A R YERL S B Al B (R R R A TR S )
BEAFIIND O SV EHEIR TG 3 2 3 HTIEBRFE D 72 9D O
(23KA1012)

BN EEMF ST/ R
O3MTIE R ORBRIE O B & (T B B g
FAXFE/VEERMS)Z R L2 AT % ) VR ONT 4 U F v O EBIEORKG
e AR ENZERG LA AR B =R

MAERE

BETERIN 4 IR B OO S TH D [ AT @) OSHK T, Tl T
BHDH AT X (MK-A4) DEBENRESN TS, LavL, MK-43BI255 < 5 Lo n
7o, K OLENOLAMRBIOYE & FUEE L 3 5% VEERMS) EE R LT
MK-4{ZEHX I VKO—FTHY, F7 bx ) B E R OMIHO R 72 D583 RN % < 171E
T4, Zodiaik, EELELTHWONS 7 4 YA (K))GEE EEE L SHDHMK-
S B[RO FEUEY)E K OCRMS TE &I 5 FIEEZ M L

ThaEENTWS., REFZETIE,
7=,

WHIE I
MH HT AAREAEWEER A 5EE 4

A.BFFRE W

WA, EHEDE O ANFRRELEYOE
BlzBWT, b icthopEziMEL LT
T GLUEME) L, Zhicxrd 2 &gl
B OFXEE VL (relative molar sensitivity,
RMS) #FIH3 2 E&E (LLF, RMSE) 23E
HEnTWa. Fixldon: Cloammmy
LU, RRWH R GIZE £ 56208
Sy ROBEREMERL Sy D RMS A HE LTV 5.
RMS /ETOERICIE, EUEWE T D E
BEXRO RMS A MLETH 5. @H, RMS
IZZE&E NMR ('H-gNMR)& HPLC 72 D7 =
~ 7T T 4 —F A, ST RYE L R
WE O IEME /R MESCINEEE RDTZ 9 2 TR
3 5. Zoi=®, RMS HHFCIE, s
L— RIZfH2 NG DD RIRMEE D b
ORMBETHD. LirL, HEE LW
oo THINTRGEWE DO TR 727> 72 ) B
BERRINLETH 20T 585607 A
.
AHFIETIX, TIRRIED AFRRE b G
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WO, BEAMNE—OHEMLAEYM TH
AUE RMS 5% & HFEE THITE 20 &)
EFL, 77X UEKER ST =T v
FROA X VE RS E LT RMS EZ R
MU L7z, F 70, EBICEMTN0R 0
\ZE ENDRGALEY O TE B A RENFEM L
7.

B. BF Rt ik
B-1) BB UARZE

(AT o)) (E SRS GBS
AT B SIS NS B B - ATT)IEH
AL SN ATF L., X4 K
GEHERMELT, OEboEa 1 ®i)%E
A—X—=—2 > MITHEALHWE.

s NMR FHAEMEYME & LT, 1,4-BTMSB-
A EYEME (LT, 1,4-BTMSB-ds, HE 100.0%
+0.2%, k=2, lot.No.KCL2411) %\ /=. %
7o, ABFZRICERH Lo a R 1 I1oRd. =
O OFRINL, Fefkdn £ 7213k v~ h 7
77 4 — Mz M.

B-2) EEKR VSR
PUF O HEE 2 AW =,



NMR % (& : INM-ECZ600R/S1 ( H A (#F) )
BERIK 7 u~ NI T T 40—

EE A) BERERTOLAR, B A% Prominence
series (4~— M > 7 F— : SIL-20AC, A
7 LC20AT, 51 5 LA —7 >+ : CTO-20AC,
2P B 2 SPD-M20A, “E4F l 4 WL FE
H %% : SPD-20A, 7 — X WL#l ¥V 7 |
LabSolutions)

EiE B) Waters™ (MA, USA)# Alliance series
(HPLC > A7 A : 2695, ZiEMIHES : 2998
PDA Detecter, ¥54% I WS BE R 2% © 2489
UV/Vis Detecter, 7 — & JLB Y 7 | : MassLynx
V4.1)

vy b7 X7 v XK XP2U (METTLER
TOLEDO(¥%) )

I I/ K BM252 (Bf)=—+ 7 K -
TA4)

BEIE <> I : Multipette E3X(Eppendort)
Vo e T T =y E R
Yedrgs 2510 (H AR =~V (FF))

