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1. REOBUL U

EEI LU /¥ =k a¥ ¥ Salix hultenii var. angustifolia KIMURA |3 B4 =
VI)NyavrFEEinbih, Ny 2+ ¥ Salix bakko KIMURA 125N SDEEZ SN 3B,

COREBRIBELENMFTO FABZENTERINAZHIOELDS DT, Thid
JeHEIARE R B O TERCHEI NS DD BT, UHEEXONTEEDT
Hb, htth, BRI ORBLTEL T, LHBIXUIMORBINHEBETH D, BE
BAZCFCHETLCENTEL, FEINCHIROEDLH, AMOERICHOE
BILTHAY, 20&4%2EBEL, ThERERECLALE, 2mm OR 7Y —~VEE
BF2LH50BBTRBLL, CORBLAERREZOTEHEAELTHV ., £
ZDOAREBH 60~80 mesh DL DEHFH I L, ThrEoHicdtl iz,

B DR TR BRI R ARET AT BB L L TIT IS o T,

Table 1. Chemical Composition of Salix hultenii var.
angustifolia KIMURA (%)

Solubility in CB
Lo — Total | Methyl | Mannan |Ga-
Ash | Cold | Hot | 1%- | EtOH-|Lignin/Cellu-
water | water NaOH| Benzol lose Pentosan Pentosan * lactan
Heart wood| 056 | 29 | 106 | 24.3 6.9 | 230 56.3 221 1.3 18 —
Sap wood 049 | 12 40 | 197 36 | 183 56.9 184 0.4 0.7 —

* Wood meal was heated with 12% HCIl during ten hours. The obtained mannose-
hydrazone was melted at 196°C.

BLRZZOHRERT, O, A& 2 BULEERT MK, BKMH
2, 1% KBt b ) 9 AMESBLIOT VA Ry EY (1:1, vN) BRSO T
BROMBOFBLMBLOREOVEELERL TV, FriBEAHBEHIENTRIEMBO
2REHBDEERL, D OHHEPILHMBREEFINTVEEDLEEALNS,

2. BB RTSH

HYRSESHET 2, MHODEEOERAENANLNTNE N, TOER
BREBICELY, ~RCAVS N TV ABRBERFLEE, Az —F v (bp. 60~80°C),
RVEY, JuafRvs, T—=FN, Teby, &2/, T82/—V, KETHS,
F8BEBLUZOEH, BE EEASIKE, RILKE SoF/4 F, BHSEIR
fERFEBLCAWMT ~TViC, BREERDOT 7)) 2 vyBRUS OEPBERFE T ~FviC
BREL, ¥7c72ty, Tra~vERBOTHhOEHL S IKBRETI CEBHONT
a3,
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s L OSBEEIEE DT 5 R 4 MLABEA 8~V B XD R )~
THIBINE 2 EMBNN, LorLH, —BOBHEOHERONTHHRT S &L HER
DEBRAERBNTHRE S FBE@ETHS, BRAOAMI —~FVELRMEELEFEIT v 7
2EBLOICHMENRD B, Az —FVABERHICT 7E /4 FLEYBEET LI
BTHDM, FHE, LHRIOMFICETIMECHBT —FHHICKDKBEELZS D
TIRIAFBLOT VAo YREAEEBLBEND B, WTHOBECENTHID
EOBWAEAMEMDICELET S L EOBEEEMI LA (BT CLICER
LG HEEET, 20D AMERSGRE LD THBBRROERZIIT 5 LENS
3, BICHAT VI~ VIZ X B OB I IKARBRROERALTEET A LR TESN, .
FEMEL T AMEPBOLHABEERT 205D, IR BE I HBIERNKSE
HCREMICOL DR T2 EAZRLUETNIETES 0,

75K VRILEYMRIZOBEBHICE>THABNT R ENTE3, mER A FVLEh
by, A, /JEVFVURAYTNFFVRI~FNRTEETH B BKITRE,
ERBERTAKBESXE D75 KY, 750, AVIFRDTEL T ~F, T
— VIIZEIIES), RO L ST ~FNIERETKICABEOLDFRIT ST ENT
x5,

APFRICENTRHHOIDDOBEEELTAE /)~ VBRI E )/ ~ZveRAD, &
bt T OMb#D S AT —F v (bp. 60~80°C), T~ FVHERESFHL, SHILL~
FUTEBIIRFERES FY U Ls, 10% REF P U ABLIU 5% KB ) T LDT
WA Y ER TR EEBES R Lk,

AFEZRZIUDICA S/ — VTR T 2 HEEAHMHBE A, =4/ v THBTEH%k
ZRHBEB & L, ZORBBRROFEL TH 5,

L X5/ -kl (RERE A

DTHEAMLARE A £/ ~VTEREARCTHEL, MHABKRBRETTYI» 7
RECEWT B, DOTCCORBYEABT —FVTHEBERE, AT~ 7V RER
I —~FUCHNT S, O —FUARBIIAETERES VY 74, 10% BT Y
T L, 5% KEELA Y T ADKTVA Y BB TR S LB E hER s caild s,

FIXBEIUEZHIHHOBBERL, H2ERILM, MO 42/ — v D
IR DI R (8) 125 BIRR (%) 2RT,

M BT A AN B L - ER G 0M, Ak ERaT 2L, LM 0.33
%, AR 0.15% TOMMWIIHI 2 EOEERT, CHRRUAMT — FVRERIEIME
DFMPRE 12 T BE (L5 0.49% ; Wi 0.59%),

TI5E /A FEPDO LI 7 =/ —VRILEHRRCT v 2 ) BRAIBEET LS
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BESIZEOOTEARECBOTE COWIm >N TEDLIRFTE-S 2,
AR ) =i, T~ FOVEIRIRIE O 0.77%, SOREE 0.19% TR E DT A

AFBWE O AREBREVEZIRT, Fiox — FURERS, hEBETIMEIE

Wood meal
MeOH
| |
Extracted wood meal MeOH soln.
i distil. under reduced press.
|
Solid Mother liq.
Petroleum ether
(b.p. 60~80°C)
|
Petroleum ether soluble Moth(l-:r liq.
| (9.0
l. o . .
Solid . Resinous material Ether soluble Mother liq.
Na,SO, distil.
dry reduced
distil. ‘ press.
Petroleum ether fraction |
Solid Mother lig.
Fig. 1. Extraction by Procedure A.
Ether soluble fraction
' saturated NaHCO;
. I |
Saturated NaHCOj; soln. Ether soln.
HCI ] 10% Na,COs
acidified I |
| (Et)z(l) 10% Na,COj; soln. Ether soln.
Mother lig. Ether soln. HCL ‘ 5% KOH
acidified _—
Na,SO, (Et)s0 | ]
dry 5%KOH soln. Ether soln.
distil.
Saturated NaHCOs  Mother liq. | Ether soln. Na SO,
fraction Na,SO, HCl g.fy.l
gry ' z?ci%iﬁed 1stil.
istil. Et),O
Neutral
%?z; 0§a2C03 fraction
. . ‘
Crystalline material Mother lig. Crystalline
material
. Ether soln.
Na,SO,
dry
distil.

5% KOH fraction

Fig. 2. Fractionation of Ether soluble fraction with alkaline solutions.
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Table 2. Yield (and Percentage) of each Fraction of heart-
and sap-wood Methanol Extracts

Petroleum ether fraction | Ether fraction
Wood meal Solid Petroleum Saturated
(oven dry) ether Solid Sum NaHCO;,
soluble fraction
(®) (g) (® (g (g) (g)
5.82 8.63 0.20 8.83 2.56
Heart wood 1774 ED (0.48) ’ (0.02) (0.49) (0.14)
2.68 10.35 0.10 10.45 0.87
Sap wood 1750 (0.15) (059) (0.01) (059) (0.05)
Ether fraction
Nolp, |5% KOH | Nneutral |Crystalline| g, | Resinous | ropape
fraction | fraction fraction material
(g) (g) (=) (g) (g) (g) (g)
3.19 419 0.64 321 13.79 28.44
Heart wood | 71 (0.24) (0.03) (0.18) 077) - (1.60)
0.88 0.49 0.89 0.20 3.33 10.88 27.34
Sap wood (0.05) 0.02) (0.05) (0.01) (0.19) (0.62) (1.55)
1) ( ): percentage to dry wood.

2) Total is not all methanol extracts, but is weighed at this procedure.
3) The resinous material of the heart wood extracts could not be weighed.

(DVF138 0.03% ; WFER 0.06%), ZDEDPLH 75K /4 FLAHBLMBCERINT
WBZ &My hhbNg, BIERGERSHNBREOERICETES NN, LHEEIZDL
TRERTENE Do/, CHIRRLT, OMBIEOVWTR T ~FVAER» O WNERE
TP Y ABRKRTHINT 2 BEBRSRICHE L TE: (062%),

EBTEI AR/ —VvHIHYOBIZLHES, DB EUL TS (L 1.60% ;
AR 1.55%), L LMo OB il —F Vv aiEE, ——FosEgsg, bt
M, RiCEERGERS , —F, LB —FoaEssh, BEEREKEBENSL, C
NoOFERPSL 77K/ 4 FMEAYROHEO T —~FVAEBPIZEHRLTNE LD
x5, :

e Zy/—nckBHmE (FLEgEB)

a) TJ/PIRaAvFFILHRLY

1) CHRHBLIARE 5% 4 ) — v THBMHE L, MHEERET CEBER Al
I~FUTCHELERE, DVTI~FUTHBTS, T—-FUAREEEEA THD
TLbDER LT A ) BRCEERE hEEE ST 5,

TIRIA VOl & 7 = ) ~VvIEPERFIRO L £ ~FUTNIER G, B
HEIZH VDT, BEBETHEIORIREL, COT~FAREKICERLTTE> 2,

BB A BEU BRRAoTEL AT~ S A AEBEES RICRINS,

FERMMBERNIC & 3 = — F U ARBORBIHHIEE A OB4, BEABIZHL T
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0.77% TH A Dicxt L, HHEAE Bl BTk 236% THR3EDEERT, T—FNE
B, BSOS D 3B AIHMBEE AENTT —FoLBIcL 8811% T 3
DIz L, FHEBEBIZEBVLTIZ9086% 2R L, WS BABRBOFNE TR EZITER

Table 3. Yield (and Percentage) of Ether Soluble Fraction
from heartwood (by each Procedure)

Saturated

10%-Na,CO,| 5%-KOH Neutral Crystalline
1}‘?:35 (Er)la fracti?m ? fraction fraction materlal —[ Total
(g) (g) (g) (g) } (g)
Procedure A 2.56 3.19 4,19 0.64 3.21 13.79
sample: 1774 g (0.14) (0.18) (0.24) (0.03) (0.18) (0.77)
|

Procedure B 15,68 13.55 1.97 3.85 7.09 42,14
sample: 1786 g (0.87) (0.76) (0.11) (0.22) (0.40) (2.36)

( ): percentage to dry wood.

PUL T3, Lo Tz —FUFREMBERBIZES NS XS B FELE L P eahlk
PEBITBELEREL, CORRDVTRIEZ/ ~VERNWTITIFBAL , ~vERN
BBEIXORIFTH S,

2ODMHFEE BT ZRNEOLEIMBBECHTIEREDOEDIGET E20DLE
2503, TAMUEE A ICBOTHRIL T GBETLIE LIZH T 2 B8R 9E S,
WHBEB B TR ~FLVAIEREB I BICENNIITHTAOTRIEDO L5 U
S THHBEE B REURFEEINL S,

b. Nya¥FE, FHRPFFBIXUIV/FXPFFO.0HBEY

T/ ¥ 2 xa v FEFOLMT & v L RBEOBEDLH T &/ — Ll
EHBT 20, hEECHBNEZCERTL TV S 0bh 3Ny 3y + & Salix
bakko KIMURA, 3 # /3% F & Salix sachalinensis FR. SCHM, '/ % X ¥ + % Salix
pet-susu KIMURA DM 2 #EE BicLic > T L 2, &~ FUAIBHONE
ROVRIRIE4RIRT,

Table 4. Yield and Percentage of the Ether Soluble Fraction
of the heart wood of Saliz species.

Saturated
10%-Na;CO, | 5%-KOH | Nneutral (
I;If;g g(fr)ls fractign ? fraction fraction Total
@ ® @ @ | @©
S. bakko KIMURA 1.56 4.63 0.23 1.08 7.50
784 g (0:20) (0.59) (0.03) (0.14) (0.96)
S. sachalinensis FR. 0.74 0.23 0.36 0.25 1.58
SCHM. 1576 g (0.05) (0.01) (0.02) (0.02) (0.10)
S. pet-susu KIMURA 0.50 0.23 0.32 0.10 1.15
1574 g (0.03) (0.01) (0.02) (0.01) (0.07)

( ): percentage to dry wood.
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Ny arFFOr~FURMBHRERMICE LK 1% ODEERT A, FH VY FESB
LUV /%2 FFOMBMEE 2K 01% OEERL, NyavFH£ITHUTHERIC
BOETHZ, CORE, FHNYFFBLIVLY /2 X¥FFOx— FVABERHET
¥, ELPLHPEEAINTVROLD, HEORHBBEEOCERIIZ DOV TANTH
5EHEEING,

BRTECEWEE I/ u~= 75 7EACRBLT3EOYFFExzY ) ¥Y=rav s
FOL~FNEREREZTE, BEETRSLE, NyayF+FFoRsRcY /reirad
THEORGER—THE, =V /¥ 2XF¥FF¥ORTRINy AV FFERA—RITELET2
i, B2 120WGED 2HBERHNTECLETEE, T H v FFico0TiR
ZORMEZ Ny a XY FFREUL TV BN 7 0= + 77 aORBKCHTEIRIED £ ic
SO PIRENRARSEF DB EMTE 3,

HHBEBREBRLTHF IV FFRBIOL Y/ 2 FFE2ME LR, 20z ~
FNURIBEREE»C01% THEHM, =V /vY<ravrrFeRa0E (B3E), B
TEZBLECIVHMBYORICEND L LEERTEINSG T, H—OmMBREELEL
OHECZOETHEAT 2 L LRASERLIITNEES 20,

= R 0 B

B E[A]

B L BEOHMEE 2kg 2 RBEHHBIREIRD, *&2 /70104 2R 84S
UTHlI Uic, 48 EER%, MK ZSED, 5154024 7 —~VERHNT B EHELSE
L7, MEOHMBKERICEREEZL, GLTI0LBONK, A2/~ THHX
NIABRE SR AKEMAREBCR S TOBEELZER L 7208, COKICTED S Dic>
WTREBZTROE Lo 1,

