITIRMES
A r7T=mmEwFR B) VT NVIRBEER
HPLC D& 51
7172 Asahipak ES-502C 7C (P& 7.5 mm, £ & 100 mm, H7£% 9 um)
Z DD ZAH 13 (4.2) a) HPLC JIE RO BIR D30
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BEX 2 FREMAIRFIEEFEAER (20 mg/L) K& OV LT VT ER I TR 3 IEEND
HPLC Z7ua~h/SA
v—r4
(D IRFEMEFE QUL yMEER
HPLC Ol & S
A7 2 PRP-X200(PNfE 4.1 mm, & 150 mm, ki£E 10 um)
Z DD ST (4.2) a) HPLC HIE S DB RDLEFY
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6.3.c p-DCAFITI/IANVATFTITEFRAENEE
(1) W=

ZORBRIEITIRFIEE R LG LIEEHSE A T2, 72720, A7 F T T eRFE A R FILEL, L L7V
TENI TR FEAE, AIRE R 15T I OVRF R IERH IR . ZOFRBRIED 53 H T Type D THY, £ DFL
513 6.3.c-2018 Xi¥ U-N.c-1 95,

SIHTRRBHI AR Z A TR BEHH L, PAF AT IR R T VF e RS LTE TS R A E2 WO TRIE
L. o#rakBh o R FEMEZEF (U-N) 23R D, ZOSFIEOMREIEE 3 1ORT,

(2) RAFE AIELOKIL, KITED,

a) 7K: JISK 0557 (ZHET 5 A3 DK,

b) REFREREY: ISK 8496 ([THET S p-UAF LTI/ R RATAFER 209 % JSK 8101 IZHETS
T4 /—/1(99.5)1000 mL T} JISK 8180 (2K 4~ A 100 mL (Z¥AN L — R fkiE$ 5@,

¢ REMERIZLERWUN2mgmL)Y: JSK873LICHET 2 R#E 0429942 O LHEILITEY, FDE &
% 0.1 mg OHTETHIET 2, D EOKEMZTIRNL, £2ETZ T A2 100 mL 1B LA L, EEfRETKEN
2%

d) FREMERIEER(U-N 200 pg/mL)Y: JRFMEZFEAER (U-N 2 mg/mL) 10 mL 243875 2= 100
mL 2 &V AERETKREMZ S,

FEQ) FARPITHY, LEISCIBERE D,
(2) BWEHUTANTRIFET D,

(3) MERUEE BELOEET KkOLBVETD,
a) SRRES: JISK 015 ITHE T,
b) RITRFYIRE—F—

(4) BERERME

(4.1) #l HhHIEX ROEEBVIT,

a) ZHTRER 1.00 g 2130 ED . =4 7722 200 mL IZ AL,

b) /K 100 mL ZNx, ~7 X F v I AR —F—% W TH 10 S ERES,
¢ #HE%, A IFETAHWL, AR ST,

EE 1. 4.1) OEEIL. 6.3.a D (4.1.2) LFEEEOEANETH S,
BE2. (4.1)c) DRENARNE AL TERBISENG AL AT, IEMR 05 g E AN AR 3FETHil
L. EONBRETEZLOERENRK ST 5,

(4.2) B HOIL KOEBVIT),
a) AWENA D —EE (U-NLLT05mg~5mg Y &) #LE77Aa50mL (285,
b) FEEGIEEK 20 mL ZA1Z ., FITHERRE CT/REZMZT21% . £ 30 43 T GE 32, -

(4.3) BAIFE WAEILX.ASK 0115 X OKRD EEVITH, BEARMZRIEBENL, BIEZHE AT 20 N EFH O #:

527



kR % (2019)

YEFIEICLD,
a) ORXEHOBITESEHE HIEHORESEMLL. L T2 &L CRET 5,
MR . 450 nm

b) BREBROIEM
1) JRFBVEZEFIEAER (U-N 200 ug/mL) 25 mL~25 mL #4877 A2 50 mL {[Z B pEIc LD,
2) (4.2)b) LFEERDOHEAFEZAT>T U-N 0.5 mg/50 mL~5 mg/50 mL O i IR 38 1 % SRR MR L5,
3) BIOAEETIAZ 50 ML 22O\, 2) LRIBROEEEAT > T S 223k & 7%,
4) R 2RI A ot B & U O B P PR R ME 28 SR YRR O = 450 nm DOWROK E A JIIE 375,
5) REHR IR BRI O JRFMEZE TR (U-N) IR LWL L O S A 1ERL T 5,

c) FAMDAIE
1) (4.2)b) DIEHKIZHOUNT, b)4) LIRERDOEAEEIT > TR EZHITE T 5,
2) WEROOIRFEVEZRESE (U-N) BE2RD il o JRFEMEZESE (U-N) Z2E T 5,

&% 3. BEOFmOID  ALFAEEE FBSE AR AR M O RGEER 2 FI TR R GRS 2 5 i L 7=
KSR IRIEMEZESR (U-N) ELC 20 96 (BTRAY ) . 10 96 (L85 ) B R 3 % (B B4y ) DIRMIL -~ T
DR ERIFZEZE T 100.0 %~102.4 %, 100.5 %~102.0 %} Of 98.0 %~103.3 % Th -7z,

FEEEORHiDT=80 | JRIE, FEERL A ML B OMEAUEER 2 VT H 2482 TO RERBR OB BRI
DUWT— Bl BT A VTR L, HPRETREBE R O TR EE 2 R I Lo R AR 1ITR T,
pF, ZORBIEDE R TIRE 02 % (B &5H) Tho,

#1  RFVELEFRDOHEE 2 TORAEBRAAE DTS R

- KiEaE rwE? s RSD  sim”  RSDim”
vagd w 1) 3) 3) 3)
H$(T) (%) (%) (%) (%) (%)

PR 7 45.9 0.89 1.9 0.91 2.0
FRERLA et 7 7.45 0.16 2.1 0.20 2.7
bR ER: 7 1.12 0.02 2.2 0.03 2.9
1) 25 0MTRERE L 755k B 2% 5) PHTHEH R £
2) “FEIE GRER B E(T) X OHTER%E(2)) 6) HHIIE (R =
3) HaEm® 7) R RERE o AR A

4) BHTIE R 2

SEXMW
1) BREFIEZ: 6 UGTEREINE TS, p.60~62, #EH, H AT (1988)
2) HEEREE: ORI KD IEE R DIRFEMELEZEOWE, LB, 11, 54~62 (2018)
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(5) ABREIO—I—F EEPORFEFRRBRIEO7 00— — MRITRT,

[tk (B 100 g| = #4752 200 mL

< 7K 100 mL

A |~/ ERFosAE—T— 1053
|

|
| g
|
|

|

|

2 i
|

[
AUEHATR

1 B oRFEMEEFRRRE T v —— (B ERE)

| SORHA |
|
| mm(—ER) | amrIzasomL

<R EREATE 20 mL

Ik (R T)
| Hicii | 30531
[
| 7 | e A (450 nm)

X2 B ORBMEE AR 0= — (HE#RIE)

| SUEHAK |
|
| Bt | &®77za50mL

—IEEFHIAHE 20 mL

K (B ET)
| ficii | #3045
|
| I |/ eeRER (450 nm)

2 e oRFMEEFRRRET v —— (HE#RE)
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