B3) AFX% /) VRO T7 4 b FVF D RMS
BHH
B-3-1) RAEHAKRA R
NMR H#EHE : v 7 2 7 v K% W,
4-& Fu X Z2BE&KM KT 2 /L(D4HB)K 10
mg & O 1,4-BTMSB-ds ) 1 mg & Z AL E UG
WZOEDODBEAT Y 2—A TIVZED &
v, MeOH-d; 2.0 mL # /N %2 CTARSE7-H D
%Z NMR H#EHKR & L7=. NMR FH#EHAR 0.6
mL % 5 mm NMR #EVEIZE L, h—F /3 —
JF—TEE LT NMR o#ricft L. i)y, &
Bhe LTHARKF T 7 4 M o4 Y,
(K 3A3K), A F 3 -4 FEUE L (MK-4 338) M
WA FF ) U IMK-7 BRI 2 HWTZEE S, [A
FRICEMELTZ. 72771, 2hbd 3 Folbaw
WZOW TR LBL A & LT 3-tert-7 F/1-4-
b Ros 7 =Y —/L(BHA) 20 mg &k L
TN ZT20E 0, VRFRVAEE & L C THF-ds 2 M e,
HPLC HFEHK : NMR HFEHA# (5000 pg/mL)
T, AX ) —NEHNTHEEICAHRL, 65
D B B R UEI(9.6-250 ng/mL) % FHE L
HPLC HFEHRIK & LT-.

89

B-3-2) & NMR (2 & 2 i &

NMR HESFIFLL T O L B0 .

PSSR Sppm, BLAINE : 20 ppm, T ¥ &L
OYFRAE - 0.25 Hz, VRIERFRE - 60 70, FEE[EIEL :
8[El, #I—RF ¥ :2[E, Yo FILEEE
2L, BCT ATV 7 MPFS (HGA 7]
D), PIERE - 25°C.

A% L7= FID (kL TR DR EZES L,
a7 4 VTRA MR 2FITHEC LT,
7 — U B EIT o T2 RIS, AR OV — R
TAVEMEL, EEHO 'HNMR A7 K
e LTz, ZOAXRYT MV EDOT T F K
LCTHBES 21TV, ROHEOXQR)EHNT
HBIOMEL BT L. B> 7 F v aff
A LTESE1E, 25 0L L, 3k
DOHE%)E L=, 7%, D4HB OEEITIT,
4.0, 6.5, O 7.6ppm fHirdO> 7 F %, Ky,
MK-4 & T MK-7 D E&IZ1E 3.1 ppm fFir D >

TFINEENENHNZ., b ofbsy 7
M 1,4-BTMSB-dy ®3 7 F /L% 0 ppm & L
72 EXDETRLTNAS.

molCa = molCg X In/Ig X He/Ha (1)
Pa=molCa X MWa/Cs X 92.4%  (2)

ZZC, molC: E/NMEEmol/L), [: 7 F
JVIEFE, H: 7'v hUg, PfiEE(%), MW :
531 & (g/mol), C: R (mg/mL), A : 3Hrkis
L&Y, B : 1,4-BTMSB-ds (FE#E), S : ik

B-3-3) HPLC 5#7

HPLC &SR T @Y .
717 I @ Wakopak Ultra C18-5 (4.6 X 150 mm, 5
um), B 7 LR 1 40°C, A— FY 7T —iE
FE =R, BENE A Z 2 —) L, JiiE 1 1.0 mL/min,
AR 10 pL, MR : 256 nm (D4HB), 247
nm (K;, MK-4 } 08 MK-7).

B-3-4) RMS DEE

ZRIALBW)IZHOWT, B3I THEBN
7o ol BE A2 H W TR RO R R
(umol/mL)Z f1E L7z, Z AL 5 DR % A,
B-3-3) T L NT- B — 7 g A ftfhic & - 7=
Mo R 2 S AW OV THERR L 72, K,
MK-4 } OY MK-7 (378 ) oDl et A Eofp OO e &



%, D4HB (FEMEME) Ok EROMHE X TF
NZENFEL, RMS 23R 7.