A —VHHBEY A 74 YOEBEN LI ILED I 54 €Y7 5 23 CEABL,
BETCTRME L, &4, KCRBOYEMN H LIBERESKREL LY, —FEBELd
L, D77 XACHNEYEBL—KEE L. T LAYEET 7+ ~o— b2HL
THEIL, BBEZI 74 €Y7 523 B LBURET CEELEDTZ, H500mfl ¢
B EEBEORERILY, NEAVEMO 7 7 232K L, —ERBRTH L-9E
ZREAM L, ST LY ERITERCPBROFE#MT — 7w (bp. 60~80°C) Ttk L, %58
@@E%%%%tﬁmm;aﬂﬂﬁbfuwmoHﬁﬁ%mkaﬁl;}wmﬁﬁéé
L, D¥0AMT ~FRFROHBIc A,

A#BT—FI)L (pb. 60~80°C) AR
ERAWT ~ T V2RO, I5IARBT ~F10500mé (100 méx5) 14
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BOSW o — P CAME - FNEREERHE L, B8O hAEROOAMHT — FVIRKE
BETEIBALSELAOEGARGESFTHLLDOTC N 2RI L 02g; 0015%), ¥
Mg, AT~ FUBRKIZEAKTES P) v ATHRAL, BEABE T CHELTAKT
—F VAR 2GR (863 g; 0.48%),
LT —FVHHSZEORBBRIBO /74 €Y 77 2a3kBL, RETTH0m %
TEELL., BEVEIBRAEEL, HBEdERUTE,
I—-FILaESR
FROBRYESED —~ FZBL, T~7)500mf (100 méx5) ERANTHH L,
COB, T~FBEBBORBEOHECHIBERBESITH L, CheEEL ThRT,
I—FUBERERAEEL TV, L—FVCREBEORERBU /54 ¥ 7523k
BLBRETTEBLANIOLDIZ DV TRERLEDS 2,
TRLHYBEEBES
I —FUEEE ) MRNERES MY A, §) 10% KES MY 9 s, i) 5% KiEb
HY Y LDOEEKTIERMH L, BEYHEESBIL K,
i) aMERMT YD LR
T-FABBERTEBEREF VY U LBEKR200ml G0mlx4) THH L, BREO
AR S IEEE R & L%k, £~ 70 300ml (100 méx3) THIKL, B hREa
D —FNVBRBZEKTRES Y v LTk BEEZEETTHEL THNERES b
Yo AFEEEE, WMEBT vy~ 2 —CHEE, FRLU (256g; 0.14%),
ii) 10% @7 b U D LRTEE
MFIEREES VY U ARK TR L 2BOT —F VBRI 10% REF b)Y 2 BEK
200mé (50méx4) THIH LT, BMBEDTNI ) BKEBL, CNEERBEEE LS,
T —7v300mf (100 méx3) THIL T B8, ABHL THBEESRELLD, KE-KREL
fz, HEBH, T—FNVEBERBEOBEOSICEERGEBTHLcOT I EFRIL
(1.7 g),
I~ FUBEREEKEEEES Y Y v AThKE, IEEEEEL, 10% REEF by v LT
B AEEL (319g; 0.18%),
iii) 5% KE{tH Y D LTTER
10% REEF b Y ATHEL K8 O 2 — 70 BERIE 5% ABLA Y 9 4 200 md
(50mlx4) CHit L, HEBOTFIELIEKEE, ChEEBEEE LK, -7
300 m4 (100 méx3) THMMTHEE, LAz~ FVvBEREOREE OBicEHkRY
BHiH L7 15lg), T—FVEBRIEKRES Y 9L CRAKR T~-7r58EEL
T 5% KB 7 ) v L FEE 211G (419 g5 0.23%),
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L2 ER i) 256 Ui iil) HIRBASMBTHD, B/ < 75 7HETE
LR FA—@ETHs 2R LE,

[321g; 0.18%, R, {E 058 (RRAA : PUlE/LiRH : Felg=2:1v/v)]

hol R

TR BEOMBE I N RO~ F VRIS MK b Y 94 TRAKL:E, =

~FVEEETCHEL, MBFTYr— 2~ hCEBRBFEEL - (0.64g; 0.03%),
o # fE [B]

Rl fo b Ra L9kg 2 RBAIHBICERY, 5% 4/~ 84 2 FHINT 48
RS L, MHEESEEL 2%, 35154 09%% x4/ —~vaxROERiICHEH
U, TORMBHBRYA 72 VA BBELH1ILEI/54 Y75 2aTcRBALE, BRETFT
#1300ms ¥ CEMEL 7. BMSE AT —F v (b.p. 60~80°C), 500 m¢ (100 méx5) T
MBEL, A —FVEESER O,

AW —FURBERERO I EBESE 26 508K o~ P EeBL, T~FLEERBE
T HeDic, T—FNEML (81, BYLIBBELT—KEHBETAEI~—F
CARBEOBIERGE S LcoTcche skl 72,

BB R % S U Fe = — 5 U BRI BB [A] ORS00l <, SIRIESE S
MY UL, 10% REET MY Vs, 5% KEEIES Y 9 ADET VA Y FEHK 200 mé (50 mé X 4)
TIRRMH LT, BB LUORERicaB L, Tor ) AR IEEEEEL U,
B~ FUCHHBL, #KEEF MY YATHRKL 2%, BESEELTERBETRE
B (583 %), ‘

NRyaAvF¥, FHRVPFF, TV /FRPFFEOHOT~F AR

BERBRAOEOOM, LM OBERICH-> THIL TLM, AMFicad iz, LHiR—
E@EEL, CNEHRRET2mm DR 7Y — VEEET S LS ICRBL Kk,

WL LM EERE Sy 2%+ F: 09kg; FHNYFF: 20kg; TV R XY
F ¥ 20kg) BEAMMEBIE Bl B UTHEL, =~ FUAELES B45),

3 I-FLARBPREBOREIOAT IS TELCLZON

—BEABONTVESRHFRCBENTRE, SEORBESRELL, TLEBORE
THAE LI EEL, #%k%%ﬁfiﬁéf’ﬁﬁé'cﬁfiw, L bEBBLUREDH
BEREL, 3BOBRBZ 2L TOANCRBHLTARETH S, BcasBROLRNES
UL EOBIBRUELIBELTVLS L &R, ChoRTOTHEIRT LD, 28K
FEBERTHCERINETH S,

CO/REBELTEE, RRYOSE, AECRK/ a5 7EZGRATICEN
Bl te, COFBEONARLEDINEAYERSCHBETICLNTEECLETH B
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10,12,29)
o

BATE-SMITH (1948)° 137 v + v 7=V, 793 K vB XU OEKOTEE, FEicE
Woo= b 7EEZSHLLOBRLUDTHY, BHAORRISEYT 2 DE DR
o TREENS,

ROBERTS & WOoOD (1953) [3fidsik e 2 DT 7Y a2 v A2 45HT 58, BEE L TKE
RT3 D, Kb EBEEBHI LAY BBRETHICLEZHELTY
6!09)

LINDSTEDT (1950) 3 péft A% : K : 7o~ vEROBEELT /) 2avBX T2 F
WRYFEERZIGRAL, Cho0ROBRESBERAL L TEBNSEELRYT & EHER
LT 590,

—BIzTSKEI 4 LA GESBT OBV NTOAERERAR 747 —v @ K
EREBRORABETHY, C@ﬁﬁ%%mwfﬁ%%ﬁma% , BLlOKBEES
TOBILAYRE, BHAEZLERDLNT S,

BEKRTHR, RELDO/a< 77 A0RMHDHICIE, ARERS S CICEART
COHE, TUhYERABRELO o< 77 ARKRAGAIFRERE JCRART TO
B, zoMORBEAEEBLTORE, H2VRLBETLBRL THRAESEIHEONE
BRALLNRTNS,

i) T/ PRI PFELHBEDOTRE

TV 2R3V FELMOTE / ~VEIHY, BAKIERBI LI~ T VEERS
@ﬁﬁ%momfﬁﬁauvr777&%mmbf%%%ﬁmotocw#%,xﬂ/~
WHEHSH S R &S ABEOKRS, Bk ELEL &b 2EOKS, BIER
PoRAFMORTOEET 3 MDD,

REEOVEOMEZ I L->TAVONT X EEE2HEAL TRHZRALTA L
2, WHABHIE3OCRBONSESKR VAR L, B—ROWELRM, FE
THEPACRAMENEH, ARBOMEPESRAL TV S OERIT HCEBELL
WHDOMEp-o I,

ARECBOTRTRLOCE X6 BOBREEZMAOTTE » £ HR, WHEMARE : &
B=2:1(v/v) OBBAEFERAL2E FRERSERMT 5OEEDERN R [EEH A 1,

1: 60% el ; 11: puds{bies « Eilg=1:1; 1IL: pE(LRSE « BRgE=2:1; IV:
nT A )~ ElE : k=4:1:5; V: 7x /= K=73:27; VI: m-s v
Vv s BB 1 k=24:1:25

RS LTEASEZHEB IOy F Y VREERAVLIRE S, BILBEZHOT v
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T~ VEBER 7 =/ - VAR T ORIZIRS Dl

ZDAELWERRICERT N,

BHELO /o< b5 LR EEMNT HHICRAELTHD, ARECTRELLTRY

FYUVRELFERL

FRHBHMEE LTV FarveF v 3,57, 8, 4-_vake Fax 75,8/ V)
ERO, s OREEE B EITRT,

Table 5. Ry-Value and Color Reaction with Benzidin Reagent. of the Heartwood
Constituents of S. hultenii var. angustifolia KIMURA

— S 1 | II im IV vV | VI
— olvents
Materials —— Ry Color | Ry Color | Re Color | Ry Color | Ry Color | Ry Color
Crystalline material : Hultenin | 0.831.B ‘ 093r.B | 058r.B |[09rB |092yB |066y.B
0.83r.B 089 P 09:rB |092y.B
064 P 058rB |076rx.V |075y.B
Ethanol Extracts — —
0.22 B 064rV |042yB
005 B 0.53 B
089 P 096:rB |073yB
Cold water Extracts 081:.B — —
022B [076r.V |041yB
080rB [ 091r.B | 058r.B
Sodium bicarbonate fraction 069 P 080 p.r.B| 0.22 B 095r.B |09yB |066B
005 B
093rB | 089 P
. . 058 r.B
10% sodium carbonate fraction | 0.81r.B 09rB |092yB | 063 B
0.79p.r.B}| 022 B
005 B
089 P
2% Dotassium hydroxide 083rB | 094rB |082pP |09rB |092yB |030B
022 B
Dihydroquercetin 074 B 046rB | 004r.B | 093rV [067p.B |061pB

Solvents: I:60% AcOH; II: CCl,: AcOH=1:1; IIl: CCl,: AcOH=2:1; IV: n-BuOH:
AcOH: H;0=4:1:5; V: Phenol: H,O=73:27; VI: m-Cresol : AcOH : H,O=

24:1:25

Color: P=Pink; p.P=pale Pink; p.r.B=pale red Brown; p.B=pale Brown B=Brown;
r.B=red Brown; r.V=red Violet; y.B=yellow Brown

BRI AZROTRBET S & HEHER R 074, MBI HEBEI N RREEDE
[m.p. 208~209°; Hultenin] i R, {5 0.83 % b 5, fLOMEES ¢ OREHESED S > Ry
RO REERY, HWBWHEEEEEYRE GERCKISNG, =4/ — Vil
Y oidE 2064, 083 O Ry % b ORABEDOLNB,
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B33 Ry 1 0.79~094 OHFRIC KRS =BT ¥ 5 43, HWEPHELTR R,
B 046 DIEWEER UMD S E BT 2 DIzl dly, L LEHEE, &BITD Ry
EBEIEN2DSEO L NEEEIZEZ S L0,

BEIVIERSEBHILINHEBEHPEEOENSIORNITED, =82/ —n
Mz ORBKIT& 2 R, {5053, 0.64, 0.76, 0.96 O¥EOEAET 5T EERTH,
Ry fEDEN S DREZEINNT/HBEMHB TP 72,

BEAV BIUVIRERELUOKEEZRY, COBBEIEN 7=/~ VvTHD, F
BRI EEHERIST B b EOMNEEE TN,

BEIZEEEAE ORAKEEZ LHOTHD, ERSOBEE KK T 5ITHE
DXV REAEZD, COBFERREBETE /—vHItHRIcRPEL LD 4HORS
BEFEL, %%« 005 022, 058, X089 D R EEHFZ 7, 0o DR, Refl
005, 058 DHERFERELTEBC EMNTE, MAIRE 4 226°C, 208~209°C DHYE T
53,
 DEORREXD, BREEORT IV a VICHRACR—OYWHSHEEL, T4/~
WP RD NEBBRATRFARA EBERICE>THWBE L EEZRLTVS,

33, hERREAE S BOC AV F U VRAETRET A ENTELLo K,

if) 3WOVPFrFiLHREHOSR

IbkzV/¥Y=rxayYFELMIT /) ~LiiiHE LY /YT xay FF O 4 £
J = VHIRY, Sy avFELH, ISV FELMBITZV ) F XY FFLHOKT
& ) ViR h OBEREXRO XD B 5 EORMBELAOTHRL 2, HEBAICE~
VFOVRERFERLL, COBRRIE6RICRT,

1: 60% ErEg; IIL: DO3R(LIRFE @ BefE=2:1; IV:n 7%/~ : FilE : K=
4:1:5; VII: 229% iso-Fus%/—w; VII: n7 &2 /v : Ry EY YT
v :Xk=10:2:5:5

COWMBSBORBHAD, W IO VIIRET7IF /Y a vhORGESEET 30D
BifsEgEEz 05,

TV /= xavFEOMO A & 7~ v, BYEEEE DL cRBEL 5,
W1 &b A DRSS Ry 1 0.05, 0.22, 0.58 % 0.89 DME OELEMRAD LN, /Ny ar S
XMz & /- viltirh OB Z R USRS AT (BBERIT) BBEEL 28B4, B—0
Ry A b D AKOBRANEET 2 E2HRB LB, ChoD/u b=/ 7 L0RBK
B /%2 rayFXENY a¥FELMTZ /- VvHERYH ORS ERFE—OY
Bohroct@FEvohs,

TV ) ¥ =2 rarFFELICNy a v+ FICBALT, 20BEBORFELLE—~D
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Table 6. RyValue and Color Reaction with Benzidin

| S. hultenii var. angustifolia KIMURA
| Heartwood Sapwood®
Ethanol Saturated 10%

Materials

Solvents extracts NaHCO; Na,CO; 5% KOH

Ry color Ry color Ry color Ry color
0.89r.B 088 B 0.88 B 0.88 B

I 60% AcOH 0.80r.B 0.791.B 0.78r.B
089 P 089 P 089 B

I CCl,: AcOH=2:1 0.58r.B 058 r.B 0.58r.B 0.58r.B
022 B 022 B 0.24 B 022 B
005 B 005 B 0.05 B 0.05 B
093r.B 094r.B 093r.B 094r.B

IV n-BuOH:AcOH:H,0=4:15 070 B 0.70 B
041 B
087 B 087 B

0.751.B 071 r.B 0.73r.B 0.71r.B
051r.B 047r.B 0.47r.B 047r.B
034r.B 0.32r.B 0.35r.B

