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Study on shortening of analysis time in high performance liquid
Chromatography.VI.
- Fundamental study on quantification of [6] - Shogaol in Mukoi - Daikenchuto Extract -

i JE 3L 7 7 v BRI iy =t BERSH Fr  7 BE
Chikafumi HORII Kracie Pharma, Ltd. Nanako TAKEWAKI Panakeia Pharmaceutical Co., Ltd.
AT 7 Z v BRIt By FEZ MRS A &

Keisuke TANAKA Kracie Pharma, Ltd. Yasuyuki OKUNO Kokando Co., Ltd.

KARR /INRR BT SR A S+ KH EE MRS 5

Akihiro DAIKONYA Kotaro Pharmaceutical Co., Ltd. Kimi NAGAI Enjudo Co., Ltd.

BT N BB T BUSE pR Ax v Hn Ex IR MRS
Atsuko KODERA Kotaro Pharmaceutical Co., Ltd. Nanaka KIKUCHI Daiichi Yakuhin Kogyo Co., Ltd.
BH F— & LSRR E AT

Yoichi YOKOTA Toyama Prefectural Institute

for Pharmaceutical Research

i

ik RO EERICBIT 50 TS RIE A QBT 208 RH 0 | 1 RIE2 72 0 O RH O £
4!:75)9‘2&56%%“ o INETUHATIE, BRIk u~ /T 74— HPLC) (AT DN T L %S
TARBERAERF (JP16) FEONEETHH SN HRE 5 pum, IR 4.6 mm, £Z 150 mm (LT, 150 mm
T AHEMT) O T APHRZE 3 um, AR 46 mm, X 75mm OV F A (LLF, 75 mm #7 A LW
Ty NCEHET S 2 L TOWERMOEREER > TE 7 ", REEIT, IP 16 1T S TV B 45HHE TR
FrRER 2540 30 e B, SERBOBGICB WO THO O OEMRNA L EN D T 7 A KEFHTF X
D [6]- ¥ a—HA—LOHHIcER Ll Uz = 5% 2 & O Codri o s b o S0 22 et 217 -
TOTHRET D,

% nuu

EBRGE
1. EB 1 : T Lok

1) #RIE M OFEBRAE
JRTASRBRA [6]- v a—FA—n Lot. AWR3744  Fneflisk T 3pkatt

SR EIRBA [6]- ¥ m—u Lot. TLL2111 FEAHISE T st

AR=ryr Lot. 220106 LS T Y SV S 11
Foeor R AP

BRIV aw Lot. 110512 R A S

HIZD % a v+ Lot. 051613 B FEE A S At

*RBAREELY [6]- v a—TA—LEEIT 0.147%



2) =X ADORESGE ( TERAER =X ZARA OB NCON T P 2B HIC LT
oy KPS XA

THICHRY v aw 4g BlR=r Py 6g BRIV Faw 10g ROERRED 20 58 & L=k 400
mL ZM1Z, BERRVIRETER = 2T TH 30 oMEdhHE, ZWET —E A 417V 200 mL Ol
WEBTz, 2 2 B IRLTHELNIZGAIZGDE, B—& Lictk, 2 HEEERETZREITo72 b
Oy A KEFGZXFR L LT,

Moy A KRB Fa v TT5 7R R

THRICARY > ay 8g, HR=VY 2 12g KOAESKED 20 &L LK 400mL 2%, ZH7
WIRTETESR = =S TR 30 S nEdhit g, BT —E Al 217V 200 mL OfitR =B, Zhk 2
E#E 0K LR ONGRlEZ DY, B—& Lok, 2 AMEZEBEERE T b 02 o r o Kdd
Gihrxav 77 072X AmER LT, AvrFFavrIdrroxALeEd) L Lz,

3) AEAEERIE M OFRUEHA TR
JP16 o A KEFHTFZAD [6]- ¥ a—HA—/VEBEDHEIINE, EFROREZHNT, LTFO
FEAREPAIR S OFRENRIR 2 i3 U7, 7eds, FHHY U 72 R VB AR s &L OBRUEHA IR IZ &AL — D b D &2 fEH L 7=,