B-4) [AFx/ HiH%) FDO MK-4EE
B-4-1) HPLC F Rk

[AF %7 () ) 5 mg X T BHA 10mg
PR L, Bt A T IUIZ AL, MeOH 1 mL
% IEMEZIN 2 3R & 7=, B2, DAHBS mg %
FEEEIZED &0, [AERIC MeOH 1 mL |2V fiE <
B, ZHhHDRIKIZHOWT, BIEIKRICHOE S
J(FI 0.0105~0.25 mg/mL)DIEE L 725 X 9
MeOH (Z TAR L, HPLC Hiik & L7-.

B-4-2) BB PR MR AR A

MK-4 383K Smg } (" BHA 10mg % ¥5FF L,
et NA T VIZAXL, MeOH 1 mL % IEfELZ N
AR ST, ZOFHRIZOWT, BHHEIKIZD
X 55(%9 0.0105~0.25 mg/mL)DIEE L 72 B L
9 MeOH (Z TAML, HEMHIEERK S L
7.

B-4-3) RMS ZBIC X B EE

D4HB (Z%]3 %5 MK-4 ® RMS % V>, LI
DORIZHES, [ AT (i) @ HPLC
PRI E £ 5 MK-4 OF /L (mol/L)
ZRELEZ. 2oL X, DAHBOHIE L LT,
B-3-2) C 'H-gQNMR (2 L » CTHH L7l 2 Hu
7.

Cana[MOVLI= 222 x e X e (3)

ZIMB, kAU KD T AT % o (Hhit))
FIZEEND MK4 D& EZRDT-.

COnt.ana [%] = Cana X DF X 722 X 100 (4)
ext

Z ZC, Cont.lI# &#(%), DF I3MmHPUEE, M
13E/VE £ (g/mol), WIFFEE (mg), ext (F [ A
% EhH)).

B-4-4) MR BB X D ER

B-4-2) Tl L 7= MK-4 RO B A v
WRO 7 a~ N7 F Kb MK-4 OE—7 [H
FEZ ko, HEfHC MK-4 O /L (mol/L),

MEEZ & — 7 i & & o To B & ER L7z,
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oL E, MERHAEERRKOEVRET,
MK-4 SRIEDOHE Z 100% & 272 LT-GA L,
"H-gNMR (2 CTHIE L 7= 8l 2 D TR E A1 T
STGED2FEEE L, MEREER LT-.
—J7, TAFF 7 Hhitti¥)) o HPLC MRk
DI v~ 7T L5, MK-4 O E—7 Z[EE
L, 2O —7 gz KD, ek 2 o
MEREZHNCT TXFx 7 EHiE®)) o
HPLC HREHIZE D MK-4 OE/LIRE
(mol/L)Z & H L7z,

B-5)iBITH 7 ADERIZ L 5 RMS EOHEE
B-5-1) {ZAEAR AR B

K73 2 mg, BHA 4 mg = TN IEREIC
FRE L, MeOH2mL % IEfECIN X CIRfE S+
7. ZOWRKR1S5mL % &V, MeOH % HW\ T
10mL ([ZER L, KIAEHERK & L7z, 72, DAHB
2mg % IEMEIZFFE L, MeOH 2mL % IE#EIZIN
R CHMF ST, ZO%HK 1.5 mL IZ- DWW T Kl
FEUEWR L [RIARICHRE U, DAHB A HERR & L7z,

B-5-2) HPLC Z3#T

HPLC Hl/ESME1E B-3-3) TRLE-EY. 7=
7L, BILAT LA THDHKKY —4 % RC-10
(4.0 mm L.D. X 15 mm, 775 5 um) Z 74 A K
JThE LT L=, B-5-1) T LA
RIZHOWT, FTEILA T Lk L CE
L2 7 2 W7 —% 285 L7214,
BEICA T LA UBEIMEIC K 0K 1 R
&, N—RF7 4 L OLEZMRL TET
BT LI LOT—H ERIE L.

B-5-3) RMS fE DHERE

Bt T L WG O RMS 130 R
G VHEE L. BLh T LOHEZLY
Z2Abd 2 OI% K1 =R O Ky O B — 7 [fifH
DHThoTele®, BILH T LEH NN
TS EICx T BIEITL N T 2R WA D K
DOY—7mEELEE ML, B3-4) TRl
RMS % (5T XV #ilE L7=.
ARC ha/Aana
ARC ¢/ Aret
ZZTC, RCITETLHT T 4.