VII 22% iso-~Praopanol

VIII n-BuOH: Benzene: Pyridine: H,O0= | 095rB | 094rB | 095rB | 094rB
10:2:5:5 : 083 B 0.85 B

1) MeOH Extracts 2) trace

bDTHY, LS DRFEFHE UTHEAEAZ B EECRA—ROMEELTELS
~NETHS D,

FHRY FELMOBBEEABRE Tl 2 HOTERTED B 4BORS %2R
VHELENTES, RAERDVTRIY /Y vxav+¥O0RSEEIEA—EEbLNS
bObB5Y, TORBRISHLEBDOSDTHEC Ebhs, Bz Ryl 047 ORS
REARE LA BNICLSBCHELEL TV BT ENELI D NS, $ Al VI TEBL
RBRCRLIEL LS 5HOKRA A RDES, R0 ORART/ /¥ <rarF &
DHDOLRALBORIE.2T 50 NE SEBEETHY, ZOEHEENET 5 ERELL,
FORIYV /X RYFFOHOBBBERE I CRETHIZL L LS 6HOBS %R
BLED, BESH, MREREF M) 9ABL010% KBS P Y AORT TS Vs
YIRABENI AT R B O CRREHALOBARRICBVNT, =V /¥wravs
FOERSEA~TH B, LOLIEHMHD, 5% KELA)YADT I va vEsRsh
7o Ry fE027T BXU 050 OMER ZDRARIENHSO TV /¥vwra vy FFREELR
WS TH B, Ryl 050 OFEAIdF 4 /3% F iz RSt Re i 047 D4 & Ry fic
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Reagent of the Heartwood constituents of Salix species

S. bakko KIMURA S. sachalinensis FR. SCHM. S. pet-susu KIMURA

Saturated 10% Saturated 10% Saturated 10%
NaHCO, | Na;CO, |°% KOH| NaHCO, | NayC0O, |57 KOH | aHCO, | Na,CO, | 3% KOH

Ry color | Ry color Ry color R¢ color | Ry color Ry color Ry color | Ry color Ry color
088 B 090 B 092 B 089Y 089 B 087 B
0.78rB [ 0.78rB {080r.B | 083B 083yB |079Y 079r.B [ 079rB 0.79y.B
0.79 r.B?» 0.73r.B

088 P 087 P 0.86 P 088 Y 086 Y 088Y 087 B 087 B
058rB |058rB |058rB |059yB |055y.B [ 061yB |059rB |059rB | 050Y
022B 022 B 047y.B 047Y 022 B 022 B 027Y
005 B 022Y 025Y 0.05 B 005 B

093rB [ 090rB |095rB |09 B 0.95 B 096 B 091 rB |095rB | 090r.B
069 B 0.70 B

0.65 r.B?
0.87 B 087 B 0.88 B 088Y 087 B 087 B
075rB |075rB | 074rB |083Y 083Y 083Y 074rB | 075rB | 069yB
048rB {050rB |[047rB |075yB | 075y.B? | 069Y 043r.B
034r.B [030rB 057 B 0.38r.B

095r.B [094rB |094rB [091yB |093yB |093Y 091rB | 094rB | 093r.B
088 B 0.85 B

Color: B=Brown; P=Pink; r.B=red Brown. Y=Yellow; y.B=yellow Brown

RBETZRPI20NELEARSBIUBE VIITEBLALEZD R E0IMNEEZ T
Rl—DRFEEZLNS,

Pbkoc kb /¥y=rar+E0Ta—viHBic o0 TIROHM, Okt
FA—ROEEELTED, TNy avrFFLHMORF LDz bENBAFE—TH 3,

TV EFR¥FFRIV /Y= xa v FFORFEA—DEDE DB, BRXB2D
OWMBDOEERLVHEBIZRANT 2 ENTE B,

Fh, FANYFFREBUIRGEEF LY /Y=rav+FLREISh B,
—HIV /%R Y FFRBELZEAREETIRAOFEERL D FH Y F X EHE M
RelgzrzLtncis,
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R 0O R

Ty /-LEEY

REAR 1008 2 95% = 2 ) —n 14 2 BNT 72 %GR L7, #HHKIZRE
FTOREEBMELYI vy 7ELE 20g), cD0lg%10ml ©95% © & 7 — v ic K5I
UBBRER & L7,

BXKBED ,

FERL s SRR IR 14 DKEINZ 24 RSB A L o, fHE
BRBETTYS vy 7ERAETEMLIL(VYI y 7IE: 78, 2D 01g%10mé D 95%
&) ~WVICERBRLUTREEL 2,

B g R

T/~ vl 14g 2500mé O ~F L TCHLIEET Lz —~F IV RBEOR
BERUESHTHLTL 5, chaeiBEl, BHREWEC L h> THNERES b v
&, 10% REEF VY U AB KU 5% KELH Y U LDET MY BECIRRHHL 2, &
Tovh ) AIEMAEEREREEE Uik, BUZ~FAUCHIB L, - FUBRKIEKRE
F MY Y ATHKL ek, BEEZEELTEBETEE/ (08g, 07g, 01g), ChdF
BMYD01lg 2 10mé D% & )~ VERLTr/u<= 7574 DEBEL I,

Fo R

T~ TR, DAL 2%, BAKRES M) O ATRKL, BEEEE

ThiT0lg OFEmMABESNi, ChE10mé DL & /) —ViZERLERE Lk,
# SR (Hultenin: m.p. 208~209°C)

DAL BB NIHMEREZ60% T 4/~ VTHERLLLDT, £050mg %
5mé D% x & /)~ VIEBRLTREREE L 2,

it 8 B "

Douglas fir BIfF L O BEL Y FayrveFy 3,5,7, 3, 4-Rv a2 Faoky
75,07 7) O50mg & 5mé D% &/ —VICHERLTREE LT,

138, < ORRIZKXEA LV IV Mz Forest Products Research Center @ H. AFT K
DHEZICLEEDTH 3,

IV VPRAVFEFIH XY/ — LY RORER

HHRAEA L X DBONABEROR 757 v avi20ml %% =& /) — Vi

BRUTERE L,
NRyavFE, FHNRYPFE, T/ /FRPFFORIY /- IBEHPORESR
2) KBWTHHEEBE Bl BoNKBHBORBRERE 7 57 YaviE20mlé O
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9% x & ) — ViR UEE & L,
IRT bS5 T74—DHAE
Z DE|EDT-DIZ A F- % IT WHATMAN No- 1 3 X O H 2% %K No. 50 @ 20X 40 cm
DREZDOHDT, £D—#E D 3em OFEAEEYD, #1LD 30cm OFREKRAL
Ufee BARRZERMD 001 ml 241, L8 EOBREEALCERBICIVEHRLL, B
PR TR, WEREBERTELBRL, RBAEZKEAY, ZOBE%RDOI/u~= /7 L0&FEAQIK
S THERAL I,
ROFOUREORAY
RyFOvbg LBERE 1AMl ZRBALRSBPEL ok, 980ml OKEMA TRA
BHBEES, Bl 10% HasEE > MY v o ABERBL T, #RERN, BREEERAL
THEARL -,

IIL. /7= (Hultenin) O#KiE

1. 2070 0BRE

BRELLMET 2/ — 0T 2BRGRAE L, BETTERELEEL, Y797
EUBITHEL, POVTAHBMI— TV THERERE, ISR -FLVTHHBLL, =
—FUTERISBERESNT 2O TH ) BETHEBL, ChEEBEEBEEL LR
BUOI~FVvTHHT 58, c—~ 7 VvVECEEOYESFE L, CORBBOERE
60% = & /) — o RERILT B LA SEADERE [1] 818 5 hvie, (rEEplic LT
0.17%)

T DRGSR ORAIZ 200°C HE THRERM L, 208~209°C THRMAWT 5, S4TRIE
SR MVREIZXD 322 DEAB I, SHEIE C, 6045%; H, 488% ¢35 (CH,0O; &L
T C, 60.38; H, 4.43; M=318),

ArRVNRERY 74 EVEIRED 9.68% D %7 (C,;H,0{CH,0) & LT CH,0,
9.74%),

¥ B 0B

L2 i) oFEc#ERLTY /y=ravr0BoaB el cihel, %
. D2kg (AZ) 2 ABMHHBIZAN, 9B% 4/~ V8L ARV 2EMARME LA, x
&/~ VHHKEBBRETTHN200mS 3 cRMEL, U2 HEEEINL 2K, Al —
5 v (b.p. 60~80°C) 500 m¢ THBWHHEER e, PN TLL DI ~F i BN TERED
E2MULCED ERBEOBIERGESTFHLTE 0T hEFH LI, = —FVAERIE
B U MOBETERE & P Y U A (50méx3), 10% KB ) v 4a 50mlx3) BX



196 EEXERERHERPIREE B24% H1E

U 5% KB A Y v L (50méx3) DIETEWSEME L7, HEEsEs Lk, BU=x
— 7w (%2 100méX3) THH L, BEEABELTTVH Y EEESK, OB, 10%
Bl b ) U ATEEIS T~ F NI BEOABEOMEN T 2B, TOWER 60%
T 2= OBEIEHRT S ERECOKEEE 5, BULROKRARE ML 60% =
£/ =i GRERAETB LA S G DR B 3 g 257, m.p. 208~209°C

o WA
B & & (mg) CO;(mg) HO (mg) C (%) H (%)
3,426 7,920 1,610 60.12 501
2,414 5,347 1,077 6045 488
2 A - )
Bk & (mg) wv7we~ (mg  4°C M -
20 276 > 322
A b F vt
B & & (mg) Agl(mg) CH:O (%)
3,274 2,246 9.07
3,426 2,510 9.68

2. JLF=vDEEHlER

TNT =YK, ABIE STV, WERRE, RV v BRU 7 oo kv aBic R
B, A&/ =, TeTNCRBEE, BEEE, T by, &/ -vBXOKEES
DEBBRICRBETHS,

—BICT7T TR A FEAPRTUAVBERTLRELLE S RBOERREEEZ 5,
77N ERRE, BTVAYBETEATCRERCROVERERESZ 58, S
FIRIC R BP S REICET 5, ILBMBIEALTLERT I, 77 K8
75K~ VEBEBBRESZ, 758/ VEREROH O BENBACERT S ENE
SNTNB,

DTN TEVRBETNAVICBBEGICERL TERBOBRENRS, T EBERBEE
HeE2LEACERL, ChEMAT3EFBERERT S, COLDRKEMZS &
AU LOHBOBRRKIZES,

75K /4 MLAYDT =/ — K BEERELECH&OT v —~ VR E RIS U
BHEABRIEETHCEBMONT NS, —RiC 5 A b B KBEEIRA, EABIU
BBIZERBL, 3, 5-VYAF VFEHEARRORBIERT S, 4, 6-/1R THOKEE
BEQLAV, RIMNOTVI~-VHEOKBEIBRCEAT L BBREI LT
%19, , .

ARV IR VEDOT VI~ NVREET T AV T LALBERTETT S EBEANIS
HREBICERT ™, FLHFLBERCIIBTCELTE, </32vvaslhlk
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OEALRARICEAT M, 753K/ ~VEIEISHNOKBERT VEVIEIN TS,
HEVREBEECES>TVEEERDABEBRTEEMBLO N TV B, COHHE
BRI L3 BTREE - FaFy7 5 vizd LTELVWEOEEZ 3 D T7 598
JVERMTBDIZLELEAVLSNTN Y,

INF=vDLE )~ VERICECESOT & /) ~VIBREEAI YL EBERAL
SEEBRERTS, THCOYWHDZ & /) ~VBERET S RA VT A LEERIC X 5ET
RISCBLTRENAaEZEZ, RUr g/ —vERk+» B BERETETT NSRBI R
KEBRTS,. '

RORI7WTF=vid 7z~ VIEBRERKERETT S, 7VTF=VvEBTLARLLE
OBEBEADFEREL, V7 VER LN TETEORBERS L E CARKEED
BB —HERADLCEMNTELINERTHCERIEETHo /e, DL EXDEUE
B —FRETECIZLDOERADEL, TVF = vERBREEL S LR TERN,

75Ky, AnvavEiUt—n yEOBEBhICERINTNS AV M OKEREIZ
b OFEEESE L PSSR L EBEABL S FROOUNBEET S, COT LRI T7IFIR/AF
{LEHOSH, BRBLUE2AMNCLELZRFAINTNS™,

TNTF=YDTE )~ VBRI OFRBEERASEL LHBOUBTET S,

T COHERECENEEECHY, TORENER [af=1669 TH 5,

75,37 VER 2HOREREFRETFICE T ORFEFEHABELLY™D, —F, K
RDO7 57 yEOBIZR T £ I ATEETZSOMPEINTLE,

£ B O

TF =y 02g % 2% HiEE 100 ml ([ BE S LISHES U, HERIKEH, Ep
KBAEALLBBALEETRBLEL- 2, %, REYWETHERL, T4/~
O ERERT S LN 206°0C DEDICERL SRR EBL, TVT=VERRBLT
LRIE OB TRED SN (0.16g),

RBEY R 1B OKBBIZKEEENY O L ThFK, ~v b7 rEcBERLTE
THEOBHZRS N, EUBIERE—-FHOUNBREREE CEETE N0 1,

B ol ok K
INF=vD284mg % 20mé QKT &/~ Vic BB UBIEBRRE LT,

[alp = 100-a/lc
BL a: FEME
c: BE100mé h OBRIKD T T L8
I: HEBE dn
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a = +0.095° I=1dm c=142¢g
[a]E® = +6.69°
3. 5 X &

i 7EFIZERE

TF=v I ZHEZLERD, €Y OVvEBRELTTEFMEThE T 2Fv
FBARLEE VR OYEE L TER, COTEF—~ Il OTra—vERIZT VI~
WEMESEEREEE L, PTHLCEEREETZ, BULOHREY Y YVILER
L, SKEBTT 2FVLL TRABOHMBRER, COHMBREZ60% =4/ —vipd
BiRETHIZ 91~93°C OR&E2 b 2 AROMBKRIROBR ] & LTHE B3 LN T
3, HEBZ$ic X2 EBFUSRBHETH B,

TeFNERII—voo— bERZLDEIEL T 3469% OfE %1587 [CyeH, 0, (CH,CO),
& LT CH,CO 35.39%]

SFtER C 59.85%, H 4.63% T % 5 [C,H,,0,(CH,CO), & LT C59.02; H 492%],

oH 0Ac
10 0 oH A0 OI-Q—UAG
00H3 __,4;c,_0__> o ~OCHs
il )
Hoood Ho 0

Pyridine-
1)
(7 (7.
mep- 208~209°
Aes0 ,oyn‘d[he
OAc
Aco O:FQ%

o ~OCHs

Aco B
(@) mp- 97~93°

ii. xFLEXE

a. UTISAYUIECKBAFIE

Ty N2z —-F v BBIETEEX, BROYTY A2 VvERUT~FNIE
BAEMZTHBHELLAFNVI~FVRBREBOHERELTEZCENTES, THETZ
J =i b ERERT S Atttk VI 285, @A 189~191°C TiE{LE —gkic &
ZEARISREBETSH S, # bx vvEiE 1827% L LTERTE 1, C6231%: H512
% [C,sH,00, (OCH,), & LT C 61.45; H 4.82; OCH,, 18.67%]