[6]- ¥ 3 —H A — /VEEYERRIR

EREM [6]- v a—HA— K 10mg ZRHEICEYD, BOAFX /—/ 3 —4) [Z¥H L TIEMIZ 100
mL & L7z, 2O 10mL ZIEMICE D, @7 AZ /) —/ 3—4) ZMxX CTIEMIZ 50mL & L, Y
Ak & Uiz,

[6]- ¥ a—AA—/ - [6]- ¥ 7 u—WiIRATERERIK

[6]- > a—HA—K 10 mg ZREEIZEY | HDOAZ ) —/L (3 —4) [T L TIEMEIC 100 mL &
L7z, RIEEIZ [6]- ¥ 7 m— &K 10mg ZREICED ., DA Z ) —/ 3—4) 1T L TIERRIS
100mL & L7z, ZHHOHK, 10mL T 2% IEFRICE D DA F 7 — 3 —4) ZIx TEMIC 50mL
L, RAEBWHKE LT

oy KEPBTR AR OI ¥ a 77T 7 o ZRBHATR
TR ZKK 05 g BREBICEY . MO AZ ) — (3 —4)50 mL ZIEFEICNAZ T 15 45RHHE Y RE
Teth, mOAHEEL . BEBIRAEBERAR E L,

4) R E

[6] - > a — T A — /VEEHEVSIE, [6]- > 2 —HA—Ib « [6]- ¥ 7 a— VIRATEHERI, Moy Kadh
BZXAROA Y F a7 707 2 2R BHAKIZR L, 150mm 77 AT 1 #: (A th) THONEIT-72,
A LA T 5% Table 1 (23T, EHEIZYS 72> TIE, JP16 OV AT AHAMEICHEV, HEME, A B
U — R8s L OB B BUC W THERR A (T o 72 T SBEEEIC DWW TIL, [6]- v a— A —vE [6]- v =
— WA= NVOERIKTHD [6] - Fora— I EDNMERY Znd 2 HORAERPOEHL, S HICHE
U A RKEPGT X 2AOREHEKD D EATORFEER D & OSBEEAZ L LA 7 AOMRRETHE L7, 72,
[6]- 3 a—HA—NDEREITHONT S L7,



Table 1 FEER I IZEHLZDT A

VIR A—J]—
Mightysil RP - 8 GP* B L
YMC - Pack C8 YMC
Inertsil C8 - 3 V=P A TR
L-column C8 (b= e R ST A
Develosil C8 - UG - 5 Bph b

* Mightysil RP - 8 GP |3 H AZK R S HAIE R 2011 12 F0#,
RBRSE
Rt - AN RE (IE R 225 nm)
J1 7 NRE 50 °C

BE o UEETIKFI 01g &K 600 mL IZIE LK, TE R=1F VUL 400mL XD,
P f#4y 1.0 mL
A 20 pL
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H AR S AT 2011 IS8 STV 5 Mightysil RP -8 GP @ 150 mm 7T L&A T HE L,
EBRI TR LI T LD 75mm BT A (Table2) #fHA L., $AEZNENTHONTEIT -T2, FEMixIERIT
FERT LRIERTH Y | TR 2 806 L C b BAFIC O N AIEE CTh 2 ikl 21T - 7=,

Table 2 SAFIZ V= 150 mm 5 LK 75mm B T L

BT L4 PR A—T—
Mightysil RE -8 GP 4.6 x 150 mm ——
SRR Z A Kif% 5 um
Inertsil C 8 -3 4.6 x 75 mm V—T YA TR
YMC - Pack C 8 RifE 3 um YMC
Mightysil RP - 8 GP BA b
S HTHE AR
A #E 1 L-7000 (BNENA T2 7 av— )

B #t : LC 20 AD Prominence (BB ERTRY)
C £t : LC 20 AD Prominence (HERERTERY)

D #L : Alliance @ e2695 (VA —5 — X))
E #t : LC 1260 infinity (TYVvr hTr ) uY—H)
F % : Alliance @ €2695 (V4 — & — X
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P 1.5 LTOY A M) —REMRBELNTEY, P16 OV AT AFBMEOMMEERZED 1.5%
AT 272 L, SRR E BICEN TN L 2R L2, DB OV T [6]- v a—FA4— L D%
BRIETHD [6]- Frra—nEOBE, KO [6]- ¥ a—TA—/LOEFORRERSD & OBEEICE
MR 2N R MR LTz, 2O OSSR b BEGEREHCCE T ORI E 5y & D5y HERE S RA4F72 Mightysil
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Fig.1 150mm 7% 2 (Mightysil RP-8 GP)D 7 1~ k75 A