RMSRC = RMS x (5)



B-6) D&V MEFDOEF IV KEE
B-6-1) RALEH

B 4.1322 ¢ ZFLERICED L0, @HIK 2
mL, ¥ERbE S, MeOH 10 mL % Il %, A% TR
FEL, B A L0 A a7, W % 1L
FRIZHE L, MeOH % 10 mL Nz, BE#:LWS]
S X0 AR . Z OEEE & 5122
LLE#ED IR L AR E BT oA E 6
D, 10g/L 7 = U EEKFVEIR 10 mL, ~F
W = TFLIEEHR (9:1 v/v) 15 mL Z N 2 7=,
Z DR %A 5 SyREHR 0 IR, 3000 rpm (2T 54y
i D orBE L, AERIEE2mea 277 2
TZAER LT, KBICA~F Y iR T /LR
W (9:1 viv) 15 mL 2%, [FEEEOEAEE 2 5]
M0 IR LT, ARG 2608, WA
JEREEL, BEM M 24572 i, ~F%%
Y10 mL ZN2 TS, YU ATV 75
A(HATZ AR o~ b7 T 78 (EER ¢ 25X 100
mm, F#B¢ 10X200mm(= >~ 7 F#B 50mm))iZ
BT Lra< T TAHYY BFIL 60 (BK
PYFE), 675 pm ZFHE L7 b D)L
72, EHIEAFH 10 mL 2Nz 721, ~F
Hr-YTFm—T LR (85:15 v/iv) 90 mL
M, WHIKZRE L, MEE EODBEE
W) W2 157, R ™ & MeOH |2 CIafiR X1
ImLIZERL, RERRER™ & L.

B-6-2) {Z AR DOFR R

MK-7 3K 2 mg & O BHA 4mg 2
IEREICHEE L, MeOH2mL ZF5HEICINZ, &
fRSE-. ZOWK15mL A& Y, MeOH %
FAWT 10 mLIZER L, MK-7E%ERE L.
AT, DAHB2mg ZAFHIZ &Y &V, MeOH?2
mL % EfEICINZ, WfRSHET=. Z O 1.5
mL % & 0, MeOH Z M\ T 10 mLIZERL,
D4HB R & L7z,

B-6-3) MK-7 2 BDHEH

AR ™ K O MK-7 B % B-5-2) 121
9 HPLC &R CTExNnENHIE L. Sohi-
ROV A= NN N -+ w 5737, RN EO)
MK-7 #E#EE D MK-7 O — 7 &% KD
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7.

C.RRRUVOBE
C-1) RMS IRE D 7= 8 D St dt
C-1-1) HPLC &R R CELEH'E OIRE

BN AEZWNE O [ AT 7 o Fhit
W) DR HIEESEIT, SIS EmE L
7. BB CIEEUEER BRI H W 2 I T —
X ) —1(99.5), BEMHIZA X ) — VDN G
NTWD. WO SRR L -8
ARE LT E A, RO MIED R S
Nl AL ) — i, FRHRREEEE X OV HPLC
BEICHRITHBEFEE L THEHA L.

W R 2 et Uiz, RFE0 BB O
OEDE LT, BX v KoHmiEsE (7 b
X UER)ICHEL, oS GEET D
HAE S OWIR R DR Z 1T 7200 hnax 2 1R
HEE S TNIE, ZoFKREsbLOMmoEZ
v KETHFE—D RMS Z Wi E &M Al RE
TRV, EWV ) REROREED 8 5. Syl
3FED UV RINARY MLV EMEGR LT & 2 A,
Amax 21X U D E LAY FIVIEIRD —F L
12728, S3WFED Ky, MK-4 & TN MK-7 [Z[7 ©
BRHEE COEENAETH D LRI T,
Bt S Vofliic kb &, 3ALOMIEE & £ 7= 70
WEX I UK, T R = b U VKIRTR(L:D)
¢ 242.0~246.0, 251.0~255.0, 261.0~265.0
TR 327.0~331.0 1M T hnax DBLEE SN TNV S
ZOZEMNL, K IR TANRT BV D A
DL, il VIZUEld 5 246~247, 266~267
MO 320-331 mm FEX¥ I K DOF 7 FFx )
VEEICHRTORETHDL B X b,
ZD7D, LLE 3 ETOWT I E B E
LT HZ e, AEYEHEOREMEICEY
A RMS {EORRHEEZRETHZ L & L.