TNF=VE)AFNI=FNIVIBEY Vv EBHE U THKEETT « F vk
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NERECO M) TEF—+ [VIIZ2E52 %, @R 119°C THRAB sz E 3SR
BHETH 5,

A MR VE1389%; T FIE27.89%; C 59.64% ; H 4.90% [C,H,0,(OCH,),
{COCH,), & L T OCH,, 13.52; COCH,, 28.22; C 60.28; H 4.80%]

TV AEVIRLB AFVLIEBL, BEL AFVEETREAE2NENHE 170~
172°C B XU 159~160°C O # FNVEBEEEBE D, ThOREFNEFNRIL A FALBIOT
AFVHEBERANTELNLZEFEKR (VI L0 V] ERBALTHEMSOBTRIRD L 1
220 [V map. 171~173°; VII: m.p. 159~160°]

b, RIEAFLLCRBAFNIE

TINF =R AFLERBIBLEIZIZ /)~ Vv TRIGI® 5 EREROTS
YHEEZBZS, ChE A2/~ VDO ERET I LRAREROAFrz—-FTV[V] 25
5, BB HCLARICRBHTH 35, B 171~173°C T4 b+ YHI3 2007% &
LTEBEIN, C61.64% ; H 5589 [C,H,0,(OCH,), & LT C 62.43; H 5.20; OCH,

OH
" OIQ"”
C OCHs
|

"0 p (Me)2504
CHsl i o )2
Ag20.” . (1) » . /f?CDJ
E Hultenin R
o mp 208~209° N ome
jj@ on%
\Q OCHs CHolo OCHs
[ F)

/L/u/ienm a‘unef/zy/ efM/yz 1 ctole " Hultenin trimethy! ether
mpe 177~173° mep- 159~160°

R= C/ff R =H O: 0CHs

Hu/ferun manomeﬂl}/ ether
m-p- 189~ 1797°

(AC)20
/Dgru{:.ne

PAc
: :OCH;

AcO g

Ha/leﬂm manomeiﬁy/ ether triacetate
mep- J79°
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26.87%]

c. UAFIMBICEKBATFIIE

TNF=VETE M CERREL, EURTHERLUICREBAY U LEY X FURBRE
MA, BB T8 KEARKICH U, RIBERYBRAOHRE L THELIC LB TEL, A
27— bRBELERRTHEREEORBR VI 285, COWEDO T 4/ ~VIERKIC
BB ARG 35 L BERCERTS, RAE 159~160°C T X b vvikid 33.76%
©%H5, C6398%; H529% [C,H,0,(OCH,), & LT C63.33; H559; OCH, 34.44%)

lii. Ry JAILENE

TNF=VYREVSVRTRY T4 vs0) FEZRTRIEE R E0BOHRBETA
T5, COYEERL /)~ OoBKRET I EARYHE [VIL 2 5 2 5, FESIC
rIr2aRRdBRETHD, Bt 142~144°C ©h 5, C 71.58%; H 451% [C,H,0,
(C.H,CO), & LT C71.93; H 4.08%]

Ft, Ve For vt F vORYIANVEEAR I F =y Rv Y T~ FERERIZH
g [XI) L LB, BB g XsnRBETH B, MAIR187°C T 5,
C 72.80% ; H 4.19% [C,,H,0, (C;H,CO), & LT C 72.81; H388%

: :OCflﬂ CeHsCO-CL \©( : :00‘/5
0

pyna’me
[I] R Cs/'/ICO
m.p. 142~144°C
i ]]: I : 6//56'062 I S
” pyna/me
Di ﬁyd/oiaerceb’m [X I ]
R=CsHsCO
m.p. 187°C

ive. Ry NBEK

75K /4 FILEYOKBELZTFIHCT IV EVILTIRAZILITLEFEDOATY
5, BERTHOKBEIBEZIT VA VILINZBEMOKBRIINCHEAVR=
WEEAFEEALTOS DR TVFIEBESICHET LI,

JURD (1958) kA v F vDF +5T€F—F 3,7, 3, 4-F b3 TFLrL & F
VY HERvIONIBY) FERRIEDE, THREBRINTOAT FVENOMNIZEE
THLEERBHOTND, SLRINVEFVOBLDBEBREEZLRY VLT, RV
WIEHROEBAINBZREEZMIEL 7>4>3>5>3 DIFBEBRI NG & LB
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TNF = VEBKKREN) O LERY O say FEICMKT £ b h T 8 KHE
HWLTRIEE B EABONY OVFERK IX] 2525, COYHR &/ —vic#E
ThHBH, BAIR 204~205°C CHILB#USRBETH D, BAB TV T = EEND
NES7LVF= v EDREBRER TIRAMLAHN 196~197°C Th-> THEHHOMA LD b &L
FA—oboTikit, C 7512%; H 569% [C,H,0,(OCH,CH,), & LT C 7598; H
537%]

CDRNYRYINTINTF=VET L P VHRTRILAFVCED AF VT L IERA

188°C o xrFvz—Fn [X] #5845, 2% YU EITIS51% ThHs, C7HB61%; H
5.61% [C,:H,,0, (OCH,CH,), (OCH,), & L T C 75.75; H 5.65; OCH, 10:29%]

RO~y IEMGK (IX] 2 O VicARL BKERTTFEITNREBRD
T FEEGk [XI] 2B 5, BhAIE 84~86°C CT wFEIL 653% ThHB, CT73.68%;
H 5.79% [C,H,,0, (OCH,CH,), (COCH,) & LT C 74.29; H 5.40; COCH, 6.82%]

@11;;@

oH

C6H5C/7’z-CZ
/fszz

\QI OCHs

95 ]
R=CsHsCHz (Ac)20

CHsl 204~205° Pyridin
% mp 204~205 Y e

"’? 1‘@
0CH5 OCHs
l

as\m

o
[ X] (x /] pe=
4 R=C6Hs5CHe R=CeHsCHe
mp- 188° mp84~8¢°
2R OB

57 8 4-FFS5S7FATILF=> (11T]
InF=v05lg ZEY VY I0ml KERTHLEPCBOOBK LTS, COB
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W HAER 13ml 22, CORAYAESKHEMERBICKEL . ZOBRSEOBK
(100 mé) i 2 icEML, BaHE [ %87k, HBgicXsRISRBETS S,
M ESoicey Vv 3ml AR, MAN#SmS &t —HKE L TRISS 1%,
HROHK (100 mé) i UAT 4 3 EYEEED 60% = 2 7~ 5 BRERTHE
AlE 91~93°C O [ ABONEKR OREE [I1] %1372, INE046g

T ok F oK
#® & B (mg) N/10? NaOH (m4) COCH; (%)
12.1 9.75 34.69
—4 0.70
4 W B
® fh £ (mg) CO:(mg) H,O (mg) C (%) H (%)
4,842 10,620 2,002 59.85 463

+4 083 —4 029

TAFZUEIAFALI=FI [IV]

TnTFe=v1lgl0ml Oz —FUCBEIE, ChicHEciD=tay xFrE
REDES I PT I AR DT~ FNVBEREMAD EBRACERBRET S, CORAK
BEBRT—ENE Uiz, RINETH%R, MOoHEMTHLLoTeh i@ LT 4/~
WHLEERThIRAOSHRRE ZE 7, m.p. 189~191°C, BB H# THRERICER
35, INE ca. 06¢g

A F v
#® % & (mg) Agl(mg) CH;O (%)
6,110 8,448 18.27
—4 040
2 -
B & & (mg CO:(mg) . HO (mg) C (%) H (%)
2,934 6,706 1,342 62.31 5.12

+4 086 +4 0.30

EIAPFL-PUTEFAINF=V [VI] _
VI ®50mg 2 Y UV 1ml iciERL, MKERE 15mé N2 T—KIKE%, 100 mé
DOARKPIZENT 2 S HIROMEELE U, THEBRL CBET S ERBERBEIROERES
KED, ThZENR, 22/ - VvhoBRERTIEREAOBBLELTEICENTX
fzo mp. 119°C, $EILE SIS, IR 55 mg

A FF v
B’ & #& (mg) Agl(mg) CHO (%)
3,828 4,024 13.89

+4 037
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T & F oM E
B & B (mg) N/10? NaOH (mJ) COCH; (%)
5,328 3.45 27.28
—4 035
5 # &
® #4 & (mg) CO;(mg) H,O (mg) C (%) H (%)
4,690 10,250 2,056 . 59.64 490

—4 064 +4 0.10

TINFZ S AFALT—-FIL [V]

TNF=v092g 215mé Dx &7~ VIZEREL, chizc1lmé DR AF AR
%, RIS7 522 2RM L0 BILED 258 A0RFOMAr, BLEELHNA -
%, TEAABERLTRALTIHREME L, KISETH, BRERMERD S 5IGEEO
BILEB LORBERRIL, BRALROT —F A CHML, BEABEL.®, WH
1 EEORISYE B,

ChE A8 7~ b RILT 5 & EORFRYE BE5, mp. 171~17%, HILE
RSB, KB ca. 041 g

A rEvarE
B & & (mg) Agl(mg) CHO (%)
6,160 12,920 27.70
+4 0.83
& W M
B & & (mg) CO;(mg) H:O (mg) C (%) H (%)
4180 9,442 2,086 61.64 558

—4 079 +4038

BREIVIO1g 272+ 10mé KEBL OT Y A2 vOx—F )V KK 100 mé %
ZA—BRE®, BELBELTEONLRISERYE A 2/~ vh RT3 LEhiC
FALLBRRBEZEE 72, mp. 170~172°C [V] LERBL T 2 ORA DR TR S -
7oo WALBE_SRICHY:, W& ca. 50 mg

FZLhTF=0 b AFILI—=F) [VII]

M07g AT &+ 20mé ZBERL PAFVHEIML & FTHHBLUILREDY
UL2g ZMA, BRAHE LML KRB L TRICI®, RICKTHR, BEZWET
THRELTHEOSNERELH O ECOERY % £ & 7 — i b BRER%Z O TEIER:
BT UEIREAOBENE LN/, mp. 159~160°C, E(E _HSHY, KE ca
05¢g

A bF v
B # & (mg) Agl(mg) CHO (%)
2,525 6,303 33.76

—d4 0.68
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o ¥t &
® % & (mg) CO;(mg) H,O (mg) C (%) H (%)
2,862 6,710 1,354 63.98 5.29

+4 065 —40.30

(IVI D 05g 2KT7+ > 20mé iciEBL, =tV AFVRE2g HOLERLIT
TAEZy DI~ FRRET P YBERICIA T, BUTRESBEIOBACERT R
BRE LIRS AT e, 3 BSRAE, RERBRRYEINTHL, Chbdd bRasss
Lic, S50 2R9%, C OWEERBURRLE, ¢ ORSYE—KIE L gisg%H
EL, FRAOKSHEEBENINAEFYI0mMI 0T b YIRERL, = bao v AFv
RELgDOBEULI YT A 2V DT~ FAEEEMATIS S8, —HRE®, B
EBHELTRISERMZES M, S5Is—E LR EARCLEL TR N KISERY
AR~ b D REELT B &R 159~161C OERD BARYEEE:, ¥ AF VKR
BEROT A FALL o FEkEBRBL T MAM TR Do 2, BB SRUSHE,

in i &
® 4% & (mg) CO;(mg) HO (mg) C (%) H (%)
4010 - 9546 2,008 64.01 552

+4 068 —4007
Ry JAIFENRGE [VII]

M ?025g %Y Uv2ml iTEEL, COBRKICRYAvrn) F2ml b2ika
A, RISHEIED ARIRICE ML 7, 2h2EBRD CHIEMET % LBRE
RHERLUI, CONEHME—KBRTHRE L%, 3% i 100ms hicEmL #ksc
BUSHRHAET 2 LBEOHRIHITH L, BHEEZLERTEY, MROEEEIC XD
EIAKTHBEL 2%, WKL 2/ -1hTCOBRYEZERT S EABOMBKRIYELE
tz, m.p. 142~144°C, H{LB_gRIcRYE, KB 027g

a W #
® 4 & (mg) CO;(mg) H.O (mg) C (%) H (%)
6,314 16,560 2,544 71.58 451

—4 035 44043
RUGRITA N E FOFLEFY [XII)

e Fornvtesry (DHQ)08g #¥ Y v 2mé KEEL, v S4rvsny F
2mé ZMR C OBWAE—HBER, 3% MBI ORI BELTHROYE 8k, =

/- VR TEBTS LI ABYEREB, mp. 187°C, HIE -HRICEHE,
KB calg

o iy &
B # & (mg) CO;(mg) HO (mg) C (%) H (%)
2,979 7,947 1,114 72.80 419

—4 001 +40.31
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PURVOS AT F=v [IX]

R 0035g ZEAT 2+ v3I0ml IBFEL, COBEEIL_=Y s o) F2mé,
FOBBUI RS ) D L2568 BLORIN Y v 4 05g A BIANE 24 L TR
BHLETBRMIC S, BRBBOBEAEZEL TORBRISRTHICREBACER
Ule, BB ORENY T ABIORMAAY) v AZRINUABRIFETTBELL, B8
BIERORIEHE~F 4 v 150mé (50 méx3) 2AVTAFONY s o) FEBREL
foo BISHR 50ml DE~RYEVICHERL, CORVEVEREARBLTERDEBLAF
+v (100mé) 2FMLE, DOVTAFHFYOREATZORSARKRAE 30 2R MEL .,
BHLTH, HHLEWEERIL, vEYhoERRT S EAROKERRYE 28
72, m.p. 204~205°C, [I] & ORBADKESE, 196° CRMEL 7o, IR 015¢

TR
B % & (mg) CO;(mg) HO (mg) C (%) F (%)
3,865 10,640 1,965 75.12 569

—4 086 44032

PURVOAINFZVEI AFLI—-FN [X]

[IX] 50 mg % 30 mé DWAT & F VICEMBL, THIZRIL # Fov 2ml B X ERE
AV T LLg EMAEBERSHBEN LER T C8BEMALL, KERTR, KBEAIY Y
LBERIUBEEBEL TERAOMBLRISY ZE 1, » &2/ - vhoBERTIREYR
EOYMEY1E S, m.p. 188°C, I{& 30 mg

A bE YR
B 4 B (mg Agl (mg) CH;0 (%)
3,314 2,422 9.51
—4 078
5 ¥ i
B & B (mg) CO;(mg) HO (mg) C %) H (%)
3,854 10,198 1,884 75.61 561
—4 014 —40.04