Table3 150 mm 7 AZBIT LMo A REFGT=FAHD [6]- ¥ a—TA—LOHFHHER (A 1)

. REER 5 AR O amn e o n AR
HT nk (min)  (MPa) il gpm L EEEY BEED

Mightysil RP - 8 GP 31.8 39 0.69 0.97 9634 25.5 4.05 0.60

YMC -Pack C 8 28.4 5.1 0.88 1.00 10046 25.1 426 0.57

Inertsil C8 -3 32.8 2.9 0.54 0.95 8951 23.9 431 0.62

L - column C 8 24.1 3.3 0.53 0.87 9245 23.0 3.90 0.60

Develosil C8 - UG - 5 324 4.7 0.10 0.90 6870 21.8 3.47 0.60
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WD 75 mm AT Lb, 5000 B BB E 1.5 LTV A MY —{R#a " L, FXHEER
EH 1.5% UTE2RE LT, EoT, JP 16 DY AT LAEAMB IOV AT AFHRM A4 2 L 2SH L
Too Fio. [6]- ¥ a—HA—/VOHEFNIH D REEMST DO E— 7 IZOWTHEEE 1.5 L EERZ L., [6]-
Foro—nLONHELERT LRAKOMECThH T, FRICOVTHLIBI T ALFEUMETHY, E
BICIXMER 72N 2 E DRI NI (Table 4), o v A RKEFGZFAHD [6] - v a—TA—ILOFE
WZOWTIERRD 150 mm 77 LK 75mm 577 LOWTHICB N T HE4ETH 0.6 mg/day THHo 7z,
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Table 4 XHA T ALK 75mm #7 ACBITFHWa v A4 KEFG=XZAHO [6]- > a—HA—/LOoHr

55 B TREFREE B MRHE A B SHEED Y =3 S A
(min) (MPa)  "ERAE —RE B (mg/day) X4

Mightysil RP - 8 GP 30.8 7.0 0.33 1.04 12634 28.4 4.12 0.54 B
(4.6 X150 mm, 5 pm) 30.3 3.9 0.08 1.03 12164 28.2 4.00 0.61 C
xR Z A 352 7.5 0.02 1.02 11722 28.4 3.83 0.58 D
293 4.7 0.10 1.05 11428 27.0 3.84 0.58 E

28.3 3.9 0.24 1.03 12077 27.6 3.80 0.62 F

Inertsil C 8 - 3 18.0 7.7 0.10 1.02 7225 21.8 3.67 0.57 B
(4.6 X75 mm, 3 pm) 18.5 4.6 0.14 1.03 7094 21.7 3.60 0.62 C
20.6 7.3 0.03 1.04 6584 21.2 3.29 0.60 D

17.4 54 0.10 1.04 6754 21.0 3.52 0.61 E

16.5 4.6 0.18 1.02 6609 20.4 3.19 0.63 F

YMC - Pack C 8 15.5 9.1 0.04 1.02 8036 23.1 3.50 0.59 B
(4.6 X75 mm, 3 pm) 15.4 6.2 0.12 1.03 7905 22.7 3.44 0.61 C
17.5 7.1 0.02 1.02 7747 22.6 3.34 0.59 D

15.1 6.9 0.10 1.01 8085 22.9 3.44 0.61 E

14.0 6.1 0.76 1.02 8140 22.3 3.10 0.62 F

Mightysil RP - 8 GP 15.5 7.6 0.56 1.03 7751 21.9 3.30 0.60 B
(4.6 X75 mm, 3 pm) 15.8 4.8 0.05 0.96 6732 21.3 2.79 0.65 C
20.6 5.8 0.09 0.98 6495 21.0 3.29 0.60 D

14.7 53 0.10 1.00 7425 21.7 2.94 0.61 E

14.1 4.6 0.28 1.00 7650 21.6 2.75 0.61 F
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