FEEWEIZIE, TR D hnax ED hnax 2 5
D%, JLHEY TR D LN DR P& T
DERFE L. ZOFER, BEHEZ A X ) —/L
EL7ZLETHHDICH T DTSR, 256
nm |Z Amax 2 & D DAHB 23R UEW L & L C i)
T D &M LU=, DAHB IE i lGER C© & Eifl
ETh M >ZERMEMTH D, Lk
£V, RMS OPTER T RMS (EIZBWTIEH



YEW)EIZ DAHB Z IR L, FEYEY)E O T
Feld 256 nm, ORI R IL 2 S
247nm & T AHZ L& LT

7ok, TR TR AL O RRE D
D END, BENERFT 572912 BHA
ERRACBHIERIE LTHINT 252 L & LT

C-1-2) HPLC R EMR D IR E R O it
FEYEWE T D DAHB KOS FED,
RMS I ERFOREFRIFH A RF L7z, 77~ K
T RNIBITHEE—7 N SN 500 EYE
720, R?*=0.999 Ll I & BAF/RE R EZE R LT
9.6~250 pg/mL D #iFH T, RMS & H O F Efi

EIERNTHZ & & LTz,

C-1-3) 'TH-qNMR &4 D dt

NMR HIEICHW D BRI A R ET D720,
& DVRFRIE 2 KR 2 7RI A O TR L 7 i
R, FEYEYE L MeOH-ds, 5y HTHEIL THF-ds (2
N Al SNl DY

EEMAY 7T, thovr—27 LB LT,
ZE LT MEZBH AR b OEZREBE L.
PUF, REFZECERICHW=V 7 F v %, 1,4-
BTMSB-d, XM D 'H o 7 F )V 2 JLHgS 7
F V(6 Oppm) & L7zfb*# 7 R THRFLT 5.
D4HB : H-12" ( 6 4.0ppm, 2H), H-3, 5( § 6.5ppm,
2H), H-2, 6( 6 7.6ppm, 2H). (1% 2)
Ki, MK-4 % (X MK-7 : (§ 3.1ppm, 2H)(K;, MK-
4 ClT H-16", MK-7 Tix H-28" )(IX| 3)

C-2) EEWE T 5 5D RMS IRE
B RIIZ OV T TH-qgNMR (2 X 0 il % A
ELT& A, EEYE TH S DAHB OFiE
1% 98.08£0.36%, K, 73K 98.34+0.21%, MK-
4 FRIKIT 98.26+0.16%, MK-7 iA3KiX 98.35+
0.43% T -o7=. fFOLNT-MEEZHWT, B-3-
1) TS L7 HPLC HRUERATR OME 2 M1k
L, B-3-3) & 9544 T 2 H@ HPLC ZH W
TNtk L7z, Bohizra~ N7 T Ao
5, B C AW E O VIR, Htihic v — 2 i
A L oTomBEREER L. SO M
BROMEONLERDZ RMS 2% 2 (TR
T AT O RMS 1324 E A TIE3~T 1.08,
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EE B TIETRT1.05 THh-o7=. Ki, MK-
4, MK-7 ClRIZEE N TILFE— RMS 235 51
cle®, 77 hx/ UEREROEZ I K
T, AHENRZE D> THE—D RMS TDE
ENARETE EE 2 iz, UBOERTIE, M
HEEOVETHD 1.06 4 2 K O RMS
L.

C-3) X F=F o (HHY)) D MK4EE

MR oOmGREL THD [AFF
v (EH)) o MK-4 B8 A, HodiR EiRE
LRSS THEST L= RMS VEIC L V1T - 72(F
3). MExHR EARE O E BIEIE, BERRERRC
MK-4 SRIEDOHE % 100% & KE LT-HA L,
'H-gNMR |2 & V) P78 L 72 RS CHliE L7z
a2 R — TR L. fiiiEZe Lo
FH Tl 99.4-99.7%TH Y, #HEDHY OBED
BAIEMKA4 G 8N 1.7% NS oot #hE
DFFHRRIEHEZZE L TV D7D ED MK-
4ERITENEEBEZ LD, MK-4 33035
METH T2 D RERET R T-.