PURVESAINF=VEIZEF— P [XI]
0X] 260mg 2 Y Y 1ml AR LUEKEE 1lmé M RRT—HMEL .
RIE#T#%, BAYZOml QX KhicEMUITH L cBaSEEED, =4/ ~vhd
MEBtd 5 & R ADBMARYE %2187, m.p.84~86°C, IVE 50 mg

T e FoNE
® & & (mg) N/10* NaOHm¢ COCH; (%)
3,902 0.59 6.53

—4 029
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T |
® # & (mg) CO;(mg) HO (mg) C (%) H (%)
3828 10,336 1,984 73.68 5.79

—4 061  +4039
FEIRVDADSEFAFLEFY X
DHQ ©lgaz~xvonrsny Famé, REN)VL3g KAy valg ik
i2 40 mé OEAKT £ + ¥ ih T8RS S # 7, FISERMR P ) Ry IVTNF=vD
FERLAR, ~"FF VLY TLBL BonBEET 2/ —vhb BRERETHEH
BEMERYEE L TRy Vv HEREEER, mp. 179~180°C, H/LE Ik, IX

8067¢g
gy T e " e
K205, KT
D.H. Q [X///]
mp. 179 ~7180°
R=CsHsCHz: R =H
TMM%&W —ddgdnoy,um&}n
A
B & B (mg) CO;(mg) HO (mg) C (%) H (%)
3,063 8,737 1,556 77.84 5.69

—4 08  +4033
4. ZILhyEoER

TNTF = s EBEFERR D TR ) v AL HICERML, ZOhETH S ERIROK
REFTHHRBEEE, COBBREMAE BILIEAKSEEYETHS, T
AV LLBIER SHLBERBICIXSIBATLRISKE> THERLEYL, RIAIZ 139~141
°C ¢4o#TE R C 60.00%, H5.11% 454 7,

TN VERI0% TUh ) BERAERSES EKAREBLCNEBRTHNT 3
EHEYBEAEZRN T A2 EMNMTEB, THESMICKBESBHRL TS 75N/ VicE
58, WMURHTOHMRAKBESBERLTOREOL T SN/ YERIAF v Ava v icliBET
5, CORISESADKEEMBAMOINVK=VEE V- FREED, 755/ VEBH
RENT B DTH B,

TTF=va10% KEELF P U ABKICIEEL, SORMERTHREI K, B
BT HEEROOERELET S, T E2T 2/~ Uh ORI T 3L EMCEEDR
Mibeissd, B3 203~204°C THEYEERML THMEAOBTRED O LI, Hik
BB L BRERE, <74y AL BERE S UEHE BERS X5 BRI
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INF=v ER—TH %, C 60229, H499% [C,H,O, & LT C60.38, H 4.43%] L7
BoT, 7T =VRENETIAvavclRLBCIOEMECHRLILEEASNS,

BTN AYVERERAOERE 2HBMEALTRIEEE, Z0%—KKEL, B
RicT 2L BEOHERED, =&/ —~vhoERIILT 5 &S H157~158°C oA
OYMERES, BABIHC I3 2ACREEAEET AN, =SR2 vy A lBERE
TORIREETtH B, C59.69%, H 4919% [C,,H,,O, & LT C60.38, H443%] 35
Ex& A a Ve BEMALEbDEEZ NS,

FkkiC 30% KEBEIE AV U A ERIDEE B EZOBBEILRIBELIHKRE £
To. BRAIE 158°C THME S, v S x vy A—BEBcIARER EEOMELEL T
b0, LTEDEEEMLTLMADOE TR,

I@ 0% A/aﬁ/-/
\qq OCHs \@ﬁ —_— C= c@

|
30 % KOH ocH,
or 8% oleokolic HOH
(] wiv)

m.p. 157~158°

AnvaVARBREIR T NVTF = E 8% Ta— K BEIEAY U ALz SEKEK
BEghsx, ZoBUERHOBLILNTES,

TNFE=VvORY OVEEEBLIU DHQ. Oy O RBEAR L 8% Ta— v
HAEEMIA Y ol SHERISSE, RICERGZPHREBERICIZFGHL 2, mEL
CRFEAOKEME L TELN D,

[Tribenzyloxy Hultenin] B%ﬂE’OHC o 4R 8 4 e 3
[1X] KOH  [IX]y [IX]a
8% alcoholic

[Tetrabenzyloxy D.H.Q.] ~——— R+ B
[XIIT] KOH  [Xmilx [XIII]a

BT757vavik60% BBEEBLU22% 4 V7w~ vARBRAE L THEEK/ n-
VS THRETES LB ARDREART, B8, ERRRVFOVRABI I DREREL T,

60% AcOH 22% iso-Propanol
[IXIn 0.89 0.05
[XII]w~ 0.89 0.05
[IX1a 0.94 0.01
[XIII]a 0.94 0.01

CORR, PR IUBERRE 4R LEEEZ L2 ERDD B, Tbb, 75
=YOR7 x=2vERE DHQ Ofl 7 c =V ELRAUTHID AT a ~VEREEINS,



208 IHEERFRETHBAMARE £24% H15

£ R O B

TILAUYUER

BHEMN o005 210 EEOKEBILAY VA EICAKTTDEL, PEROKEIIZ
ARONY R ANBERIE D TS 7, 230°C TLEMETLARLDEISRRZD
BETLIBHEKISES ¢, HIERTH, BRI THHZIL100ml OKTHRERL, HEEE
ek, 200mé O~ FUTHIE L, T~ FABKIIEMERF bY 9L 50ml THH
UBEHEE A S, hEBRz ~Fri@BEL 2%, BKTHERBLZTRES LBERROAER
H5KEEHEB 7, m.p 139~141°C, & 0.15g, ¥{L#E 8, Mg+HCl, Zn+HCl KIS
B,

4 W E
® k£ & (mg) CO;(mg) HO (mg) C (%} HI(%)

4,755 10,455 2,170 60,00 511
BBRICHEFIBITILHUEDER -

[I] ® 80 mg % 10% KEeftF MU & & 2mé IR L, ¢ OREE DI E 50 B
BCHE L7, RISKT %, BEBTRBIICT S LB AREOWEMIH L, T4/ ~n
2B REERILETTE S &, BA 203~200°C DY KA ORE B, HLBH% Mg+HC,
Zn+HCl 0% S EWE [ BT 55, = EE/LRE : BE=2: 1 0Bl X
BWML/ uw b5 7KL [T EAKO Ry 5058 252 %, IR 45 mg

i
# & it (mg) CO,(mg) H,O (mg) C (%) H (%)
3,210 7,084 1,413 60.22 499

—4 016 +4 0.56
FILHYBERPTORSERL
(Il ®0.18¢g % 10% KEfbF +V 9 ARK 3 mé THRRL, BREBEEDIT 2 FEERT%
AUTtk, —BREL Kk, RICKT)%, BEBTEBEICT 2 LERBOQOBERBMSITHL,
IhZEx g )~ fREThRBROYEEES, RS 157~158°C THRILE &
LD niRgHaET2L, Mg+HC kX3 RIGIEETH S,

O -
B % & (mg) CO;(mg) HO (mg) C (%) H (%)
3,945 8,629 1,733 56.98 491

—4 0.68 +4 0.48
30% 7AHhYBHREDOER
(Il 0.1g % 30% KB LAY ¥ & 10ml (ZEEL, COHEBBOBBEHBRDEBETT
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120° ¢ 2GS ¥, BEREABREARCEML L, Z0%, BEATI0BMEAL,
BH%, 20mé OKEMAZERBEEE L ~571150ml (S0méx3) THML, =~Fuv
BEAHMERRES V) v AZ2AVTHBEREHMEB L, BERE60% 2/ —-vpd
WRILT B E M T H U ERE TS 2, mp. 158°C, FHLE “HRISEEE, Mg+HCI
RGkt:, FEERYEBEMLTORETLEL,

& B OE
® & & (mg) CO;(mg) HO (mg) C (%) H (%)
6,614 14,562 2,836 60.07 479

—4 031 +4 0.36

FAaA—-LETLHY EORRE _

TNF=v02g %28% T &/ — v EKELAY U ABEHKOmL ITIERT S EEBE
DRIKEEZ S, BRANEEMN LEBLTBMKISS #/, JUSKTR, HREAE
BEREL T, &/~ vERBETCEELBROREYAE, Chic50mé oKX
MEIRBY AR 72, BEIL-KIEERTBESL, 2 E T~ 570 200mé (50 mé X
4) CHIM UF, -7 viH0E 5% EREES ) U A 150 ml (50 méx3) TRkl KR 55
Utee T—FAHAELBROKCHELBEARETF MY 9 ATHALCR, BREZEEL
LI R A, IR R OMRE TH B IR T X 1o 72,

B IR EEE & L7o4%, 200mé DT~ F A THIS L, SBOKTHERL %,
GKBEEF b)Y A TBKL, WEEREUBBIBESL, T4/ -AhoRRILTE &
BHEOWE£E . mp. 158°C, HILH HISEE, Mg+HCl KISk,

FERMAOSOLRML THRMEOBE FTRED SRR,

o b &
B & & (mg) CO;(mg) H;O (mg) C (%) H (%)
6,802 14,854 2,978 59.58 4.89

—4 080 +4 046

INF=vBIP DHQ OXRV INVEBEKE 20mg 2 LR EEBET &/ —viEKE
EHY Y LAERISSEEATHEE XUBEBEELMECREAOETERYTH S,

B o=2 75 72IBATAC LK > THPER [[IXx & XTI 55 CicE
B [IX]s & [XHIL] 3E4BL R EE25Z, A—0BEEb D EEERLER,

5. REDER A

TSN VBRBERRT AUV TAF VAV VZEHEET S CEBAIL N
TR, —F, 3% v 755 VEIBBECBOTHBNREETHD M, EXBL
kD758 ~vicBIEES R B0,

TwF=vE2NRRBCREEE LOBERERA LN 0KMERLTRICZE % &
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BRRRBEOMELBIBRYE 255, BRAREOHEEL Z /) — v ofERILT 2 LEd
CHRREECLEIREEED, COEBRYORSEIR 207~208°C TEYELBEML THM
HOBTRAD LI, ,

BIRRGOED 5 3RAE 147~149°C 0 BB BEE B BT ) EORISTER LU
DEELERMLTLZORMADOHETRED LB,

Lieho TRICL 2 HEEIEBLT, 2B8IU3NOREETFIHISKERFOR
KERGEOLATHAVIVIRBELLEEZOND,

=R 0 R

1 ©05g % 2N Bl 100 mé B4 L, BREAEORMHMIKELIZHET S X
SIREL, TRAEEALLSSRRECHELL, 5%, BRRIErCEBRCE
BLBD T SRERICRERBED O NS o, 10 %, BESEICFELRROG
SEL B T, 20 W%, MEO—BHERLEHBRES ORBERBEICERL
kEETHD, 2TH%, WERLHARERLARDBFEEEEL o, BROEA
E30BH TILD B HI%, BRULIVWHEZRBILL, T2/ -~ vhoBRERETHZEDP
AR AR IR B A5, BUEIE 207~208°C T7 07 =Y LiBRL THRA DT
Blahote, BAABEZHISIEUELAKTHS, NE025g

RIEGZ@EA L 7o REHOE 200mé (50 méX4) O x —FovTHIH UK, BELZEE
ThiZ#EwEL2E%, KBREZBFOTREL T 2/ ~VvIDERBETHEERRS51E
BORBEE, BMEIL 14T~I49°C TIVT =V DTV H ) HEH BRI THLRAD
BTRIEho ke, BB S$RIERER, Mg+HCL SkE#:, KEO0lg

6. WMRIRY b

i BINBBRIRRARYT P

75K /4 FeAYOBEEZRETS LIcEERTRE L TEARBRK ARSI Fro
MEBSD, EABFOBREFERCROLNZBPEBFRNARZ brvivbh, EF O
BICL->TRSDT, BEINPTVETFZL-o48F, TROLEREMMEA TR
lone pair 249 =4FIELALNIBNTH D, FELTREMBEED S v—T D5
B L5,

T5HRYBIXUT7 5K/ ~vid—#ic 250 my, 350 mu BT ICRINOBAEE G- T
W3, mERE Rz g/ ~v) TORRARY bPVOBRER 7vh ) BEdics
WTRERESEBRICHE TS, CHREBINTOWBKEREBT VL) BERDTL 2 b
L, BAHOHMELHELL, RNARZ MWVOBREEZFREOFT~BEHE LD B,

BIZITTHRIKBREEZL D758/~ VZEEREHBOBRN A7 b visERERA
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8~19mu BT %%, BEETS 2HOKBEEZETI 7 IR VAR AYB— i > Y
Y ALAPTRERBOBRKZA <7 bvis 18 muy AIRBOF~BE TS, T/, 3L 4 AL
KABENSBRINTORVWI IR VERF VI YL F 5~ A TREROBRINA RS
FVOBAENTREBOS~ Oma BITL, —F, chd OB KBENERI LT
350K VEB—FES M) VAP THRESSRL, BRERFEBROBNZ RS P vOBA
ERHEERTHEEZBDTNE™,

LU S, 773237 VEORK#ESZBRINZ RS bvOmAREIRZ 290 mu B$TICHE
EL, 22TV VI v-TRRBBINTVBKBENT 735 VOBRWMA I b DB
75KV, 773K/~ VvERROND XHIUBREOENMERHF T L3 L HEEZ
ShB, Likd>T, 732N/ VORBHREDLDICRELHT 5/5 /7 v OhEES XV
TR ) EEPCBIIRINARY PWOREBERBRT LHET 2 8ENH 5,

—flE LTV Farvesy OhEEE (22 /7 ~0) it BEF2RINA <R 7 b b
DOBAMER 291 mp iCHON TS, KBEILAY Y aZ2MA T v A ) EEd TRERRIK
2R M VOBAEONBREREESBABmu BEH LTINS, 7, BTV I=v A
EMA T BER CRAAHLOS~ 28 mu BET 2, R

Table 7. Ultra-violet Absorption Maxima of Hultenin (my)

imax (mp) 42 (mp)
221 (4.50)
Abs. Ethanol 291 (4.30)
353 (3.28)
249 (3.15)
. 298 (3.53)
Sodium acetate
326.5(4.41) +35.5v
375 (4.18) +18 2
2485 (3.14)
Sodium ethylate 330 (4.13) +39 v
372 (4.20) +19 »
296.5 (4.20) + 550
Aluminum chloride 345 (3.20)
358 (3.17) +5 9
o 291.5 (4.39) + 05v
Boric acid-sodium acetate
3688 (3.17) +13
(): loge 1): Amax—Aze (EtOH)

2}:  Amax—Asss (EtOH) a): Inflection
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- Table 8. Ultra-violet Absorption Maxima of Hultenin, Dihydroquercetin,
Extracts [A] and Extracts [B] (mgy)