WIZRMS HEIZ LY [TAFF% 7 ()]
D MK-4 82 E& L. EEYETHD
D4HB Ol % 'H-gNMR TR E L7 98.08%
L, RMSTEZ 1.06 L LTERELEZA,
& A TIE99.9%, 2 B Tl 97.7% Th > 7=.
TEEMZEIL 22%FRE &, Mo ERRE & i
LCREREE 2T,

—F, WMFED RSD% &g L=L 2 A,
Mo B B RS Tl MK4 RO IED A
DT 12~13%Th-o7=DITHkt L,
RMS {ETIX 0.1~0.2 E/hE o7z, 2T,
HoxH BERE O CTh D MK-4 3Kk
P ARRERPRIETH D0, EHEREHF
T D NEND VR ENREI RS2
EMAEE OO E S E LTHEITHND. RMS
EOILYEYVE T 5 DAHB 13 L e E <,
EIREDA Ny 7 R EZER L CERICHW
THOREPRLONT EEMICHEL 5 272
Mo,

PLEX Y, TAFX i) Bl T
I% RMS {ED 7 3t ik & Hig U CE
BHEOEBEMZDRE oD, REER



MK-4 SIEZ R & T 2 NER WO OHT
FEEE (BN TV 2. MK-4 SR O iR 08 S
HXEBET D E, RWFFE THENL L 7= RMS i
IEED EMEEZ RE HEARIITETIEHARL,
A B E VD B CRE IR REEE 2R D e
DTHIUE, HxrrEfREOREEE LTt
TERFEETH D LB L.

C-4) BTN T LDOHERIZ LD RMSTEDHEE

BHTFOEX IV KE, VEOLOETE
THEE, BT L AW BREREN—
KETH D Y. ZZTWIIBETTH T AT, filgt
BIL T TX ) R E A X SRICHE
WERCEBRT DX/ VFEIRME T 7 LA Th D
V. FDTD, BT LEMEATDHE, B—
7 EFEDNEL L, AR TR O 72 RMS 1T
HWHARACTH D, 22T, BmLh 7 LOFEC
XV, RMSIEICED X 5 A 5 2 5 )k
L7,

Ky A HER % B-5-2) 127”89 2544 C HPLC JI7E
ATl 2 A, RARMNITLELTETLY
ThERWDZ L2k, LREFEERTZY 13.98
min 7>5 14.19 min ~ & 0.21 min 1# < 72 > 72 (X
4). £, V=7 HEBIIKREL 2D, UVIRIY
AR "MVIZEL LT, 7 bX ) BRHE
KEZEZDND Anax 1L 244 nm DFB L T2 o T
(4 5).

BITH T DO L VL EMNENT S
HDOD, F ) MRE O HT G DT
T Fax ) ARICEBREINS EBET S
L, BIL 7 LAOMHETHRO Y — 7 mfEO
IR E—EThD N TREND. 22
T, ABFZE TR O 7= RMS (12— F DRI & )T
HZ LT, BTN T LEEG LTZGAITRD
55 RMS &—HT 52 EnEZX LN K
BEERTOK, DFETH T LOFEZL DD
WL 215 TH o272, RGITEWZ e
RMS(1.06)& H\N, EIeH 7 Lx W GE O
RMS & THHINAMETHDH RMSRC (X 228 T
&b oo A, KiBEERR K O D4HB FEHEIR 4
I T LA LTIREETTHIE L, R A
LBDL—RMREMOMEDLND RMS & H
HL7zEZ A, 232 THY, 1.7%DALTH
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ST 2L, ALEMDEILIZED L B 3
nm AL 722 &R, RMSRC DR HIC 2 HOdEE
Dl ZEER LI & nE2 615, L
L, BEMNESCTREOBELZEZE TS &, #
TEAEVI A4 wTRE & Il S 47z

CSHBRAITZLAZHWNWEOZLYHEHFD

MK-7 €&

B-6-1) & Y B-6-2)IZ ik > HiETHE L 72
MK-7 £EHER & SUBREIR ™ & B-5-2) 12”95
f£C HPLC IZCHr L= & 2 A, (REFRER
35.11 min fT¥TIZ MK-7 & B b v —27 23\t
HEN=(X6). ZDOE—27 D UV EILA~LY
MU, KRR CRE L7z & LRRTH
S (X 7). REHAK ™Nora~w b7 T AT
X, Ky EEMER Y HTRE & [FRE, ook T A0l
Mk, =7 mERRE< 58— N
BERST-.

MK-7IZOWT, IRA MH T L E LTETH
T LT L & O RMS X, ABFZEORE R &
HEE2EETH L, KiDRMSK LRI—TH D
EEZOLND. ZZT, 0EDY T H D MK-
TG EE, BTl T AEHW, xR L
HEE RMS Td 5 RMSRC & /= RMS I T%
fE L7z, EOREE, M EHRETIE 60
ng/100g, RMSRC Z v 7= RMS 7% TlE 53
ug/100g Th o7z, FREE LT 10%D N H
L0, ARUEITFHEEES 1 THY, KV
MR NVETHD EBbnb.

D. #&5%
AHFFETIE, BEFRIN [ A% 7 o (hi
W0 OENLSY TP D MK-4 DERIEIZOU
T, HIZHTH < M LT WG &2 v 72k
RMS {EDHENL 27k, ROEEE L TCEMATRE
PR L7, &5, F—oREaH%EF K,
(EHSL 740 FFUF ] )R, MK-4 R
g FEERIND MK-7 21X 0 L Lz
EFNOE X IV KTh, [A—O RMS A CE R
AIBEDMRAE L7, FEYEME & LT D4HB = H
W2 REFESL LTERER, Zoboicxtd s
I KHEED RMS (3 1.06 TH-o7-. 1
i a W Rt EARE & bR L2 & 2 A,



B%DIEHLOX I HALND HEOD, WEE=
H ) TECH WD RRE ORE ThHIUE 5y
HHAEETH L Z LRI T,

fthr, BMFors I KEEDERY,

RANDZ LE LTEILH T L%V TEH
L7z, BULAT7LOFBIZE Y SNy
— 7 HBIIEILT 50, TOIT—ELD
728, IBmILH T LB WEE O RMS 72D
FRFRETH D Z EWREBE SN, 2, 12
A AFREEMAEMTH-TH, BTh T
LETELSETHELNDHE, RMS Z4H#EE
TAHZENAETHDL I EEREBL TS,

E. & (R

D) BB B8, ’IINFEH, KE§HE, AR,
BT, SFRN=B, BEARISF, RR—K,
IWARRSY, /IEEE, &HS, ANE—, %
BE: 70X ) U FAFU R ATF 4
FHYRRRAFVF v OEERiEis s o
~ N7 0 —HERESOER IR Y
ZAREVS e e o = EA s W S L S Ol i
2V KHED HPLC 12 L B HEHEN) & Bk DO E
fNEES. B I, 1991; 65 (10): 481-
488.
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F£1 AREFFRICHW R

A HEFR A—H— WEE Lot. No.
AT A FEYES, MK-4#3E  Fh7 A LR 136-16641 AWP5790,
FHEE(ER) ESM2660
AT T HEYER, MK-7#3 Bt 7 A LRt 133-14331 DLL3967
HEEE(RK)
AARIER S 7 4 by Kt (— M) EFEAMER 1127000021 PHY02A
A AEHE S, L X237 RY
— A = R
4-t Fuox % AR D4HB HRAbE T2kF)  HO0352 NQIKJ-PS
A%
3-tert-7 F )L-4-t K o BHA B LA T3¥®E)  B0723 W28ME-NG
X T7T=/—)
A K ) —)b-dy MeOH-d4 MERCK(£) 1.06028.00252  S5831128 116
T 7k Ru>7Jdy THF-dg B (K) 40064-43
7 = UTE— KA - BA AL F(BR) 07380-01 602H1916
b - BLE7 A LAt 196-08175 —
425~850 pm(20~35 mesh) FSE (R

#£2 T4 NFUFUERITATX ) CEOILEYE )T D AR VEE (RMS)

HEA EEB
KI | MK-4 | MK-7 | K1 [ MK-4 [ MK-7
RMSF4#5(n=3) 1.08 | 1.08| 1.08| 1.056| 1.05| 1.05
RSD% 098] 178 069] 125| 1.86] 051
FI%£ 8 IRMS T4 1.08 1.05

#=3 (A% @Y + MK-4 & &

EEBEA
xR EIRE RMSi%
MERMIEO) | #EME(X) | RMS1.08 | RMS1.06(F9)
BEFH%(n=3) 97.9 99.7 98.0 99.9
RSD % 1.2 1.2 0.2 0.2
HEEB
xR SRR~ RMS;%
MEMEQ) | MEME(X) | RMS1.05 | RMS1.06(F19)
EE8F9% (n=3) 97.7 99.4 98.6 97.7
RSD % 1.3 1.3 0.1 0.1