Abs. . . Aluminium Boric acid-
Ethanol Sodium acetate | Sodium ethylate chloride | sodium acetate
Amax Amax 42, Amax 4z Amax 41, Amax . 4
221 249 2485 296.5 2915
(450) | (3.15) (3.14) (420) | T 55| (439 | T 05
Hultenin (23923)
291 326.5 330
430) | 414) | 395 (413  +%9
228.2 296.5 245 297 2915
, | @14 | 8y | 78| 38y | T168| (413 | T8 | 32y | T 25
Dihydroquercetin 289 397 : 325
412) | (413 | T8 | {415 | 36
2205 2955 248 2255 293.5
412) | (362 | T 4% 4149 | TS| a1y 413 | T2
Extracts [A] 291 327 326 301
‘ 376) | (395 | t36 | @41 | T | @iy | T10
222 295 247 295.5 292
@d21) | (413 | T34 (18 | B | 418 | T 39| a1g9 | T 04
Extracts [B] 2916 428 395
(15) | (a14) | T34 (a2s) | T334
(): loge o
44 Amax (ACONa)_‘Ama,x (EtOH) 422: Amax (EtONa)—Ama,x (EtOH)
4A3: Zmax (AlCl;;)-lmax (EtOH) 414 : Amax (H:;BOs—ACONa)—lmax (EtOH)
Table 9. Ultra-violet Absorption Maxima of
Hultenin Derivatives. (mg)
: Sodium- Aluminium |Boric acid-
Abs. Ethanol |Sodium-acetate ethylate chloride |sodium acetate
Amax 44 Amax d2a Amax 423 Amax 4, Amax Ais
221 249 2485 2965 |+ 55/ 2915 |+ 05
Hultenin 298
291 3265 | +355 330 +39
Hult :nin 2891 | 1o 2005 2885 292 290
dimethylether | (413) |~ 19 (413) |~ %9 416) |~ 29 1y |t 1| (428 |~ !
Hultenin 289 289 2875 | 289 _ 2875 |
trimethylether | 4.20) |~ 2 | {a15) |~ 2| (415 |~ 39 (a18) |~ 2| 425 |~ 3
Hultenin 281.5 2805 | 280 | 281 | 2817 | _
tribenzylether | (413) |~ 99 (414) | 105 (3o1) |11 | (313 | 710 | (365) |~ 93
{ ): loge :
4Ay:  Amax (EtOH)—2 Hultenin {(EtOH) dAz: Amax {AcONa)—2 Hultnin (EtOH)
433:  Amax (EtONa)—2 Hultenin (EtOH) 4A,s: Amax (AlCl;)—A Hultenin (EtOH)

4ks:  Amax (HsBO;—AcONa)— 2 Hultenin (EtOH)
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BTRI7VTF=vD, F8ERZ LV /¥ =3 a ¥+ F MBS [Al Bl 8XUH 5
¢ Larix leptolepis GORD D58V FurveFOohEREE X020/ OEED
TORWR I bVONEART, £/, BIRRINVF = VAEBKOBIP R RS b
fEERT,

TVF= VIR —T & 7 —v—h T 291 mp (iR B I A R 7 v DRRKR
MAERL, $7238myitbBREEELNSIRNERT, BRI MY vazMA TV
HIBEBEPTRINEDRARY PVOMEBEIRK 4 3265mu BLU 3T5mu B b, zh
Zh355muy BXU 18mp RERFHBIBTITS, I/, SV vLzF 77— TR
330my, 372mu Whh &2 39my, 19me FEEBOF~BE TS,

BTV I =9 L EMA T BED TORIA Y bovid 296.5 my, 358 me: (2R ME
ZHbH, £455my, 3mpu REEMCEHL TS, IO YB—FES M) van
T} 2915 mu it 2 OB RENE LN, Ed»05mu AIRPABHL T35,

—FH, Ve FarveF YOREEEFEEFTORBERT £/ ~vhTid289me itdh
D, BiEEF M) VAP TR2Tmu kRN B mu EREMICEH TS, MY vaxF
5 FRTHE 325 ma, BTV =Y AEMA F B T 297 mu B bR, &4 36
mu BLU 8mu WHEBOF~NBHL T3,

Fh, RUB—FES MY UABRKP TR 2015 mpe KEBAEESL D, 25mu OBE
ERT,

—RRie 7 F N VEHORT s =V ERCBBRINTVA KBRS EERDITNED
bhTHW30hEd, 7vF=rvBIUOYE FarveF Y ORIRARS Ui RIBSE
BHRERL TV,

TNF=VDAFNVEBRBIUORYFLVBFEEAOTHBITT VA Y BEEDICET
BZWNRARY bERBTSE, TUAYBEEDCBI BN FovidthEEESI
BO2HDLBALRALMBIZRONEL THRRNT EERT,

Al ROMAMBINZIRY b

BABRRZA R VI EFOREREEZFRICLISDTHE D, RIVERIL R
I Y VRATFOMEREESRICLIELSDTHS, FTFERTINVF-EBRRLIEED
BRERBCIFETFHOBSOMMKEH L, HALEAOHHNCRITIEARENES
2, BBRBZIAYOMOTSCERTIRBICHBNEEIN T T—E DO E HE
CHRONE™, HE7 7K/ 4 FMLEYORETEFIC S RAMBINZ R bBER SN
TN B 1hIs0 0,18

77 R VIED vewo & 1649 em™ (MELRFEER) Kb, THABX 15 YVETE
BINTODHDE vemo ZT~17Tcm RERFERICHBEH S, FH3KkBEEED
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75K =~ VEDEEE ve-o £ 30cm™ EREFEBICHE IS, LA LEMND, 5S4
KABENRBRINTNS SDIX ~10~+19em™ OEEEZ T—ELEWY, %/, #
Tz WRRBHRINTNE Y, 4~ A bd VVER vewo ODNKICEEEEZ TN,
X5z Nujol mull iZBTIESMBITIMDKERES /1, v KEEBLITV VDN
TN B,

—F, T 557 VEED veo 12 1680 cm™* (Nujol)*®, 1695 cm~! (PUiE{LIEFR) DALE I
HBP, TRDA FF VR ve-o 28 10cm™, S OKBEER ve-e 2 O cm™ B
EfzBT €3, coOCc:R@77KXVE, 778/~ VEOSNOKBENKAE
Voo WEEBEEZ TN EENBHTHS,

BIOER7VF=Y, Y ForrveFy, HEES (Al BXU [B] ORASREKIK
AT PWERT,

Table 10. Infra-red Absorption Spectra of Hultenin, Dihydroquercetin,
Extracts [A] and Extracts [B] (Nujol)

Frequency =cm~?
Ve=0 . Yo-H

1638 (6.10) 3135(3.17)
Hultenin

1651 (6.19) 3516 (2.84)

. 1643 (6.09) 3251(3.08)

Dihydrogquercetin

1603 (6.24)

1653 (6.05) 3310(3.02)
Extracts [A]

1613 (6.02) 3210(3.11)

1638 (6.10) 3086 (3.24)
Extracts [B]

1618 (6.18) 3461 (2.89(

( ): wave length pu

7T =% Nujol (REN)/¥F 7 4 V)P TRET S &, vomo ORIXDALE T 1638 cm ™
(6.10 ) i2H N7 587 % Nujol CHEL /& EDRIP D ALE vo-o 1680 cm™ 5
Lem EREHBEBHL T3, T, AvELVEOBRIIE D 1615ecm = (6.19 ) @
MBI ARSBEDNE M, CONBR7 2= VEOTNE SBENSS, von 1T 3516
cm ™t 284 0) ICHEDN, BIZCORIR Y ¥ —~TTHB, T, 315lem™ ILFORINE
BbhasHaBsEET 5,

St FaAnvEF YD veoo 131643 cm™ (6.09 ) IZIRDHINL T 5 /85 ) V D ve—o £ 37
cm EFEMIIEHLTO S, von 133251lem ™ FHERBEONMIE DIESE & > RIS
TTW35,
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HHERS [A]l XU [B] © vomo 3% 4 1653 cm™ B LU 1638em ™ KB b, &K
27em™ BEU L2em™ 773 VEDRBEEMABEL T3, 72, ven ORIGH
Ry [A]12 3310 em™ 3L 3210em ™ DL E 12, HWHEES [B] 13 346lcm! & L8
3086cm™ KHBH, LicdioT, 7rF=vEHHRS [Bl, Ye Furves vl
5 [A]l D& vemo BLU von DRBEDS 2 DBEUENHEEINS,

= B O =
WKLY ) —ILPTORIRARY ML

TJnF=v[110636mg, T7NF=vIAFT—~F[V]1034mg, TNF=v b
Yy AFvz~5n [VIII0714dmg, 7 V5= v Xy Fix—5u [IX] 0740 mg, HitEEs>
[A] 0524 mg, itk [B] 0546 mg, Yk FaAr &+ v 0758 mg 54K & 7 — iz
WL 25ml OEKE L1, T DE¥K% stock solution & LTV, 2D2mé 2L,
chicKL &/ —viMA I0mé Dx & /) —VRERBEE L THE L 7, (RAKOR
Kt ca. 1/10°~2/10°mol ©& %)
Iy /=L ERRF PUDLRTORRIRY ML
Kz g 7 = TRICERIE L 2%, SAKOEB U il M) v 2 DBEEMNA,
¥ 728k blank cell iz &7 5 FRHB%R, WNZ <7 FPVEREL -,
002M F+ PUDLIFS5— PRTOBRRIAR ML
KA ¥ D stock solution 2mé iz L, 00IM + b)Y YA xF 5 — b KK 2mé 21N
Z, CORABBRAEEKTEZ/~VT10mé IZHRL 5 BICRIEL 7,
TS/ —=NEEET LI LPTORRIRY ML
BHEBOHEBEENELVIZ AN, CHIC10% BTV =T A KEBKD 4 E%:
MA 7 %BEL 2,
T/ —NEROBR—FRF PUILRTOREARY L
ZH KD stock solution 2mé T L, HFYBETHAMULIEBKT Z/ —VRKOD 2mé
EMZ, CORABREEKTEZ/ —vTI0ml iTHBRL 72, CHICEABRREF MY v A
OEFEMA, REL 10 SEHEL %, HEL .
o DRINA L7 bvid BECKMAN Model D.K.—2, Ratio Recording Spectropho-
tometer TREL, #HEEB7, 8 BLXUIEKITRT,
WS [A]l KU [B]
TSYTRAYFELMI & — v e ok OB I RIE S O BB RSN
RZEEI, TOHDEBKPOBE L BERESRETIIZRN 226°C DRBA L Ea DS [A)
B3,
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BAKIBRE 60% = &/ — b L EBRB RS 5 & Wi 212<215°C 0@ EHE
[B] 2185, ’
SeRrATILEFY
NT2TYLHMOIE )~ VB RSS Bl b DEH N,
FIMRBRIR RS P
FEK 0L &I Nujol 1% MARASKTTVEL A~ PRIZLTHEEL 72,
TS ORI R <2 it Spectrophotometer Infrared, Recording, Type AR-275
IT S. (Shimazu) CHIE L 72,

% E

TTF=vO—FEEEPO RV A XV T IN ) VEIZBTAIEENZIONE, B
LB GBI LB BFBERSR S NIOKBEOEELART, 7, LELE3-AFV7 5
NI VEEREIN TV P BREBERBC L ZARECREAL 52TV OTIAL
KBEDRWT 257 B, SLARILOKBERT VX VLA TVWS D, 7Y
Y FHELTOEZDOVTHIPRETS, LALEBOBTUEL B OEE, S BITE
DBEHINTOOTEEERDOEEIZ S > THIRN,

T OFEBINIC X DR OARI AV MIKEBRIN TS KEEREEBRIKISIC X
B, ZOBESEDOND, '

75N VER ZHORBREETICES OLRBMANEET 54, 7 U7 =
vid [al=+669° OEEE LTINS,

TNTF=VEREY VY EMAKERE TIKRBRIC S TR LRICERYEE
THRBRRIZEARSRIBETHD, COZERSMDOKBENLIMDOHVE=VEE
FL— rBEEBRLTOIO TS MOXBENT2FVILIN
O, Lo T, FRRBOWTHEINT FVEEKIE
SAOKEBEEBT tFMEINTNVRNCEEZRTEDTH
5, LpLIEws, BRTEBRICEED EELET 2 FV1E
ENTFrYITeFNTINT =V EERTHOTLHEOKBEE
WA DBEERCELET S,

CDF L= PEBIZDOTR, *FMEDBIZbRBLKEELETS, SMoKEE
BAFNVEEINTOROHEEBERD A P& YV ERIFEHEFDOL b v BELRKIZF + 5 2
FEVVOBERTOTEMDOKEEEZRN 3 FEOKBEELN A FULINTNE, KB
HEORICODOTRTeFVERBEIDEIONZHE—FT S, *FUICBLT, &4
DEVICEIVEADAFNVFEEBEREEZD, DTV A2 VEZRVTIEHD * FVLTIkE
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IAFNTINF =Y IVl RER, CObDET £ F M LFTNE VIO MY 75~ |
VI 2435, STV 4 4y TREL A FMLEFRIER VA FATLF =Y [V B X
Tty 2 Fn7nvs=y [Vl 2525, $f, RIEAFVEBOTOXFALTE Y A
FuTNF =y V] RELS,

Ye FarvteF vy DHQ) Z S £ F VR (£ 4 7 —vth) 20, pH65 P TFT
KBThTAFNMLTHIZS, SAOKEBERAFUILINTT, 3, 4-F) 2F1 Tk ¥
al Ve F UBEREND, ST, T vt UAFAREBE—EBAY 9 LT F L
TBH5LT7x )~ VEDKBER A FVLESNEN3MLDOT VI — ik DKEREIX X F ik

Tz,
fﬁ%/
Tn Me Ot Tnmetﬁ ! DHQ
@I@'m i o 2

(Me)250¢

D H. 0 Ke co,
T mp 240242 _in /‘760\©:

hmm,zoﬂa
mp.170°

TNFT=VETE PR, VXFURB—REN Y ULATAFVET B ERICERY
[VII R AEH I L5 SERIGRBIETHD, 56 OKBEREA X F LS N T
TEERT, bL, 7uF=vOlED, SEABEOKBRECL> TERINTHLD D
DETniE DHQ. OBAEFR, 3HOKEBEE *FMESNEVETHS, Liso
T, A +3VEIZ3CHO OfABZEBRETEHEDZMN, LHLL, 7UF=vD A FViE
BAEIVII O A + % v vEGACHO OEEEZT, Lo T, 343y 75,8 VH
DREELObDTHB UL HEWRE LR, 3 HOKERY A F SN TLIETNIE
ENCRAAAN v »

— R A FMEINGOKBEERSI T>4>I>3MOIET, chizBHABRED
BEORIDIATH D™, S5MADOKEER XV - PREBERT S D Frvibsh
s g 7 = O 2 M OKEER 1L ORERT & OKERKSCE
DERLED SIS AF VLI NENT,