95



mAU

43516/ 1.00
300—_‘\‘

200
100
0
T T T ‘ T T | T T T T | T T T T | T T T T | T T T T | T T T T I T T T T
2000 2250 2500 2750 3000 3250 3500 3750  nm
mAU
750 €261/ 100
1 MK-4

L

200.0 225.0 250.0 2750 3000 325.0 350.0 3750  nm
m4U

12.5"794 455/ 1.00

100 MK-7

LNy S B B B R

200.0 225.0 250.0

275.0

%] 1

96

300.0

T T T

3250

LI R I

350.0

375.0 nm

[Ki, MK-4, MK-7 ® UV WX A~ k)L
FRIL 3 OO TIHE DT 7 M VERRICHET A2 EZ 5D Anax



04
1

0.1

4T %

-3, H-5 H-2, H-6

.

MeOH-d,

1, 4-BTMSB-d,

7.0
X : parts per Million : Proton

X : parts per Million : Proton

T
83

T
638

X : parts per Million - Proton

T
657

X : parts per Million : Praton

2 D4HB DAL, 'H-QNMR A~27 LK ONERH Y 7

97



1.0
—6.67

PRI PR S P Y 307 50 35

3 parts perfition: Broon

1, 4-BTMSB-d,

. E o 1 CH; CH;y CH; CH; y
g 1 & 1 : | ilh : . H-1‘6 {x ‘l "

X : parts per Million : Proton

315 a1s 3l am o an a1 abs

X pars pec Milon: Froon

1, 4-BTMSB-d,

o

leon MK-4
.
s Lk

% 16'\ < < <
-1 o CH; CH, CH; CH; y
3 H-16 l
[ . l
7‘0 6‘0 5‘0 4‘0 3!0 2‘0 1‘0

X : pasts per Million : Proton

910111213 14 15 1617 1.8 1.9 2021 22 2324

16 0.7 08 0.

0 01020304050

abundance

H-28’

30315 308 307 306 315 314 313 302 01 31 508 308 347 306 305
THF-dj

|° 2CH, MK-7
|
o % CH, CH, CH, cH3 H3 o ,
) l L . | H-28 | ‘MJJJL

1, 4-BTMSB-d,

20 10

X - parts per Million : Proton

X3  OHrFEK, MK-4, MK7)D{b2EEd, 'H-QNMR AX27 MLV EOVEEH Y 7

98



uV.
17 —%51:20230111 3521 1lcd PDA Chi 247nm 4nm
17— 5220230111 8% 04lcd PDA Chi 247rm 4nm
400000
300000-] BEXHhSLHY =
200000
100000 U Y N
] N\ BN T LG L=
o
i i

0.0 1.0 20 30 40 5.0 6.0 70 8.0 9.0 10.0 11.0 120 130 14.0 min

BRASLBY)
‘Z5m‘1\l31§50/ 700
100 S
KiEgE

50

25

0

i T T T 7 — T
2000 2250 2500 2750 3000 3250 3500 3750  nm 2000 2250 2500 2750 3000 3250 3500 3750  rm

5 K EAEFTICBIT D K AR NVOBILH T LT L A

uVv
F—R120750116 %= _111cd PDA Ch2 247nm 4nm
1T —45220)280116 % Z_09Icd PDA Ch2 247nm,4nm
35000
30000 MK- 742 it =
25000
20000
15000
10000-]
5000
] |, -
1 Wl f S S TN
ol \/\\’L A a B N N — AEARK )
SRR 5 SO SRR SN U R S S —— et
00 25 50 75 100 125 150 175 200 25 250 215 300 325 350 min

6 MK-7IEHER K ORI ™ D7 n~ s 7T A

BRHIL(HY) BTN T AL(EL)

mAU
100-335.1407 1.00

MK-71R4E %

|35

T
300 400 500 600 nm 300 400 500 600 nm

7R ARy
25:835.140/ 1.00 2.00335.140/ 1.00
3 175
20-
- 150-]
g
152 125
_ Il 100
BUEEEN o ile.
&
b 050
05~ o -
2 025 2
00~ 000
T T T T T
200 300 400 500 600 nm 200 300 400 500 600 nm

7 MK-7 FEAERE e OFERANR ™ DU A~ 27 kv

99