TuF=YOMT = EO 2 MICKBERERET S & TN, B A F L ERKE
AREEZERE SN ETHS, THbE, T b v, 945 VHEBTO *FVIbicH
U, SHBXC2HEAFAEsT3CH0 OEEBBETHBM, A b+ v ki
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4CHO Lt EBINS, T/, HIEZSE 2 MO2BRISAMOETNLDBERTRY, U
FDC s 2 ROABEOEEREZ DNLYL, BHERIN TV I KBELZTVE
WETHCEROBNBIVZNOBALABRKEAE TH 5, REOLKHFTIVT=VE
JAFNI=TNEBDLENMTELDT, KBEABRSD, BHTrIVLEINDD
BR7ETHD, cOAFVHEEE IV B TRHRKBREOELLZRET 5,

KRD7 5K 4 FEAYORM7 = VvERBEHRINWTO S KEBEONER Y, 44
OhFa—vBEE LIRS, 4,5 oraya—~vEE L3RRS0, RAERDOKE
EERASEME S X5 2ARISIR 2, 3467, 3,541, 2,4, 641, 2, 4, 5 (LAY,
3, Aficktt, 2, 4FLIIEEHRM, 2, 6 MRIBEE, 2, SMREFR, 3, 4 5NIERE,
2,3, ARRBHBEETS, CNSLAMT7 2= VEOBERD T XS 2ANENZOEIORT
T7IRIA FAYORBEERTACLARTHEM, 7T =Y OBEABEKICED

3-0%¢
©i I@ (Me)2 S04
Qe 2ze F2CO5 ¢ i 20CHs
Qg
0 CHs Rr=0CHs
=0H
2 OXy HO
0 R
@io (Me)2504
C 20CH;
m-m% Ry =0CHs
Rz = OH
7-0X
¥ CHsQ
HO 0 R
CHelNz
e 2Rz
i
HO o
= OCHs OCl-/a UV]
R = OH n p /99 ~797°
(Ac)20
Pyridine

CHh0 0 Ri
ﬁ 20Ac
AcO

0
R =0CHs (V)
mp-119°
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{ j%C}i _(He3eS0s [ 1
2Rz A%Clb . 20CH;

OQb mp ﬂ@vma(mj
2=0H
BRICENVBERTORZ, 3, AROKBEEREKTHZ, LoLENS A FLERKD
ERPOEEITNE 2 MR KBESERINTES T, T/, PH:ORESOERHK
GEDPBEZT, hFa~-VE, §1bEY, Y NICBBINDEEZLNS,

JURD 37 5K /4 FILEHOBANT v VEBBMKLZHETAICSD RO & %28
EBILTNS, 5-4%v-3,7, 3, 4-F I3 TLFNINVEFVETEF/PRTRY Y
vz ) FERIESH, 5-RY PVEBKEBIS EURE, -V IVEEKTIARE
NE7-Nv 3,5 8, 4-F 5T FUVBBRENBON:, ISECTEFUERNY
INEIZ L TT>4>3>5>3 DIRICERL T T EERADTNBE™,

7W%LVEiUVtFD#W%%V%TtFV$?&VVW&UUE,ﬁ@ﬁu¢
LBEIUORLEAY VA LRERIGERBEE L PIRFVTVTF =V BIUF PSRV D
Ve Farwved viER, BB #LORAREEETHS, LitioT, I
iC JURD OFfFE LB L TR Y Vb s N KBER 7 v F = v OE&, 5, 7, 4 i1, Pk
Faisves 0BG, 3,5 7, 4 MEEILH, R ¥ UBBERINTHEODEH
mxns, | |

TIN)VEELIY% TR ERTIET S LEMT A R v va vic BT
B0, Fi, SRMOKBESMEO IV - T CEBINTOIRNT S/ VEET VLY B
BT fotk, HEBMICTS EFEYHEEZEIRT ™, chidS5MOKEEEHVE=
WEEBRF V- PREBRLT7 I NYBRBREMLSNTOBLDEEZOND, —fkic
7708 VBB LU TR OREREIRT, -4 %7 7,0/ VIHRE & fKicE
KB THEREYTE 7 R ~ VBT B2, —F, S5MOXBESAFLEDLD

EETHFNVETERINTOD -4 % Y779/ V3 10% T ) K TR -7,
BT EEMECROT 2-RYFV-2-F % VI F ) VEICRRI T 220,

TNT =i 10% KEALS M) U ABKTEBICBOTREL 7218, Elicds &
BEHEA#ERTEEMNTES, T, 2N B ETEBLE LT & AMSBED KT
WENns, Tra— kKB ) YATHRELKEZALEIDS 10% KELF + Y ©
LAERIEEED L@ 167~158° ORFRACHWEEREBS, BB &Itk VigBRLr2T
28, =/ AvVALLBERBICEISBRITIICREETSS, cDCEED 2% vHha
VEBBRL-bDEHETX S,
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TNF = ‘/%’J:U;%@ﬁﬁﬁk’ g [A]l BXU [B],
BER <7 bVRET, 8, 9RIRTAD THY, ZORNMEE 3 ~% 12HICRT,

BRI EE

N
=
]

gptical density

S
N
T

optical density

BEAFRFHITTRPRERYG B24% 1T

alofsbic K1 0H
0 0% Moo "
OCHs ‘OCH3

fo'; ‘ HC‘é’aM&ﬁ
) .

(I (XJV)

& HERGERT & DERZHETH 5,

1] L 1 | 1 1 ) AU |

250 300 mp
1: Hultenin; 2: D.H.Q; 3: Extracts [A]; 4: Extracts [B]
Fig. 3. Ultra-violet absorption spectra in abs. EtOH.

250 300 mpe
1: Hultenin; 5: Dimthyl Hultenin; 6: Trimethy! Hultenin;
7 : Tribenzyl Hultenin

Fig. 4. Ultra-violet absorption spectra of the Hultenin
derivatives in abs. EtOH.

Tk FarvkiF O
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S
N
~

opticel density

1: Hultenin; 2: D.H.Q.; 3: Extracts [A]; 4: Extracts [B]

Fig. 5. Ultra-violet absorption spectra in sodium acetate.

S
\»
T

gplical density

L. 1 1
250 300 mae
1: Hultenin; 5: Dimethyl Hultenin; 6: Trimethyl Hultenin;
7: Tribenzyl Hultenin .

" Fig. 6. Ultra-violet absorption spectra of Hultenin
derivatvies in sodium acetate.

optical density

250 s00 mp
1: Hultenin; 2: D.H.Q.; 3: Extracts [A]; 4: Extracts _'[B]
Fig. 7. Ultra-violet absorption spectra in sodium ethyiate.
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QL
o
T

optical density

250 300 mpM
1: Hultenin; 5: Dimethyl Hultenin; 6 : Trimethyl Hultenin;
7 : Tribenzyl Hultenin

Fig. 8. Ultra-violet absorption spectra of the Hultenin
derivatives in sodium ethylate.

optical density

1 (5 (4 1 X N SN BN SN B |

250 300 mpe
1: Hultenin; 2: D.H.Q.; 3: Extracts [A]; 4: Extracts {B]

Fig. 9. Ultra-violet absorption spectra in aluminium chloride.

o5t

gptical density

1: Hultenin’; 5: Dimethyl Hultenin; 6: Trimethyl Hultenin ;
7: Tribenzyl Hultenin :
Fig. 10. Ultra-violet absorption spectra of the Hultenin
derivatives in aluminium chloride.
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optical S density

e
1: Hultenin; 2: D.H.Q.; 3; Extracts [A]; 4: Extracts [B]

Fig. 11. Ultar-violet absorption spectra in boric
acid-sodium acetate.

ity

o dens
O
1

optical

1: Hultenin; 5: Dimethyl Hultenin; 6: Trimethyl Hultenin;
7 : Tribenzyl Hultenin .

Fig. 12. Ultra-violet absorption spectra of the Hultenin
derivatives in boric acid-sodium acetate.

TNF=vOhMERE (2 &/ —n) MTORIRIE 7 58 VHOBBERLTVS,
R cEEEE T MY Y AEMABERD TORREEREFR~ N6 me BH LTS,
KBEDLLT, BICAA VLB TROKBEIT VI ) BEPCERILTSZCER
EmbhTNBECATHSD, LT, Toh ) BERDCHEEHEBOBRII R~
YWVOKBEOWE), Tbh5, BEMBERI THNOKBEMBBO S v-TTEBEN TN
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Table 11. Ultra-violet Absorption Maxima of the
Flavanone Compounds (mg)
Abs. Ethanol Ethanolic alkali [Aluminium chloride

lmax lmax Amﬂ.x
Hultenin 221, 291, 353 249, 3265, 375°) | 296.5, 368
Dihydroquercetin 228.2, 289 296, 3279) 297
Dihydroquercetin®? 229, 291, 3262 246, 329%) 224, 314, 3804
Dihydroquercetin-3-glucosid®? 227, 292, 3290 249, 329¢) 224, 314, 3779
Isosakuranin®) 227, 284, 3320 242, 336, 350 224, 307, 3809

a): Hergert, et al, b): 95% EtOH, c): 6/10*N KOH, d): 0.04M, e): AcONa

W EERT, BilES 1Y) U AEAVTORRARY PvERET 2R 7 OKEE
DHEEARBTH D CHNLONTNS®D, FEEr M) v 7x /s —vikKEED,
BIBEOBRVTHNCENTHEORRL, F P YAz FIF—tRITNTOT/
—~ K EERE A A A VLT D, SROABEIAMOIVR=VESE X V- PREBKL
TWBDT, FifgF M) YATREBESHRIBROVN, F MYV ILATF 7~ bR TRES
A A L UEREEBRTEAMREERT, IVTF=YDF Y VLT F T~ bRTOR
B P EAPRER LTS, %, EEEHBOEAHEIMN7 z=VERE
BEINTVEAN MIDOKBEOEEBTHAD, HILA NV MLICH S KEERD & VER—EE
BT M) U LARKEDTOEAYSEEEDLL, 778 /4 FLAYOEEREC LIE LER
FXNTNE, ULh L7557 v, 3, 4-Ux%v7 5.8 VRFIAMICC
OFEMES NN, 77 =YD OEEP TORBUL 291.5 mpt IZTRIXD Amex % 7R
L, ¥5i2368mu KEMBEHRRELNEZMRE- XD LTVRY, BTV I=ULZMA
FUER TR S OKBER TV VL, TR a3y FEShTHIn E SEAZDR
R, _

TNFEVDAFVERES KT Y FOERARLT 75/ VHO RE ORI E R
T, KEERETICET SRR KBEERS OHRBFE DL TN,

RS (Al BLU BlROWThb 707 =V EREULIRINARS b v E ST
W5, ¥, Yk FarreF VOEBREDICBYZRIA RS v REROEBRIE
ERY, CORKE, TAF=vERMHRS Bl Ve Fuiraed v ombiRg (Al
ME2BLUHES DL ENHEEIND,

TSRVEET I VEOFABRBRA R bVE IO RIS ERERT, 77
SN VB, SRR TRCEBRINZAKBERAVR= VRN T 2 HRHE M %
B)IZED vomo ZDNRVERREBEBABHIE S,

S5 AR YT-A LR YT 58 YT OHRVER LT, ZORAHRIKRE
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W, Fo, SAIRABESERINALORAIVE=vECHTEREHE (HR) &
D vemo ZEBERABEIE S,

75 RVEDES, SHOKBERHVE=VEEDKEREDRD, »EYERE.
(1619 cm™!; 6.18 ) ~ b0 EBEISH B, COKBERMO IS V-7 TERINKLD
OTRZ20 I FHRCIVEREFEBRIIBHL T3, —RCHAVE=VEZHL T afl
DA IVNVERZDOIHRITED veuo TEFRRERCEEHIES,

BI2EZ 755 VEOFRNBRNARY bVERT, 7NMT=YORRNART T
WREIOEIR, $-20RKNEEIIBHICRLTHS, BE, BHURERIVvE=VE
DRIERT, _

TNTF =YD vemo 3 1638 em™ DEEICHONTED, 7779/ YO vizo 1680 cm™
I 2cem! EREMABH LTINS, 5 7,3, 4~-FF54F YT 5N VD vewo i

Table 12. Infrared Absorption Spectra of the Flavanone
Coumpounds. (HERGERT) o

Frequency=cm~?

Ye=0 Vo-H
Flavanone 1680, 16952>
7-metoxy-flavanone 16852)
3/, 4’-dioxy-flavanone 1665 3105
3/, 4’-diacetyl-flavanone 1762, 1680 '
3/, 4, 5, 7-tetraoxy-flavanone 1620 3260
3, 4, 5, T-tetraacetyl-flavanone 1763, 1680
3, 3/, 4, 5, 7T-pentaoxy-flavanone 1642 3510, 3355
3, 3/, 4’, 5, 7T-pentaacetyl-flavanone 1764, 1703
3, 3, 4, 5, 7-pentamethoxy-flavanone 1649
3, 5-dioxy-3’, 4/, 7-trimethoxy-flavanone 1606 ) 3380
4/, 7-dimethoxy-flavanone 16868)

a) in CCl,: SHAW, SIMPSON.

Absorbance

3000 J600 wave nuumber  Cm-T

Fig. 13. Infrared absorption spectra of Hultenin.
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1620cm™ ' IZ2H VY, TD veo DAIELD 7V
F VD Voo DALFE IR 18 e I E B IC
BEHLTHS, chi3hvR=riics LT
a NNDOBBFIZED I#ROHEEZILN

\\//\/ D.H.Q.
5, $bbL, 3MOA bV EDIHE

I EHEEN~OBHELERESI S,

Toa - EOKERED SRR L4 \d\] Hultenin
GFOEE30~334 DB, FR2AEDTF

DIBAIR 2.66~2.98 u DR B ICHINAH S,

—%, 72/~ WEKBEED v BRESTF

D& & 28~325p12, FELAEAFOBAR

221 0 \CEAET B, TNF =D von 1%
3516 cm™ (284 4) RN AEE->THY, %

Fxtracts(A)

723151 cm ™ (317 ) KHWRINE Z X 5 Extract s(B)
LWAMELEL TS,

PEDORMBIOINVTF=VDOEBKRIEZT /7'00 = —
N VEICEL, A bk VU1, KB Fig. 14. Infrared absorption spectra
EN4EBRINTNE, ZLTELDME at 1600 cm~* region

B3ALICA b v, 5,7, 8, 4 ML KEENEREINTVS, T1bDBE, 3-4 b ¥ -
5 7, 3, 4-F 5L FuxvI7 5"/ vThHDb, COBEEETI 7N/ YdBEE
TR, RERRDIVBEBEINLTOROHFLOEBELZETS 0 THD, COHENEDS
N LRAEGROBBLEETS Lic, 3/, EYSERIERLEKOSZZLETHD,
AHOMEORBIHAHTS50THS,

] L3

Y ¥<iavy+F Salix hultenii var. angustifolia KIMURA O M ORIHERS% = 4
S = EEEEUTHIEL, 2022/~ VB HE 7R/ 4 FILAD R BEEL

. T, LDHMRSOKBRDOIHRABDO /Ny 2¥F+ & S bakko KIMURA, F H/5¥F &
S. sachalinensis FR. SCHM. 8LV TV /% X ¥+ & S. pet-susu KIMURA D x & 7 —
VIR K o< VS T EERALTERL 1,

86K,W%mﬁﬁénﬁﬁﬁ®m¥%ﬁg,ﬁ%%%;w&ﬂx&¢bW%%@ﬁ
Lto%@ﬁﬁ,%m&%u*tﬂbnfmmm77n//%ﬁ%f&éc&#%b@
%0, 705 = Hultenin & &4 L7,
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 HAEOBREMBETNIROBED TH 5,

1) 2/ /%<33av+EHo 42/~ vilili®h, BEBLOHM TR 0.77%, A
T2 019% THH, MRS R OHEIZEZD,

ALMOT 2 — LB hOBEIIE 236% THD, A&/ —vEROE EiTH
RUTHSMEROMAER L, Lk T, MHEEE LTz 2/~ vERVIT BRI
ThHB (F2, 3K),

2) 3EEOYFFTHRLE, NyvavFF, FHNYFFBIUIYV /F XY FF
Dx &)~ v, BEEEIE& 4 0.96%, 0.10% BX U 007% Th-o 1,

3) FRABOYFFOLML &/~ vl ERIKE/ 0= /7 7EEROTO#
Lz, ERFAKERYF UV VyEEE, BECRROWESDEROT, -

L 60% il ; I MG i : Begg=1:1; IIL. PUdB{pIR : Bpfg=2:1; IV.
n-7 4%/~ il :Kk=4:1:5; V. 712/~ :K=73:27; VL m-7 v
—v o EEEE : K=24:1:25; VIL 22% iso-7" /¢ /)~ VIL n-7 &/~ :
Ry —: Y Pv:K=10:2:5:5

8EOWE, I BLU VII OBEREMAFIE L TRIFESBAR L (B, 6 %)

4 TV /¥v=xavyFFLMI a2/ ~vHElSERE I CREETS LD HED
A BORDSAMRTES, D, Ry H 058 D& DIERELS 208~209°C Ot (7T =
~), Ry M 0.050bDI3aEH 226° DEDOKSE FHERS [AD LU THETE L, R E
BIUOZBHIRIAFQISOLO LS Yo ravFFE NNy avrFFOLMPitide<H
—DEAVEET S C EMBEREIN, MHBRSCETIRIA-ROBELEAL SN
3, FHNYFEBIOLY /XY FRHELHPRERIRAEEEL, BAHTXMNZ
e,

"5 IV /¥=wxavFELMTE S ~vEHGD, BEESHOEARE (T
=) ZBEL L (ML T017%), T ORI EA 208~209°C ¢ C,H,,0, 5T
%57t [C 60.45% ; H 4.88% ; CH,O 9.68% ; M =322 (Rast) C,;H,,0, (CH,0) & LT
C 60.38; H 4.43; CH,O 9.74%; M=318] ©, ¥FMIEETHD, HEXER [alf®
=+6.69 ThH- 7z,

6) 7NF=ViREME %, /A VOLLEBEBBIUVEREIBERIRCIE
niTR4, BEQ, BHABIUBKIAZEL, THOBBKICL> TRROTLBREAL
U, B PvhEKEEBRTOTFVLREBLTRERTF P TF 7 v 7 = ¥ [mp.
91~93° Found: C 59.85; H 4.63; 4 COCH, 34.69%, C,H,,0,(COCH,), &L T Calc.
C 59.02; H 4.92; 4COCH, 35.39%] 25 %, 2 FMLICBE LE&MHICE D B35 HEk:
Ez253, BRBEHETOAFNVEELT, PTYARVRIDERMBE / A F VT VT
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= v [m.p. 189~191°C, Found: C 62.31; H 5.12; CH,0 18.27%, C,H,05(OCH,), &L
T Cale. C61.45; H 4.82; CH,0 18.67%] %52, R{t » F v BB EC X T A F v
LT FA4aF 705 = [mp. 171~173°C, Found: C 61.64% ; H 558% ; CH,O
27.07% ; Calc. C,;H,0,(OCH,),, C 62.43% ; H 5.20% ; CH,O 26.87%] 5%, YA+
VB ERGEEEE P AF 7057 =Y [mp. 159~160 °C, Found : C 63.98; H 5.29 5
4 CH,0 33.76%, C,H,0, & LT Calc. C63.33; H559; CH,O 34.44%] %495, &
Do DA FIERRIEMBE_SIZE 3 BARICBBETH S,

TNF =V AEOKBENSD, TD5 B0 3 @R A FABTRT, 2 Fk
XNLOKBERSMICEE bDEEZONE, RV 4 vIo) FERIES#BET b
SRV A NI NVF =y [mp. 142~144°, Found: C 71.58; H 451%, C, H, 0, &L T
Calc. C71.93; H 4.08] 2433, T, Rvonvsnl) FEORKTER P RyIVEE
& [m.p. 204~205°, Found: C 75.12; H 5.69%, C,H,0, &L T Calc. C 75.98; H 5.37%]
#52%2%, JURDEDHEKBELHBEL T MOKBENSSY Svfbanne & nES
PTH5,

7)) IF=vRBCHLTHAROORE®RERL, 2N HBELCERBMAELTS
FEYELEIRTHC &N TER, Th, 10% Th ) LERCUCIE K, BT
FEHEAENT A EMNTE, Toh Y EREERERS 45 L#S 157~158°C
DHEMTBZHNIAVEBLLEMNTES, [Found: C60.07; H449%, CH,Q, &L T
Calc. C 60.38 ; H 4.43%)

8) thikDEEEEH & DRRIUKIS, v INVEBIURVYIVEHOT VA Y EDR
Wb 7T vOfi7 = KBER Y, Y-cH2d0LEZIONS,

9) TNF=VRT R/ -T2l mu iZFDORED dnex b B, 758/ VRO
W ZRT, BEBET MY U AR MAEE D TR T OXEENR HFERILTHDOTED
R BEATRL 3265 MU IC dmex ZBESED, T P TLZFT— PRTR 7T/ —N
HoOKBEEI—~BEEILEIN, Anax E330mu KBHT S,

10) FRABBRIN R < F iz 20 TiE, 1638cm™ (6.104) I AWK =VED ve-o KR
bh, KEED von i3 3516cm™ (284 u) I ¥ ¥~ TFiBbh TS, 3Lz KBENE
BERTHOENF FI5E FRF YT 55/ VD veo 3 1620cm™ ZHYD, TNTF =D
Voro EHEBRT UL, 7HF = VD vero i3 18em™ KIPERHEMNCHBE LTS, COHER
RBELTR3REMTAEFNMEINTHLE Lk, FOIRCI->THEHLLEDEEZD
ns, ' ‘ ‘

PLEDC EHSTINF=VIET7I53 2 VIZBL, FOBRESHEOKEETFZ 1 EH
AP ULEIZED, O ABBKEBERICI> TERINTEY, ZOBEIRX3 A i v~
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Summary

The heartwood of Ezonoyamanekoyanagi, Salix hultenii var. angustifolia KIMURA,
was extracted using ethyl alcohol as a solvent, and a flavonoid compound was isolated
from the alcoholic extracts. Further, for the purpose of comparison, the alcoholic
extracts obtained from the heartwood of the other willows, Bakkoyanagi S. bakko
KIMURA, Nagabayanagi S. sachalinensis FR. SCHM., and Ezonokinuyanagi S. pet-susu
KIMURA were analyzed by means of paper chromatographic procedure.

The chemical properties, ultra-violet and infra-red absorption spectra of the isolated
crystalline components and their derivatives were examined. It is proved that this
flavonoid constituent is a flavanone derivative which hitherto has not been known, and
this was named as Hultenin.

The results of the studies are summarized as follows :

1) Acidic fractions in the methanolic extracts of the heart- and sapwood of
Ezonoyamanekoyanagi were 0.77 and 0.19%, respectively. The ammount of extractives
was more in the heartwood than in the sapwood. The yield of the acidic fraction
in the ethanolic extracts of heartwood was 2.36% and yielded about three times as
much as in the methanolic extracts. As a solvent ethyl alcohol gave a good result
(Table 2 and 3).

2) On the other hand, the yield of the acidic fractions in the ethanolic extracts
of the heartwood of Bakkoyanagi, Nagabayanagi and Ezonokinuyanagi were 0.96, 0.10
and 0.07%, respectively.

3) The phenolic compounds in the ethanolic extracts from four kinds of willow
woods above mentioned have been separated by means of paper chromatographic
procedure at room temperature (20~25°C) using diazotized benzidine as a detecting
reagent, and the following solvents as mobile phase.

I. 60% AcOH. II. CCl, : AcOH=1:1. II. CC| : AcOH=2:1. IV. n-
BuOH : AcOH : H,O=4:1: 5. V. Phenol : H,O=73 : 27. VI. m-Cresol :
AcOH : H,O=24 :1: 25. VII. 229 iso-Propanol. VIII. n-BuOH : Benzene :
Pyridine : H/O=10 : 2 : 5 : 5 (Table 5 and 6).

4) Having used solvent III, in the ethanolic extracis of the heartwood of Ezono-
yamanekoyanagi, at least four constituents could separated. In this chromatograms
the compound with ‘the R, value of 0.58 was isolated as Hultenin (m.p. 208~209°C),
and a colorless crystalline compound with the R, value of 0.05 was isolated as Extrac-
tive [A] (m.p. 226°C). By the R; value and color reaction with detecting reagents, it
was ascertained that the constituents obtained from the heartwood of Ezonoyamaneko-
yanagi and Bakkoyanagi are the same. So far as the alcohol extractives are concerned,



¥FEDT T K/ A FICEBT ZHF (ER) 233

Ezonoyamanekoyanagi and Bakkoyanagi could been regarded as the same species,
and Nagabayanagi and Ezonokinuyanagi contain obviously different compounds and
therefor each of these trees is easily recognized as a different species.

5) The acidic fraction from the ethanolic extracts of the heartwood of Ezono-
yamanekoyanagi was fractionated. A colorless crystalline component Hultenin was
isolated as needles (0.17% to dry wood). This compound had a melting point of
208~209°C and the molecular formula C,;H,,0, (Found: C, 60.45; H, 4.88; OCH,,
9.68%, M=322 (Rast). Calc. for C,;H,,0,(OCH,): C, 60.38; H, 4.43; OCH,, 9.74% ;
M=318). It was optically active and it’s [a]}® was +6.69.

6. With ferric chloride, magnesium and zinc metal and concentrated hydrochloric
acid, Hultenin was colored brown violet, cherry red and dark cherry red, respectively.
On the other hand, Hultenin deposited precipitate with neutral lead acetate from ethyl
alcohol solution. Acetylation with acetic anhydride in pyridine yielded tetraacetyl
Hultenin (m.p. 91~93°C. Found: C, 59.85; H, 4.63; COCH,, 34.69%. Calc. for
C,eH,,0, (COCH,),: C, 59.02; H, 4.92; COCH,, 35.39%). Further methylation under
various conditions gave different methyl derivatives. Through methylation with di-
azomethane, Hultenin yielded monomethyl derivative (m.p. 189~191°C). Found: C,
62.31; H, 5.12; OCH,, 18.27%. Calc. for C,H,;,0,(OCH,): C, 61.45; H, 4.82; OCH,,
18.6895). Methylation with dimethyl sulphate in dry acetone gave trimethyl Hultenin
(m.p. 159~160°C). Found: C, 63.98; H, 5.29; OCH,, 33.76%. Calc. for C,H,0O,
(OCH,),: C, 63.33; H, 559; OCH,, 34.44%). Methylation with methyl iodide and
silver oxide gave dimethyl Hultenin (m.p. 171~173°C., Found: C, 61.64; H, 5.58;
OCH,, 27.07%. Calc. for C,;H,;O,(OCH,),: C, 62.43; H, 5.20; OCH,, 26.87%;). These
methyl derivatives showed a positive color reaction with ferric chloride. By the action
of benzoyl chloride, Hultenin gave a tetrabenzoyl derivative (m.p. 142~144°C., Found :
C, 7158; H, 4.51%. Calc. for C,,Hs0,,: C, 71.93; H, 4.08%), and with benzyl chloride,
tribenzyl Hultenin was obtained (m.p. 204~205°C. Found: C, 75.12; H, 5.69%. Calc.
for C,H,,0,: C, 75.98; H, 5.37%). It has been obviously explained by JURD that the
hydroxyl group of 3’ position of the flavonoids is hard to benzylation.

7) Hultenin was considerablly stable against acids, and on the air oxidation in
2 N sulphuric acid, the original material could be recovered. Similarly the original
substance was recovered when Hultenin was dissolved in 10% sodium hydroxide at
room temperature and acidified with hydrochloric acid. By the action of alkaline solution
for a long time Hultenin has been splitted to a corresponding chalcone (m.p. 157~
158°C. Found: C, 60.07; H, 4.992;. Calc. for C,;H,,0;: C, 60.38; H, 4.43%).

8) By the specific reaction with neutral lead acetate, bezylation, and the reaction
of the benzyl derivative against alkali, it would be considered that the side phenyl
group of Hultenin has two hydroxyl groups at the position of 3’ and 4.

9) Ultra-violet absorption maximum of Hultenin in absolute ethyl alcohol appeared
at 291 mg, and it was denoted the characteristic of flavanone type. It is generally
known that absorption maxima of flavonoid compounds was shifted toward long
wave length for bathochromic effect. For example, scince the hydroxyl group at 7
position is activated considerably in sodium acetate-ethyl alcohol, absorption maximum
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of Hultenin was transferred to 326.5 mu. In sodium ethylate-ethyl alcohol all phenolic
hydroxyl groups were ionized more powerfully. Absorption maximum of Hultenin
therefore shifted to 330 mg.

10) Infrared absorption spectra of Hultenin, the frequency of the carbonyl group
exhibited at 1638 cm™* (6.10 &) and of the hydroxyl group appeared at 3516 cm™! (2.84 g).
The frequency of the carbonyl group of tetrahydroxyflavanone of which the hydroxyl
group was not substituted at 3 position showed at 1620 cm™'. In comparison with
Hultenin, the frequency of Hultenin transferred to short wave length alone at 18 cm™.
For this phenomenone, the shift of the frequency have been suggested by the inductive
effect to that the hydroxyl group at 3 position was alkylated.

From these results it was shown that Hultenin has a flavanone skeletone and one
of the five hydrogen atoms in structure is substituted by methoxyl group, other four
are substituted by the hydroxyl groups. A methoxyl group exsists at 3 position and
the four hydroxyl groups are located at 5, 7, 3’ and 4’ positions, respectively. Finally,
the structure of Hultenin has been identified as 3-methoxy-5, 7, 3, 4-hydroxyflavanone.



